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(57) 1. Tpwuuknuyeckne npou3BoAHbIE NMppona
copmynbl |

R’ H/RE’
NH2

roe R'-R* oBosHauatoT BOAOPOS, ranoreH, HuW3LWwuin
ankun, deHnn, UMKNoankun ninm HU3LWWA ankoKcu,

R? 0603Ha4aeT [OMOMHUTENBHO TakKe HWU3LWMIA ask-
OKCUKapOOHW, aLMMOKCH UMM ME3WIOKCH,

R® 0603HaYaeT HU3LLMI ankun,

R® u R” o6o3Hauatot BOAOPOA MNMN HU3LLNIA ankun,

X obosHavaer -CHzCH(106H5)-, -CIgC &Hs)-,
-YCHg-, -CH=CH- nrm -(CR"'R"?)n-,

R" n R o6osHauatoT BOAOPOA, OEHUN UNMN HU3LINIA
ankun,

n ob6o3HavaeT 1-3,

Y o6o3Ha4vaeT O unu S,

a Takke nx dapMaueBTUYeCKM Npuemremble KUCnoT-
HO-a4AUTMBHBIE COMNW B KayecTBe hapMaLleBTUHeCKU
aKTUBHbIX COEAVNHEHWN.

2. CoeanHeHus no n. 1, rae R5 06o3HauaeT meTun.

3. CoeanHeHuns no n. 2, roe R1, R® u R* o6osnauatot
BOAOpOA, R? oBoaHavaeT ranoreH, HU3LWWA ankun
WX METOKCH.

4. CoeguHeHwne no n. 1, npencrasnstowee cobon (S)-
2-(4,4,7-tpumeTnn-1,4-gurngponHgeHol1,2-blnuppon-
1-vn)-1-MeTUn-aTUNamuH.

5. CoegnHeHue no n. 1, npeacrasnstowee coboi (S)-
2-(7-metokcu-4,4-gpumetnn-1,4-gurnaponHaeHo[1,2-
blnupporn-1-nn-metnn-sTunamuH.

6. CoegnHeHue no n. 1, npeacrasnstowee coboi (S)-
2-(7-atun-4,4-gumeTnn-1,4-guruaponHgeHo[1,2-bJ-
nuppon-1-nn)-1-mMeTun-aTUNamuH.

7. CoegnHenve no n. 1, npeacrasnstowee coboi (S)-
2-(7-metun-1,4-gurvngpomnnHgeHo(1,2-bjnuppon-1-un)-
1-mMeTUn-aTUNamuH.

8. CoeguHenve no n. 1, npeacrasnsowee coboi (S)-
2-(7-6pom-1,4-gurngpoviHaeHol1,2-blnuppon-1-un)-1-
METUM-3TUNaMMH.

9. CoeguHeHve no n. 1, npeacrasnsowee coboi (S)-
2-(7-metokeun-1,4-gurmapounHaeHol1,2-b]nuppon-1-
nn)-1-MeTUN-aTUNammH.

10. CoeguHeHve no n. 1, npencraensiowee cobow
(S)-2-(7-xnop-1,4-aguruapounHgeHo[1,2-b]nuppon-1-
nn)-1-MeTUN-aTUNaMumH.

11. CoeguHeHve no n. 1, npencraensiowee cobow
(S)-2-(8-meTokeu-1H-6eH3(g)mHgon-1-un)-1-metnn-
3TUNaMUH.

12. dapmaueBTndeckMn npenapaT, obnagaroLunia
CNOCOGHOCTLIO CBA3bIBaHWSI C CEPOTOHUH-peLenTopa-
MW, codepxalluii akTMBHOE BELLeCTBO, OAUH UMK He-
CKOMbKO TepaneBTUYECKU MpueMneMblX HamnosnHuTe-
ne 1 BO3MOXHble A06aBKM, OTNMYAIOWMUNACA TeEM,
4YTO B KayeCTBE aKTMBHOIO BeLLecTBa COOEPXWUT CO-
eanHeHve popmynsl | B 9hEKTUBHOM KONUYECTBE.
MpuopwuTeT No nyHKTaMm:

22.10.1993 — no nn. 1-3 n 8-12,

17.08.1994 — no nn. 4-7.

(13) C2
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N306peTeHne OTHOCUTCA K  TPULMKIIMYECKUM
NMPOU3BOAHLIM NMPPOSIA, B YaCTHOCTU OHO OTHOCUTCS
K MPOU3BOAHLIM NUppona obLueln opmynbl

R7

R6
R5

NH,

I
roe R'-R* oBosHauatoT BOAOpPOS, ranoreH, HuW3Lwuin
ankun, eHnn, LMKNoankun unm HU3LWNWA ankokcu, a
R? 0603HauYaeT JOMOMHUTENBHO TakkKe HWU3LIWMA arnk-
OKCVKapOOHMI, aUMIOKCK UM ME3UTTOKCH,

R® 0603HauaeT HU3LLINIA ankur,

R® u R’ o6o3HavaioT BOAOPOL, MWIM  HU3LLUA
ankun,

X obo3HavaeT -CH2CH§C6H5)-, -CHE(C 6Hs)-,
-YCH,-, -CH=CH- nu60 -(CR"'R")n-,

R" u R" o6osHavaior BOAOPOA, (beHnn, HU3LWnN
ankun,

n ob6osHauvaeT 1-3, n

Y o6osHavaeT O unu S,

a Tawkke K ux chapmaueBTUHECKM NPUEMMeMbIM Ku-
CNOTHO-a4ANTUBHbBIM COMSAM.

YKa3aHHble COEQUHEHMS U UX COMU SBMSATCS
HOBbIMW W OTMMYAIOTCS LEHHbIMW hapmMakonormye-
CKMMM CBOWCTBaMMW.

O6GbekToM HacTosLwero n3obpeTeHns ABNSIOTCA
coeaunHeHnsa obwen cdopmynel | 1 nx dapmauesTu-
YecKu npuemnemMble COMU Kak TakoBble U B KayecTBe
hapmaLeBTUHECKUX aKTUBHbIX BELLECTB, NosnyyeHve
coefuHeHnn u conen obwen dopmynel |, aanee, ne-
KapCTBEHHbIE CPEACTBA, coAepXalune aTu coefuHe-
HMA 1 conu cpopmynbl I, M NonyyeHne aTMX nekapcr-
BEHHbIX CPEACTB, a TakKe NPMMEHEHNe COeaUHEHWIA
obuwen copmynbl | 1 ux dapmaueBTMHECKU NpUEM-
niemMbiX Conen Ans neyYeHust U COOTBETCTBEHHO Mpe-
aynpexgeHus bonesHe n Ana ynyyweHns 340po-
BbSl, MpeXae BCero Ans rnevyeHus unv npegynpexae-
HWS1 PacCTPONCTB LEHTPansHON HEPBHOW CUCTEMBI,
Kak genpeccuu, bunonsipHble HapyLleHusl, COCTOsIHME
CcTpaxa, HapyLUeHMss CHa U paccTponCTBa B Cekcyarb-
HoM cdhepe, NCMX03bl, LWN30PEHNS, MUTPEHN U OPY-
rme 6onesHeHHble COCTOSHUS, CBSI3aHHble C rOnoB-
HblMM GonsiMvM 1 GonsiMu Apyroro Twuna, paccTpow-
CTBa, CBSI3@aHHble C JIMYHBIMW MEPEXMBAHUAMMW WK
HaBs34MBbIMU MAesiMU, couunanbHas obus unu npu-
CTyMbl MaHWKK, MCUXUYECKNe OpraHu4eckne pac-
CTPONCTBA, HapyLUeHWs NCUXMKM B JETCKOM BO3pacTe,
arpeccuBHOCTb, HapyLlleHWs NamsaTh, CBsi3aHHble C
BO3PACTOM, HapyLIEHUS OTHOLLUEHUI C OKpYXKatoLLm-
Mu, GonesHeHHasi CTpPacTb, OXWpeHue, Bynumua u
T.N.; HapyweHWh QYHKUMN HEPBHOW CUCTEMBI, Bbl-
3BaHHbIX TPaBMaMu, KPOBOU3NUSIHWE B MO3F, HEPBHO-
AereHepaTvBHble 3aboneBaHns U T.4.; HapyLUeHUA B
cepaeyHo-cocyancTon cucteme, Kak BbICOKOE KpoBS-
Hoe AaBrneHue, TPOM603, UHCYMbT U T.4.; XXenyAo4HOo-
KMLLIEYHBIX PacCTPONCTB, Kak AUCHYHKUMS MOTOPUKM
XKenyao4HO-KULLEYHOro TpakTa, U Ans U3roTOBMEHUst
COOTBETCTBYHOLLMX IeKapCTBEHHbIX CPEACTB.

CoeauHeHuns obuert hopmyrnbl

R® I
roe R'-R” umetot yKasaHHble Bbllle 3Ha4yeHus, a R®
0603Ha4YaeT NepeBOAUMbIN B aMMHOrPynny pagvkan
WUNW TMOPOKCUIbHYIO Tpynny, MpeAcTaBnsoT cobon
BaXXHble MPOMEXYTOYHble NMPOAYKTbl AN MOMy4YeHns
dapmaLeBTUHEeCKN LEHHbIX CcoeguHeHun  obLuen
dopmynel |.

Yka3aHHOe Bbille onpegeneHve "Huswuin" obo-
3HavyaeT pagukarnsl C YUCITOM aTOMOB Yyrrnepoaa Mak-
cumyM 7, npegnovtutensHo o 4. Ankun obosHavaeT
NVHeNHble NGO pas3BETBMNEHHbIE HACBILWEHHbIE yrie-
BOAOPOAHbIE pafvKanbl, Takue Kak MeTwun, 3aTwn,
nponun, M3onponun unu TpeT.-0yTun. Ankokcn obo-
3HayaeT CBA3aHHYI0 Yepe3 aToM Kucropoaa ankuib-
Hyto rpynny. [anoreH moxer obosHayatb Cl, Br, F
unn J. dapmaueBTUYECKN Mpuemnemble KUCNOTHO-
agavTUBHBIE CONW BKMOYAlOT B cebs1 conu HeopraHu-
YeCKMX U OpraHUYecknx KUCMOT, KaK COMsiHasi KWUCIo-
Ta, 6poMMCTOBOAOPOAHAsA KMCNOTa, a3oTHasi KWUCIo-
Ta, cepHasi kucnota, docdopHas KucnoTa, NMIMMOHHas
KMCnoTa, MypaBbMHas K1crnoTa, dymMmapoBasi KUCnoTa,
MarnenHoBasi KMCIoTa, YKCYCHast KUCMoTa, siHTapHas
KMCMoTa, BMHHAsA KMCNoTa, MeTaHCcynbdoKucnoTa, n-
TonyorncynedokucnoTa u Tomy nogobHoe.

R® npegnouTuTensHo 0603HaYaeT MeTun.

Ecnu R® o6o3HayaeT meTun, To ocobeHHo npea-
nouTUTENbHLIMK SiBRsoTCA coeanHerms, rae R', R® u
R* o603HaualoT Bogopoa, a R® 0Go3HayaeT ranoreH,
HU3LLWIA ankum UM MeTOKCH.

HekoTopbIMK, YyKa3aHHbIMM B paMKax AaHHOro
n3obpeteHnsi kak OCOBOEHHO npegnoYTUTENbHbIE,
npeacTaBuMTENAMU Knacca BeLecTB cornacHo dop-
Mmyrne | ABnstoTCca criegytoLume:

(S)-2-(4,4,7-TpumeTun-1,4-gurngponHaeHo[1,2-
blnmppon-1-un)-1-meTunatunamuH,

(S)-2-(7-meToken-4,4-gumetun-1,4-gurnaponHae-
HO[1,2-b]nuppon-1-un)-1-MeTMNaTMNamMuH,

(S)-2-(7-atnn-4,4-gumetnn-1,4-gUrngponHaeHo-
[1,2-b]nuppon-1-nn)-1-meTunaTunamuH,

(S)-2-(7-metnn-1,4-gurngponHaeHo(1,2-blnup-
pon-1-un)-1-MeTMNaTMNamMuH,

(S)-2-(7-6pom-1,4-aurngpounHgeHo[1,2-blnuppon-
1-un)-1-MeTNaTUNaMuH,

(S)-2-(7-meTokeu-1,4-gurngponHgeHo[1,2-blnump-
pon-1-un)-1-MeTMNaTMNamMuH,

(S)-2-(7-xnop-1,4-guruapounHaeHol1,2-blnnppon-
1-un)-1-meTNaTUNaMuH,

(S)-2-(8-meTokeu-1H-6eHs[gluHgon-1-un)-1-me-
TUNATUNAMUH.

CoeguHeHus obwen dopmynel | n ux dapma-
LeBTMYECKN MpuemsiemMble conu MoryT BbiTb nony4ye-
Hbl COrNacHO M300peTEHNIO CrieayloLWwmnM nyTem:
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a) coeguHeHve obLer hopmyrbl

R81

lla
roe R'-R’ umetot yKasaHHble Bbllle 3Ha4yeHus, a R®!
ob03Ha4yaeT nepeBOAMMBIN B amMuHOrpynny pa-
Aavikan,

nepesBoasiT B COOTBETCTBYIOLLLEE aMUHOCOeANHEHME U

6) Npu Heo6X0ANMOCTUN NONYyYEHHOE COEAMHEHNE
dopmynbl | nepesoaaT B hapmaLeBTUYECKN NPUEM-
NeMyto corb.

CoenuHenus o6eii popmynei lla, roe R®' o6o-
3HayaeT nepesBoOAMMBIN B aMUHOrpynny oOcTaTok,
NPeAnoYTUTENLHO asnaorpynny, auetTunaMmmHorpynmny
UK Kakyo-nnbo Apyryio 3allyLLEeHHY0 aMUHOrpynny,
MOryT ObITb MOMNyYeHbl, KaK 3TO ONMUCaHO HUXeE, C MNo-
MOLLbIO M3BECTHbIX MeTomoB. Ecrm pagmkan RY
npeactasnsier cobon asugorpynny, TO COEAVHEHMWS
dopmynbl | nonyyaloT nNyTemM BOCCTaHOBIEHWS. JTO
BOCCT@HOBIIEHUE MOXET OCYLUECTBMAATLCA C MOMO-
b0 KOMMNMEKCHBIX rMAPWAOB, Kak, Hanpumep, nn-
TURanoMoruapuaa, unu nocpeacTsoM Katanutude-
CKOro rMapupoBaHna ¢ NOMOLLbIO MeTarnM4eckmx Ka-
TanusaTopoB, Kak, Hanpumep, nnatuHa wunu nanna-
avi. Ecnu B KayecTBe BOCCTaHOBUTENS UCMOMb3YOT
nuTuranioMorMapua, TO B KavyecTBe pacTBopuTens
Hanbonee npurogeH npocton 6e3BoAHbIN achup nnm
TeTparngpodypaH. lNpouecc Lenecoobpa3Ho NpoBo-
anTb cnegyowmm obpasom. MNocne gobaeku no kan-
nam coeguHeHns dopmynel lla, roe R®' o6osHauaeT
asugorpynny, B pacTBop, coaepxawmi 6e3BoaHbIN
pacTBopuTenb WU rmapua, nomnyvyeHHyo peakuMOoHHYIo
CMeCb KUNATAT ¢ 0bpaTHbIM XOMNOAWUMBHUKOM, nocne
Yyero rmaponuaylT BOAHLIM PaAcTBOPOM MPOCTOro
acpupa vnm TIP 1 ocagok ruapoOKUCK anoMUHUSA U
NUTUA KUNATAT C BOAHLIM PacTBOPOM MPOCTOro agu-
pa vnm TIo.

KaTtanutunyeckoe rmgpupoBaHne C MOMOLLBIO Ka-
TanusaTopoB, HanpuMep nNNaTuHbl UNW nannagus,
LenecoobpasHo OCyLLEeCTBNSATb NPU KOMHaTHOW TeM-
nepatype. B kayectBe pacTBopuTenen 0ocobeHHO
npurogHbI AnNa aTon Lenu soaa, CnupThl, aTunauerar,
AMOKCaH WK e CMecun 3TuxX pacteoputenen. 'mapu-
poBaHue LenecoobpasHo ocyLLecTBNATbL B aTMocde-
pe BOOOpoAa B aBTOKIaBe uNu B annapatype Ans
BCTpsixmBaHus. Ecnin R®' o6o3Havaet auetunammHo-
rpynny Wnu Kakyio-nmbo Apyrylo 3aluMLLUEeHHY0 amu-
HOrpynmny, Kak, Hanpumep, TpudTopMeETUNKapboHW-
aMUnHO, TO nepesBof B COOTBETCTBYIOLLEE aMUHOCOe-
AVHEeHWe OCyLLEeCTBNSAIOT NyTeM rmaponuaa.

'Maponus Jo COOTBETCTBYIOLLUX aMUHOCOeanHe-
HUI obwen dpopmyrnbl | OCYLLLECTBASIIOT NO M3BECTHON
mMetoauke. lMpurogHbIMU ANs 3TOW LEenn ABnATCS
rMOpPOOKUCU METaroB, Hanpumep, rMapooKUChb Ha-
TPUS UMK Kanusi, KOTopble B MPUCYTCTBUWM BOAbl U
CMeLLMBaeMOro ¢ BOAOW OpraHN4Yeckoro pactsopute-
N8, KaK 3TUNEHrnuKonb U T.M., rMAponu3yloT Ao co-
eanHeHun popmynsl |.

MepeBop coeanHeHun hopMyrnel | B UX COOTBET-
CTBYIOLUME KUCMOTHO-aAaUTUBHBLIE COMWU OCYLLECTB-

NAT Ha nocregHen ctaguu, T.e. nocne rmapuposa-
HUS 1Y rmaponm3a 6e3 NPOMEXYTOYHOTO BblAeneHns
coeanHeHun popmynsl |.

B cuny nx ctabununaunpyowmx cBONCTB 0COBEHHO
nNpurogHbl Ana apMaLeBTU4ECKOro NPUMEHEHNS Co-
nm dymapoBon kucnotel. OgHako 1 Bce Apyrve Bbl-
LUeYNnoMsiHyTble KMCMOTbl 0bpa3sytoT capmakonoruye-
CKUN MpuemMremble Conwu.

MonyyeHne conen OCyLLECTBNAIOT NPU KOMHAT-
HOM TemnepaType, B Ka4yecTBe pacTBOpuUTENen oco-
6€eHHO npurogHel CNMPTO-admpHbIe cmecu. [Monyye-
HWEe NPOMEXYTOYHbIX MNpoAykToB dopmynel I, nc-
nonb3yemMble Ans CMHTE3a coeduHeHun oblieln dop-
Mynbl |, npegcTaesneHo Ha cxeme 1 (CM. B KOHLEe Onu-
caHus). Mpu aTOoM Bce 3amecTuTenu R'-R* uwmetot
3Ha4yeHus, ykasaHHble B copmyne |. R®, R® u R”
obosHavalT metun. Me obosHavaeT metun n Ac -
auetun. X Takxke MMeeT 3HayeHuwe, ykasaHHoe B
dopmyne |, kpome -CH=CH-. NonyyeHne cooTBeTCT-
BYIOLLUX coenuHeHun, roe X obosHadaer -CH =CH-,
npeacTaBrieHo Ha cxeme 2 (CM. B KOHLe ONUCaHus).

Mony4yeHne coegnHeHun cdopmynesl lla2, nexona
13 coeamHenuns lll, ocywecTBNSAIOT NPeanoyYTUTENLHO
cnegyoLmm obpasom.

CoeaunHenve dopmynbl Il HarpesatoT ¢ obpat-
HbIM XONOAWMBHUKOM BMecTe ¢ 3-0yTeH-2-onom, 2,2-
AVMETOKCUMPONaHOM M KaTanuTU4eCKMMU KONMUYeCT-
Bamu n-tonyoncyrnbgokncnoTsl B 6€3804HOM TOMyo-
ne. B gpyrom BapuaHTe pacTtBopuTenem Cnyxur 2,2-
AvmeTokeunponaH 6e3 ucnonb3oBaHus Tonyomna. B
3TOM Crnyvae peakuMOHHY0 CMeCb HarpeBaroT C 00-
paTHbIM XONMOAUNBHUKOM B 3arofIHEHHOM MOMEeKy-
NApHbIM CUTOM BogooTAenuTene. 3aTem Mony4YeH-
Hble Takum nyTeM coeguHeHus opmynel IV nepeso-
OST B COOTBETCTBYIOLLNE OKCOITUIOBbLIE COEANHEHUS.
C aton uenbio coeguHeHue IV pactBopsitoT B 6e3-
BOZJHOM pacTBopuTene, HanpuMmep B AUXIIOpMeETaHe U
MeTaHore, U npu TemnepaType npubnManTensHo
-70°C obpabaTbiBalOT 030HOBLIM MOTOKOM. [locne
3TOro coefuHeHne copmynbl V MOXET ObITb LMKMIK-
30BaHO OO0 nupponaueTaMmmHocoeauHeHui. Lleneco-
obpas3Ho npumeHaTb npu 3tom N-aueTnnaTuneH-
AVaMUH, a B KavyecTBe pacTBOPUTENs - TOMyosn WIu
YKCYCHYI0 Kucnoty. [Nocne okoH4aHust obMeHHoW pe-
aKuMM U OYUCTKM aueTunbHas rpynna MoXeT, Kak yka-
3bIBanochb Bbllle, OTWENNATLCA U COeAMHEHne op-
Mynbl [la2 nepeBoanTbes B coeagnHeHne dopmynei |.

Wcxoasa ns coeamHenunin oopmynel V, npegnoytu-
TENbHO NyTEM LMKNM3auMM C MOMOLUbI0 1-aMUHO-2-
nponaHona B 6e3BOAHOM TOMyorie C MCMOoSb30BaHu-
€M KaTanuTUYECKUX KOMUYECTB M-TONyorncynbgokuc-
NOTbI HAarpeBOM B BOAOOTAENUTENE NonyyarT rmapo-
KcunbHoe coeduHeHve dopmynel 1Ib12. 3atem rmap-
OKCUIbHasa rpynna no M3BECTHOW METOAUKE MOXET
ObITe MepeBefeHa B yXOAALLYH rpynmy, Hanpumep,
obpaboTkoi xropnaomM cynboKUCNOTLI, MPEANoYTU-
TeNbHO MeTaHCynbOHUNXNOPMAOM, B cyrnbdoHaT. B
pesynbTate 00pabOTKM a3naoM, NpPennodTUTENbHO
asnaoMm HaTpus, B NONSPHOM pacTBOpuTene, Kak, Ha-
npumep, AM®, coegunHeHua dopmynsl 11b12 moryT
6bITe NepeBedeHbl B COOTBETCTBYHOLLME a31A0Coean-
HeHus dopmynbl 1la12, KoTopble, Kak ykasblBariocb
BbllLe, NyTEM BOCCTaHOBIEHUS a3ungorpynnsl MoryT
nepesoanTbLCS B coeanHeHus opmynbi |.

CoeaunHeHns opmynbl V MOryT GbiTb MOMyYeHbl
cornacHo cxeme 1 Tarke gpyrum nyTem.
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CoenuHerune dopmynel |l npegnovtTuTensHO Ha-
rpesatoT ¢ N,N-gumeTtunrugpasmHom B aTmocdepe
aproHa, mocrne 4ero NpPOBOASIT OTFOHKY C MOMOLLBHO
KONOHHbI Burpo. lNonyvyeHHoe coeguHeHue opMy-
nel VIl obpabateiBator OMI (1,3-gumeTnn-3,4,5,6-
TeTparngpo-2(1H)-npuMnanMHoH),  pacTBopsitoT B
6e3BogHoM TI®, oxnmaxgalT [0 NpubnuanTEnbHO
-75°C n 3aTem obpabaTbiBalOT H-OYTUNNUTUEM B rek-
caHe 1 bpomMaueTanbgerngammeTnnaleTanem.

3atem nony4eHHoe coeamHeHve copmynbl VIl ¢
nomoubto doccatHoro bydepa 1 gurmgpara xnopu-
na megn (lI) B TT® nepeBogsT B coeanHeHne dop-
Mynbl V.

CornacHo cxeme 1 MoryT ObITb MONy4YeHbl TaKkke
coeaunHeHus dopmynbl [Ib11. 3T coeguHeHns moryT
ObITb 3aTeM, KaK ykasaHO Bbllle, nepeBedeHbl B CO-
eavHeHnsa 10 dopmynel |. LienecoobpasHo npu aTom
paboTtaTb cnegyowmm obpasom. CoeguHeHue cop-
Mynbl lll, pactBopeHHoe B 6e3BogHoM TI®d, obpaba-
TbIBAIOT AUU3ONPONUNAMUHOM W H-DyTUnnuTneMm, no-
cne Yyero nNpoBoAsT 06paboTKy XxropaLeToHOM, COOT-
BETCTBEHHO 3-xnop-2-6yTaHoHOM. [lonyyeHHble co-
egvHeHusa VI HarpesaloT B BogooTaenutene B 6es-
BOAHOM TOMyose C KaTanuTU4eCKMMU Kornm4ecTBamm
n-Tonyoncynb@okMcnoTbl. 3aTtem obpabatbiBatoT 1-
aMWHO-2-MPONaHoOMoOM A0 MOMyYeHUs CoeduHEHWN
¢opmynbl 1Ib11.

Ha cxeme 2 npefcraBneHo nonyyeHve coeguHe-
HUR chopmynbl 1la22, rge R'-R’ umetoT 3HaueHusi,
yKkasaHHble Bbiwe, a X o06o3HavaeT -CHEH -, R
MOXeT NpeAcTaBnATe cOboN MeTUnbHyl0 NvMbo Tpu-
TOPMETUNBHYIO rpynny.

LlenecoobpasHo paboTate cnegytowmm obpa-
3oMm. CoeguHeHune dopmynel la nogsepraoT obmeH-
HOM peakuMn B pacTBOpe, cogepXallem TpuaTwm-
aMUH 1 3TUNOBbLIN 3UP TPUPTOPYKCYCHOM KUCMOTHI B
6e3BogHOM pacTBopuTene, NpeanoyTUTeNlbHO MeTa-
Hone. lNocne yganeHus pacTBopuTenst octaTok pac-
TBOPSAOT B AvOkcaHe u obpabatbiBaot O0B (2,3-
anxnop-5,6-guunan-1,4-6eH30xMHOH). 3atem 3awmT-
HYI0 TPynny MOXHO, KaK ykasaHO Bbllle, OTWennaTb
OT aMMHOrpynMnbl.

Kak yxe oTmevanocb Bbille, coeanHeHus dop-
Mynbl | 1 ux dapmaueBTU4eCcKn npremremble conu
obnagalT UeHHbIMKM hapMaKkonorMyeckuMmm CBOMCT-
Bamu. OHM MOryT CBsi3blBaTb C CEPOTOHWH-peLen-
TOpamu 1 NPUroAHbI MO3TOMY Af1A feYeHns Unn npe-
aynpexgeHns 6onesHen mnu yHKUMOHambHbIX Ha-
pYyLUEHWI YNOMSIHYTOrO Bbille TWMa, COOTBETCTBEHHO
ANS U3rOTOBMIEHVS COOTBETCTBYHOLUMX JleKapCTBeH-
HbIX CPEACTB.

Ces3biBaHVe npegnaraemMblx No M306peTeHuio
coefuHeHun copmynbl | ¢ cepoToHMH-peLienTopaMmu
onpegensnn ¢ NOMOLLBIO CTaHAAPTHbIX METOAOB in
vitro. lNpenapaTbl UCMbITLIBANM B YKa3aHHbIX HUXe
TecTax.

MeToga |

a) Ona ceasbiBaHus 5HTqa-peuentopa cornacHo
TecTy Ha cBsi3blBaHWE *H-8-OH-DPAT no mMeToay
S.J. Peroutka, Biol. Psychiatry 20, 971-979 (1985).

0) Ona ceasbiBaHus 5HTac-peLenTopa cornacHo
TeCcTy Ha cBsi3biBaHWe “H-mesynepruHa no metoay
A. Pazos et al., Europ. J. Pharmacol. 106, 539-546,
cootBeTcTtBeHHO D. Hoyer, Receptor Research 8, 59-
81 (1988).

B) Ons ceAsbiBaHWA 5HToa-peuientopa cornacHo
TECTy Ha cBsi3blBaHMe °“H-keTaHcepuHa Mo MeToay

J.E. Leysen, Molecular Pharmacology 21, 301-304
(1981).

B xode akcnepuMeHTOB onpedensnu 3HavyeHus
ICs0 mMcnbITyembiX BeLLecTB, T.e. OMpeaensnn KoH-
ueHTpaumio B HM, npu koTtopon BbiTecHANMUCb 50%
CBSI3aHHOIO C peLenTopoM nuraHaa.

OnpegeneHHas TakMMm MyTeM aKTMBHOCTb HEKO-
TOPbIX COEQUHEHNI COrNacHO U300peTEHNIO N aKTUB-
HOCTb HEKOTOPbIX CPaBHUTENMbHbLIX COEAUHEHNI Npea-
cTaBneHa B Tabn. 1, rae NpuHATHI cnegytowme 060-
3HaYeHus:

3 = (S)-2-(7-meTokcu-1,4-gurmaponHgeHo[1,2-b]-
nuppon-1-1n)-1-mMeTnaTnammH;

4 = (8)-2-(7-xnop-1,4-gurngponHgeHol[1,2-bjnmp-
pon-1-un)-1-MeTMNaTMNamMuH;

5 = (S)-2-(8-meTokcu-4,5-gurnapo-1H-6eHs[g]vH-
aon-1-un)-1-MeTnnaTunammH;

7 = (S)-2-(8-metokcu-1H-6eH3[glnHaon-1-un-1-
METUNITUNAMUH;

21 = (RS)-2-(7-xnop-1,4-gurmaponHgeHo[1,2-b]-
nuppon-1-nn)-1-mMeTunaTunammH;

22 = (RS)-2-(7-meTokcn-1,4-gurngponHaeHol1,2-
blnuppon-1-mn)-1-meTunatunammH;

23 = 2-(7-metokcu-1,4-gurmaponHgeHo[1,2-bl-
nuppon-1-nn)-aTunamuH;

28 = (R)-2-(7-meTokcu-1,4-gurngpovHaeHo[1,2-
blnuppon-1-un)-1-meTunatunammH;

30 = (R)-2-(8-meTokcu-4,5-gurngpo-1H-6eH3[g]-
nHaon-1-un)-1-MeTNaTunammH;

31 = (R)-2-(8-meTokeu-1H-6eHs[gluHgon-1-un)-1-
METUN3TUNITUNAMUH;

32 = 2-(8-metokcun-1H-6eH3[glnHaon-1-un)-atun-
amuH;

34 = (RS)-1-(1,4-purngpo[ 1]6eH3onumpaHo[4,3-b]-
nuppon-1-nn)-1-MeTUnaTunamuH;

53 = (RS)-2-(6-xnop-1,4-aurngpounHgeHo(1,2-b]-
nuppon-1-un)-1-10 MeTUNaTUNamuH;

54 = (RS)-1-(8-meTokcu-1,4-gurngpo[1]6eH3onu-
paHo[4,3-b]nuppon-1-un)-1-MeTunaTMnammH;

55 = (RS)-2-(6-meTokcu-1,4-gurnaponHaeHo[1,2-
blnuppon-1-un)-1-meTunatmnamus;

59 = 2-(8-metokcu-4,5-gurnapo-1H-6eHs[g]vH-
aon-1-vn)-aTunamuH;

64 = (RS)-1-(1,4-gurngpo[1]6eH3oTnonnpaHo[4,3-
b]nuppon-1-un)-1-meTunatmnamus;

67 = (RS)-2-(8-metokcun-1,4-gurnaponHaeHo[1,2-
b]nuppon-1-un)-1-meTunatunamus;

69 = (2RS,4RS)-2-(4-dbeHun-1,4-gurngponHae-
Ho[1,2-blnuppon-1-un)-1-MeTUnaTMnamuH.

MeTopa Il

a) [Ons BbisiBNeHWsT CpPOACTBA COedVHEHWs C
5HT1a-peuenTopom NPOBOAUNW OMbITbl MO BbITECHE-
Huto ¢ nomouwbto [3H]-5-HT (1 HM) B kauecTBe pa-
avonuraHga Ha pekombuHupoBaHHbIX SHT1a-peuen-
TOopax 4ernoBeka, aKCrpemMmpoBaHHbIX B knetkax 3T3
Mbiwer. Mpu aToM ncnonb3oBanyu MembpaHbl, Nony-
YeHHble U3 kneTok 2-10°, a Takke pasnnyHble KOoH-
LeHTpauMn COOTBETCTBYIOLLENO UCMbITYEMOro coeau-
HeHus.

6) Ona ceAsbiBaHna 5HTac-peuentopa cormacHo
TecTy Ha cBsasbiBaHne [3H]-30 5-HT no wmetopy
S.J. Peroutka et al., Brain Research 584. 191-196
(1992).

B) [Ons ceasbiBaHuA 5HT2a-peuenTtopa cormacHo
TecTy Ha cBa3biBaHne [3H]-DOB no mertoagy
T. Branchek et al., Molecular Pharmacology 38, 604-
609 (1990).
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Hwke ykasaHbl 3HaveHus pii (pki=logqoKi) mcnbi-
TyeMbIx BelecTB. 3HayeHue ki paclumdposbiBaeTcs
no criegytowent gopmyrne:
1+ 10}

Kp
roe 3HaveHus [Csg COOTBETCTBYIOT KOHLIEHTPaLMAM
UCMbITYEMbIX coeanHeHn B HM, Npu KOTOPbIX BbITEC-
HatoTcs 50% cBA3aHHOro ¢ peuentopom nuraHga. [L]
0603Ha4YaeT KOHLEeHTpaumio nuraHaa, a 3Hadexue Kp
npegcraBnser cobon KOHCTaHTy Auccouuauuv nu-
raHga.

OnpegeneHHas TakMm MyTeM aKTMBHOCTb HEKO-
TOPbIX COeAMHEHWNI MO M300peTeHnto npeacTaBneHa
B Tabn. 2, rae npuHATbLI cnegytowme 0603HaveHns:

1 = dymapar (S)-2-(4,4,7-Tpumetun-1,4-gurna-
povHaeHo[1,2-b]Jnuppon-1-un)-1-meTnnatunammHa
(1:1);

2 = cpymapar (8)-2-(7-meTokcu-4,4-aumetnn-1,4-
avrngpovHaeHo[1,2-blnuppon-1-un)-1-meTunatun-
amuHa (1:1);

8 = (S)-2-(7-atun-4,4-gumetnn-1,4-gurngpovHae-
Ho[1,2-b]nuppon-1-un)-1-meTunatnnamuna (1:1);

9 = dymapart (S)-2-(7-¢pTop-4 ,4-anmetun-1,4-gu-
rmapouHaeHo[1,2-blnuppon-1-un)-1-meTunatnnamu-
Ha (1:1);

12 = dymapar (S)-2-(7-meTokcu-4,4-gnatun-1,4-
avrngpovHaeHo[1,2-blnuppon-1-un)-1-metunatmn-
amuHa (1:0,5);

14 = dpymapart (S)-2-(7-deHun-1,4-gurngpovHae-
Ho[1,2-b]nuppon-1-un)-1-meTunatnnamuna (1:0,5);

17 = dymapat (S)-2-(7-atun-1,4-gurngpovHae-
Ho[1,2-b]nuppon-1-un)-1-meTunatnnamuna (1:0,5);

25 = dymapart (S)-2-(6,7-gudtop-1,4-gurngpo-
nHgeHo[1,2-blnnppon-1-un)-1-meTnnatmnammnHa
(1:0,5);

26 = dymapat (S)-2-(6-xnop-7-meTokcu-4,4-gn-
metun-1,4-gurngpovHaeHo[1,2-bjnnppon-1-un)-1-me-
TunatunamuHa (1:0,5);

37 = dymapar (RS)-2-(5-xnop-1,4-aurugponHoe-
Ho[1,2-b)nuppon-1-un)-1-metnnatunamuna (1:0,5);

44 = dymapat (S)-1-metnn-2-(7'-metun-1',4'-gn-
rmgpocnupo[uyuknoneHtan-1,4'-nHaeHo[1,2-bjnuppon]-
1-un)-atunamuna (1:1);

50 = dpymapat (RS)-2-(5-metnn-1,4-gurnapouvH-
AeHo[1,2-blnuppon-1-un)-1-metunatunamuna (1:0,5).

OpeKuns NoroBoro YreHa (y Kpbic)

B xope akcnepnmeHTOB BbINO YCTAHOBIIEHO, YTO
3peKums NorioBOro YreHa 3aBMCUT OT CTMMYNMpoBa-
Hust 5SHT2c-peuenTtopa (cp. Berendsen & Broekkamp,
Eur. Journ. Pharmacol. 135, 179-184 (1987)).

B TeuyeHne 45 muH nocne BBeAEHUSI NOAONbLIT-
HbIM XXMBOTHBIM UCMbITYEMOro BeLLeCcTBa onpeaensnm
yMcno apekumn nonosoro uneHa. EDsq o6o3HavaeT
[403y, Bbi3biBatoLLyto 50% Takux apekumn (1abn. 3).

CoeguHeHusa copmynbl | 1 dapmaleBTUYeCKM
npuemrnemMble agauTUBHbIE COMW KUCIIOT COEANHEHWN
dopmynbl | MOryT HaxoauTe NPYMEHEHUe B KayecTBe
nekapCTBEHHbIX CPeACTB, Hanpumep, B Buae dapma-
LeBTMYECKUX nmpenapatoB. PapmavueBTnyeckme npe-
napatbl MOTyT BBOAMTLCA OpanbHO, Hanpuvep, B BU-
Ae TabneTok, MOKPbITbIX flakoM TabneTok, Apaxe,
MSArKOXenaTUHOBBLIX W TBEpPOOXeNnaTUHOBbLIX Kancyn,
pacTBOpOB, 3MyNbCUW UNKU cycneHsuin. BeeneHue,
0OHaKo, MOXeT NPOBOAMTLCS TakkKe peKTanbHO, Ha-
npumep, B BuAE CYNMNO3WTOPWEB, Nap3HTeparbHO,

Ki=

Hanpvmep, B BUAE PacTBOPOB 4SS UHBEKLUIA, UMK XKe
yepes Hoc.

[Ons wn3rotoBneHus dapmaueBTUYEeCKMX npena-
paTtoB B coeauHeHus copmyrnbl | 1 papmaueBTUYe-
CKN npuemnemMble agauTUBHbIE COMKU KUCMOT coeau-
HeHu dopmMynbl | MoryT 0ob6aBnATLCA MHEPTHLIE B
hapmaLeBTUHECKOM OTHOLLEHWUW, HeopraHnyeckune
WM opraHuyeckue Hamonuutenu. B kavectBe Tako-
BbIX ANs TabneTok, NOKpbITbIX NakoM TabneTok, Apa-
Xe 1 TBepaoXenaTVHOBBIX Kancyn WCNomnb3ytoT, Ha-
npumep, NakTo3y, KyKypy3Hblii Kpaxman uim ero npo-
M3BOAHblE, TamnbK, CTEapMHOBYIO KUCMOTY WUNN ee Co-
nv 1 1.n. B Ka4yecTBe HanonHuTenen Ans Msarkoxena-
TUHOBbIX Karncyn MpUrogHbl, Hanpumep, pacTuTerb-
Hble Macra, BOCK, XXWUpbl, NONyTBEpAbIe N XUaKkue no-
nvonbl 1 T.N. OgHako B 3aBUCMMOCTW OT TexX WM
WHbIX CBOWCTB aKTMBHOIO BeLLecTBa AN MArkoxena-
TUHOBbLIX Kamncyn BooOLlle MOXeT He notpeboBaTtbes
HVKaKMX HanonHutenen. [ns M3roToBfeHWs pacTeo-
POB ¥ CMPOMNOB B Ka4ecTBe HamoNHUTENen NPUroaHhbl,
Hanpvmep, Boga, MONWorbl, MULEPWH, pacTUTernbHoe
mMacro u T.n. B kavyecTBe HanonHuTenen Ans cynno-
3UTOPUEB MPUrOAHBI, HaNnpuMep, NPUPoaHbIe UK OT-
BEpPXXAEHHble Macna, BOCK, XMWpbl, NOMyxuakve nméo
XWAKMe nonmonbl 1 T.M.

dapmaueBTuyeckMe npenapaTtbl MOryT cogep-
XaTb, KpOMe TOro, Takke KOHCepBaHTbl, BeLLecTBa,
cnocobcTByoLIME PacTBOPMMOCTH, CTabunmsaTtopsl,
YBNaXHsAOLWMe CpPeacTBa, aMynbraTopbl, BeLlecTBa,
ynydliarowme BKyC, KpacuTenu, apomaTtusupyloLive
BELlecTBa, CONW ANs W3MEHEHWs OCMOTUYECKOro
Aaenexuns, 6ydepbl, 060M0YKN M @aHTUOKUCTIUTENN.
OHn MOryT cofepxaTb TaKke Apyrne TepaneBTude-
CKV LieHHble BeLLecTsa.

JlekapcTBeHHble cpeacTBa, coaepXalime coegu-
HeHue chopmynbl | nnu ero papmaueBTUHECKU MpU-
eMrnemylo agauTVBHYIO COflb KMCMOTbl U TepaneBTu-
YeCKM WHEPTHbIN HamnofHUTENb, TaKkke SBMSIOTCS
npeaMeToM HacTosLero M3obpeTeHns, Takke Kak u
cnocob UX W3roTOBMEHUS, OTMMYalOLMNCS TeM, YTO
OOHO UNW HECKOMNbKO coeanHeHun cbopmynbl | n/mnm
dapmaueBTU4ECKN NpUeMnemMble agauTUBHbIE COMK
KMUCINOT BMECTE C OAHWM WIW HECKOMbKUMW Tepanes-
TUYECKN MHEPTHBIMU HanoNHUTENsMM NpeobpasytoT B
raneHoByto dopmy.

CornacHo u1300peTeHnto, CoeauHeHUss obLuen
dopmynbl |, a Takke nMx dapmaueBTUHECKU npuem-
nemble agauTUBHbIE COMU KWUCIOT MOTYT MPUMEHSATb-
CA ANa nevYeHus Unn NpeaynpexaeHnst paccTponcTB
LieHTparbHOW HEPBHOW CUCTEMbI, KaK Aenpeccun, bu-
nonsipHble HapyLleHusl, COCTOsiHWE CTpaxa, HapyLlue-
HWS CHa U pacCTPONCTBA B cekcyarbHou cdepe, ncu-
X03bl, LWIM30DPEHUST, MUTPEHU U Apyrne 6onesHeHHbIe
COCTOSIHUSI, CBSi3aHHble C rofloBHbIMU Gonsmu n 60-
naMM  Opyroro Tuna, PacCTPOMCTBA, CBA3aHHbIe C
MNYHBIMU NEPEeXMBAHUAMW UMM HaBSA34YMBBIMU MOes-
MK, coumanbHas obus nm NPUCTYNbl NaHWKK, NCu-
XMYeCckne opraHuyeckne paccTpPOWCTBa, HapyLLEHWUs
MCUXMKN B OETCKOM BO3pacTe, arpeccuBHOCTb, Hapy-
LUEHNs1 NaMSATK, CBA3aHHbIE C BO3PaCTOM, HapyLLeHWs
OTHOLLEHMI C OKpyXalLwmumm, bonesHeHHas cTpacTb,
OXUpEHNe, Oynumusi 1 T.M.; HapyLeHui QyHKUUA
HEPBHOW CUCTEMbI, Bbl3BaHHbIX TpaBMamu, KpOBOWU3-
nVsiHWe B MO3r, HEpPBHO-AereHepaTuBHble 3abonesa-
HUSA 1 T.4.; HApyLUEHUA B CepOeYHO-COCYyaANCTON CuC-
TeMe, Kak BbICOKOE KpOBSIHOE AaBrieHune, Tpomb6o3,
WHCYMbT W T.A.; XXeNnyA04YHO-KULLEYHbIX PacCTPOWCTB,
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KaK ONCHYHKLUMS MOTOPWKM KenyAoYHO-KULLEYHOro
TpakTa, U ANs M3roTOBMEHUS COOTBETCTBYIOLUMX Ne-
KapCTBEHHbIX CpeacTB. [JO3MpOBKY MOXHO Bapbupo-
BaTb B LUMPOKMX Npegenax, ¢ y4eToM, eCTECTBEHHO, B
KaKOOM OTAENbHOM Cryyae WHAMBMAOYamnbHbIX OCO-
6eHHocTen. lMpu opanbHOM BBegeHWM J03y HasHa-
yatoT B npegenax ot 0,01 mr (Ha ogHy Ao3y) Ao
500 mr (cyTouyHasi gosa) coeamHeHus obuen hopmy-
nbl | MM cooTBETCTBYIOLLErO Konuyectsa ero dap-
MaLeBTUYeCKM NPUEMMEeMON adaWTUBHOW COMKU Ku-
CMOTbI, NPUYEM BEPXHAS rpaHMLa, eCcrnn 3TO OKaXeT-
€S LenecoobpasHbIM, Takke MOXET NPeBbILLATHCS.

Hwxe HacTosilee n3o6peTeHne nosicHsieTcst 6o-
nee nNogpo6HO Ha Npumepax, KoTopble HMKOMM obpa-
30M He orpaHunumBaloT ero oovem. Bce Temnepatypbl
ykasaHbl B rpagycax Lienbcus.

Mpumep 1

a) Pacteop 18,9 r (108 mmonen) 3,3,6-TpumeTtun-
1-uHgaHoHa, 22,4 mn (0,26 mons) 3-6yteH-2-ona u
300 mr n-tonyoncynbgokucrnotel B 200 mn 2,2-
AVMETOKCUMponaHa B TeveHne 64 4 kunsaTuim ¢ o6-
paTHbIM XONOAWIbHMKOM B BOJOOTAENUTenNe, 3anos-
HEHHOM MonekynsipHeiM cutom (0,4 HM, rpaHynbl
2 mm). 3atem peaKLUMOHHYI0 CMEChb KOHLIEHTpUpoBanm
B BakyymMe W ouyuLianyM MnocpeacTBOM KOMOHOYHOM
XpomaTorpadmm Ha cunukarene (rekcaH/atunauerart
6:1). Hapsgy ¢ 4,5 r agykta nonyyanun 12,7 r (51%)
(RS)-2-(2-6yTeH-1-nn)-3,3,6-TpmeTun-1-nHgaHoHa B
BMAE XXeNnToro macna.

6) Yepes oxnaxaeHHbin go -70° pacteop 12,7 r
(55,6 mmonewn) (RS)-2-(2-6yteH-1-un)-3,3,6-Tpume-
Tun-1-nHgaHoHa B 200 mn 6e3BoagHOro guxrnopmMera-
Ha 1 40 mn 6e3BoAHOrO MeTaHona npy nepemeLuvBa-
HUM B TevyeHne 60 MMH mponyckanu MOTOK O30Ha
(2,5 r o3oHa/uac). 3atem B pacTBop B TeyeHne 5 MuH
nponyckanu kucnopog u B TedeHne 10 MWUH aproH.
Mocne pob6aeku 6,12 mn (83,4 mMMonst) aumeTwn-
cynbduga nepemelunsany B Te4eHne 15 4 npu kom-
HaTHoOM Temnepatype. PeakunoHHylo cmecb ynapu-
Banu B Bakyyme, octaTok obpabartbiBanu 150 mn gu-
XropmeTtaHa 1 nocne gobasku 25 mn Bogbl U 25 mn
TPUTOPYKCYCHOWM KUCMOTbI MepemelLnBany B Teye-
H1e 2,5 4 npu KOMHaTHOM TemnepaTtype. 3atem
cMechb BbinuBanu B 150 mn BoAbl U Npu nepemeLun-
BaHWM HeWTpanusoBanu pJobaBkamMn C MNOMOLLBIO
wnaTens rugpokapboHaTa HaTpus. lNocne aToro go-
G6asnanu ewe 100 mn Boppl, pasgensnu casbl K
BOOHYl0 hasy ABaxAbl 9KCTparmposanu Auxriopme-
TaHOM cooTBeTCTBEeHHO nopumsiMm no 150 mn. Co-
edVHeHHble opraHunyeckve asbl CyLuMnu Hag Cyfb-
haToM MarHusi n KOHLEeHTpMpoBanu B Bakyyme. B pe-
synbTate nonyyvamm 11,3 r (94%) (RS)-2-(2-okco-
atun)-3,3,6-TpumeTun-1-nHgaHoHa B Buae Mmacna,
crerka oKpaLleHHOro B >XeNThbIN LBET.

B) PactBop 2,16 r (10 wmmonen) (RS)-2-(2-
okcoaTun)-3,3,6-TpumeTnn-1-nigaHoHa n 80 mr n-
Tonyoncynedokucnotel B 90 mn 6e3BogHoro Tonyona
Harpesanu B Bogootaenutene. B kunawmin pacteop B
TeyeHne 5 MWH no kannam gobasnsanu pacteop 3,0 ©
(40 mmonen) (R)-1-amuHo-2-nponaHona B 20 mn 6es-
BOOHOro Tonyona. 3aTeM KUMATUNW elle B TeyeHune
45 MuH, npnyem 006beM pacTBOpUTENs cokpalianu
80 20 mn. OCTbIBLUYIO peaKkuMOHHY0 CMeCb ovumLLanu
NMOCpPeACcTBOM KOMOHOYHOWM XpomaTorpadpum Ha cunu-
karene (aTunauertat/rekcaH 1:2). B pesynbTaTe nony-
yamm 1,5 r (59%) (R)-1-(4,4,7-tpumetnn-1,4-gurna-

pouHaeHo[1,2-5b]nuppon-1-un)-nponanH-2-ona B BUAE
KOPWMYHEBOrO Macna.

r) B oxnaxgeHwbin go O pactBop 1,5 1
(5,87 mmonen) (R)-1-(4,4,7-Tpumetun-1,4-gurugpo-
nHaeHo[1,2-blnnppon-1-un)-nponax-2-ona n 3,27 mn
(23,5 mmons) TpuatunamuHa B 50 mn guxnopmeTtaHa
npuv nepemeLlunBaHmu no kannsm godaensnu 0,91 mn
(11,7 mmonew) meTaHcynboHUNXIop1aa 1 Npoaon-
Xanu nepemelunsaTb elle B TedeHue 1,5 4 npun aton
TemnepaTtype. 3atem peakuMOHHyl0 cMmecCb pa3bas-
nann 150 mn guxnopmeTtaHa, NpoMbiBany ABaxAbl
HacbILWEeHHbIM pacTBOpPOM rnapokapboHaTa HaTpus
nopumsamMum no 70 Mn 1 coegnHeHHble BoaHble dhasbl
oOvMH pa3 aKcTparmposanu ¢ nomowpto 70 mn gu-
xrnopmeTtaHa. CoeanHeHHble opraHuyeckne dasbl
npombiBany 70 Mn HacbILLEHHOro pacTeopa xnopvaa
HaTpus, CylInnu Hag cynbdaTtom marHus 1 ynapvsa-
nn B Bakyyme. [lonyyeHHoe TBepaoe BeLecTBO 3e-
neHoro uBeTa pacteopsinu B 50 mn 6e3BogHoOro Au-
mMeTundopmamuaa, obpabaTbiBanu 0,76 r
(11,7 mmonen) asvaga HaTpys U peakLMOHHY CMECH
HarpeBanu npu nepemeLuMBaHun B TeueHne 15 4 go
60°C. Tllocne oxnaxgeHuss pacTBOp BbINMBanNu B
100 mn BOAbI U ABaXAbl 3KCTparnposanu ¢ NOMOLLbIO
aTunaueTtaTta cooTBETCTBEHHO nopuuammu no 100 mn.
CoeaunHeHHble opraHudeckume hasbl NpombiBany Mo
oaHomy pasy cootBeTcTBeHHO 100 mn Bogbl 1 100 mn
HacCbILEHHOro pacTBopa Xflopuga HaTpus, CyLIumm
Hag cynbdaTtoM MarHusi U pacTBOp KOHLIEHTpMpoBa-
nn B Bakyyme. [ony4yeHHOe Macrno KOpUYHEBOro LBe-
Ta oyuMLLanu NocpeacTBOM KOMIOHOYHOW XpomaTtorpa-
dumn Ha cunukarene (rekcaH/atunauetar 4:1). B pe-
synbTate nonydanu 1,13 r (68%) (S)-1-(2-asngonpo-
nun)-4,4,7-tpumeTnn-1,4-gurnaponHaeHo[1,2-bjnup-
porna B Buae kpacHOBaTOro macna.

a) 1,1 1 (3,92 mmons) (S)-1-(2-a3vpgonponun)-
4.4, 7-tpumeTtnn-1,4-gurngponHaeHo[1,2-blnuppona,
pactBopeHHoro B 50 mn 6e3BogHoro ataHona, rva-
pvposanu B npucytctBun 110 Mr okMcKM NnaTuHbl B
TeyeHue 4 4. 3aTem OTHUNBLTPOBLIBANU OT KaTanusa-
Topa, NPOMbIBaNM 3TaHOMOM W PacTBOP OTIOHSAMM B
Bakyyme. [lonyyeHHoe 6GecLBeTHOe Macrno pacTBO-
psim B 80 mn 6e3sogHoro Auatunosoro adwupa,
dunbTpoBanu 1 nNpu nepemMelunBaHnmM obpabaTtbiBa-
nn pacteopom 455 mr (3,92 mmonsa) dymapoBon Ku-
crnoTel B 15 mn meTtaHona. 3atem nepemelLnBanv B
TeuyeHne 24 4 nNpu KOMHATHOW TemnepaType, nocne
Yyero oTduNbTPOBbIBANM Oenble kpucTannbl. B pe-
synbTtate nonyvanu 805 mr (77%) dpymaparta (S)-2-
(4,4,7-TpumeTun-1,4-gurngpoviHaeHo[1,2-blnuppon-1-
un)-1-metunatunamuna (1:1) ¢ T.nn. 196°.

Mpumep 2

a) PactBop 12,1 r (63,7 mmonsa) 6-meTokcu-3,3-
anveTtun-1-mnaaHoHa, 11,1 mn (0,13 monga) 3-0yTen-
2-ona n 110 mr n-tonyoncynsdokucnotel B 110 mn
2,2-AMmeToKcunponaHa KUnaTunmM B TeveHne 67 4 ¢
o6paTHbIM XOnoAurnbHUKOM B BOAooTAenuTene, 3a-
MONHEHHOM MoneKkynspHbIM cutom (0,4 HM, rpaHynbl
2 mm). 3aTeM peakUMOHHYI0 CMECb KOHLEHTpUpoBanu
B BakyyMe W ouuwanM nocpegctBOM KONOHOYHOW
XpomaTorpadummn Ha cunukarene (rekcaH/guatTmnoBbIv
acmp 4:1). Hapsagy c 4,64 r sagykra nonyyanu 5,86 r
(38%)  (RS)-2-(2-6yTeH-1-un)-6-metokcu-3,3-aume-
TUn-1-uHgaHoHa B BUAe XenToro macrna.

6) Yepes oxnaxaeHHb go -70°C pactsop 5,86 r
(24 wmmonsa) (RS)-2-(2-6yTeH-1-un)-6-meToken-3,3-
anveTtnn-1-miaaHoHa B 100 mn 6e3BogHoOro gmxmop-
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meTaHa n 20 mn 6e3BogHOro mMeTaHomna nmpu nepe-
MeluMBaHWM npornyckanu B TeyeHne 40 MWUH MOTOK
030Ha (3 r o3oHa/yac). 3aTteM B pacTBOp B TeveHue
5 MuH nponyckanu kucnopod u B TedeHne 10 MuH ap-
roH. Nocne gobasku 2,64 mn (36 MMonen) gumeTun-
cynbduga nepemelumMBanu B TedeHvne 4 4 npu Kom-
HaTHOM Temnepatype. PeakuumoHHyl0o cmecb ynapu-
Banu B Bakyyme, octaTok obpabatbiBanu 60 mn gu-
xrnopmeTaHa 1 nocne gobaeku 10 mn Bogbl 1 10 mn
TPUATOPYKCYCHOW KUCMOTbI NepemMelunBani B Teye-
HMe 2 4 nNpu KOMHaTHOW TemnepaType. 3aTeM cMecCb
BbiuBanu B 100 mn BoAdbl M Npu nNepemeLlunBaHum
HemTpanu3oBann gobaBkamn C MOMOLLBIO LUNATeEnNs
rmgpokapboHata HaTpusi. Nocne aTtoro goGasnsnm
ewe 50 mn BoAbl, dasbl pasgensany u BogHy dasy
ABaX[bl 3KCTparMpoBanu ¢ NOMOLLBI0 ANXITopMeTaHa
cooTBeTCcTBEHHO nopuusimm no 150 mn. CoenuHeH-
Hble opraHudeckne pasbl Cylmnu Hag cynbdaTtom
MarHus 1 KOHLEeHTpupoBanu B Bakyyme. B pesynbTa-
Te nonyvann 4,94 r (89%) (RS)-2-(2-okcoatun)-6-
MeTokcu-3,3-gumeTun-1-nHgaHoHa B Buae Macna
KenToBaToro ugeTa.

B) Pacteop 4,94 r (21,3 mmons) (RS)-2-(2-okco-
aTun)-6-metokcn-3,3-aumeTun-1-nHgaHoHa n 220 mr
n-tonyoncynsgokmcnoTel B 200 mn 6e3BogHOro To-
nyona HarpeBanu B BogooTAdenuTene. B kunawmin
pactBop B TeyeHve 5 MWH Mo kannsM gobasnsanm
pactBop 6,39 r (85,2 wmmonen) (R)-1-amuHo-2-
nponaxHona B 40 mn 6e3BoaHoro Tonyona. 3atem Ku-
nNaTUAKM ewe B TedeHne 45 MuH, npuyem obbem pac-
TBOpUTENS cokpawanu Ao 40 mn. OcTbiBLYO peak-
LIMOHHYIO CMECb OYMLLanu NocpeacTBOM KOFIOHOYHON
XpomaTtorpadmm  Ha  cunukarene  (QUSTUNOBLIN
admp/rekcaH 7:3). B pesynbTate nonyyamm 3,42 r
(60%) (R)-1-(7-meTokcu-4,4-gumetun-1,4-AurnaponH-
aeHo[1,2-blnmuppon-1-un)-nponaH-2-ona B BuAe KO-
pYYHEBOro Macna.

r) B oxnaxgeHHein go 0° pactBop 3,42 r
(12,7 mmonen)  (R)-1-(7-metokcu-4,4-aumetunn-1,4-
avrnppovHaeHo[1,2-blnmppon-1-nn)-nponan-2-ona u
7,3 mn (50,8 mmonewn) TpuatunamuHa B 70 mMn gu-
XropMeTaHa npu nepemelunsBaHnm 4obasnsnm no ka-
nnam 2,0 mn (25,4 mmornen) mMeTaHCyNbgOHWNXI10-
puga v nepemelumBany ewe B TedeHnne 1,5 4 npu
3TOV TemnepaType. 3aTeM peakuMOHHY0 CMeCb pas-
6asnanu 170 mn guxnopMertaHa, ABaXabl NPOMbIBa-
N HacbIWEeHHbIM pacTBOPOM rmgpokapboHaTa Ha-
TPWUSi COOTBETCTBEHHO nopumsamMu no 90 mn n coegu-
HeHHble BOAHble hasbl OOMH pa3 IKCTparMpoBanu ¢
nomowpto 70 mn guxnopmetaHa. CoeguHeHHble op-
raHnyeckvne asbl npombiBany 90 MN HaCbILLEHHOro
pacTBopa xropuga HaTpus, CyLUMNN Hag cynbdaTtom
MarHus u ynapueanu B Bakyyme. [NonyyeHHoe 3ene-
Hoe macno pacteopsinu B 70 mn 6e3BogHOro Amme-
Tundopmamuga, obpabateiBanm 1,35 r (20,4 mmo-
new) asuga HaTpUsi 1 HarpeBanu peakLMoHHY0 CMeCb
npu nepemelwmeaHum B TedeHne 20 4 go 60°. MNocne
oxnaxaeHus pactsop Bbinueanu B 100 mn BoAbl n
TPWXAbl SKCTParMpoBasnM COOTBETCTBEHHO MOPLUAMU
no 100 mn atunauetata. CoeguHEHHbIE OpraHuye-
ckve ¢asbl MpoMbIBanM No ogHOMY pa3y COOTBETCT-
BeHHO 100 mn Boabl 1 100 MN HaCbILWLEHHOro pacTBo-
pa xropvaa HaTpusi, Nocne Yero CyLUMnu Hag Cynb-
aToM MarHusi U KOHLEHTpUpoBanu pacTteBop B Ba-
Kyyme. lNonyyeHHoe Macno KOpUYHEBOro LiBETa O4u-
Lan” NnocpeacTBOM KOMOHOYHON Xpomartorpadmmn Ha
cunukarene (rekcaH/atunauetat 4:1). B pesynbtate

nonydann 1,89 r (50%) (S)-1-(2-a3ngonponun)-7-
MeTokcu-4,4-aumeTnn-1,4-aurngponHaeHo[1,2-bnup-
pora B BUAe Xentoro macna.

a) 1,89 r (6,38 mmonen) (S)-1-(2-a3mgonponun)-
7-meTtokeun-4,4-aumetun-1,4-gurnapovHaeHol1,2-bl-
nuppona, pacteopeHHoro B 100 mn 6e3BogHoro aTa-
Homna, rmgpupoBany C MOMOLUBIO OKUCK MAaTWHbI B
TeyeHve 2 4. 3aTem OTHUMLTPOBBLIBANW OT KaTanusa-
Topa, NPOMbIBaNy 3TaHONOM W1 pacTBOpUTENb yaans-
1 B BaKyyme.

MonyyeHHoe GecuBeTHOe Macno pacTBOpsSM B
100 mn 6e3BogHOr0 AUATMNOBOrO achmpa, bUnbTPo-
Banu v npv nepemMeLueaHum obpabaTeiBany pacteo-
pom 740 wmr (6,38 Mmonel) cdbymapoBOW KUCNOTbI B
15 Mn meTaHona. B TeueHve 15 4 nepemewmBanu
npu KOMHaTHOW TemnepaType M 3aTtem OoTduNbTPo-
BbiBanu Genble kpucTanmnbl. B pesynbTate nonyyanu
1,46 r (60%) dpymapaTa (S)-2-(7-meToKCU-4,4-gMe-
T"n-1,4-guruapovHaeHo[1,2-bjnuppon-1-un-1-metun-
atunamuHa (1:1) ¢ T.nn. 181°.

Mpumep 3

a) Pacteop 9,3 r (57,3 mmonelt) 6-meTokcmn-1-
uwHgaHoHa, 11,8 mn (0,14 mons) 3-6yteH-2-ona u
100 mr n-tonyoncynbdokucnotel B 100 mn 2,2-gun-
MeTOKCUNponaHa B TeyeHve 64 4 kunaTuim c o6-
paTHbIM XONoAWIbHUKOM B BOAoOTAenuTene, 3anon-
HEeHHOM MorneKynsipHeiM cuTom (0,4 HM, rpaHynbl
2 mm). 3aTeM peakLUMOHHYI0 CMECb KOHLLEHTPMpOBanm
B BakyymMe W ouuwanyM nocpegcTBOM KONOHOYHOW
XpomaTorpadumn Ha cunukarene (rekcaH/guaTtunoBbIv
acmp 4:1). B pesynbtaTe nonyyanu 9,2 r (74%) (RS)-
2-(2-6yTeH-1-un)-6-meToKcu-1-MHaaHoOHa B BMAE Xer-
TOro macna.

6) Yepes oxnaxaeHHbi go -70°C pacteop 15,2 r
(70,3 mmonewn) (RS)-2-(2-6yTeH-1-un)-6-meToken-1-
uwHaaHoHa B 250 mn 6e3BogHOro guxrnopmeraHa u
50 mn 6e3BogHOro MeTaHona npu nepemeLuMBaHUn
nponyckanu B TedeHne 80 MWH NOTOK 030Ha (3 r 030-
Ha/uac). 3atem B pacTBOp MNpomnyckanu B TeveHue
5 MuH kucnopop 1 B TedeHne 10 muH aproH. MNocne
pobaskn 7,75 mn (105 mmonent) aumetuncyneduaa
nepeMeluMBany B Ted4eHne 15 4 npm KOMHaTHON TeEM-
nepatype. 3aTteM peakuMOHHY0 CMeCb ynapusanu B
BaKyyme, octaTok obpabaTbiBanv 250 Mn amxmnopme-
TaHa u nocne gobasku 25 mn BoApl U 25 Mn TpudTo-
PYKCYCHON KUCMNOTbl MepemelunBany B TeyeHne 3 4
npu KOMHaTHOW TemnepaTtype. [locne aToro peakuu-
OHHYI0 cMech Bbinmeanu B 150 mn Bogbl 1 nNpu nepe-
MeLLMBaHWN HelTpanusosanu, 4o0aBnss ¢ NOMOLLbIO
wnartens rugpokapboHaT HaTpus. 3atem gobaensinu
ewe 100 mn BoAbl, hasbl pasgenanu u BogHylo dasy
ABaXdbl 9KCTparnposanu AUXIOPMETaHOM COOTBET-
cTBeHHo nopuuamu no 150 mn. CoeanHeHHble opra-
Hu4eckme pasbl CylMnM Hag cynbaTtom MarHus,
KOHLIEHTPMPOBanu B BaKyymMe W NOMyYeHHbIA CblpOn
NPOAYKT KpWUCTannusoBanM W3 OUITUIIOBOTO 3du-
pa/rekcaHa. B pesynbTate nonydamm 12 r (83%)
(RS)-2-(2-0kcoaTun)-6-meToKCK-1-MHOaHOHa B BUAE
XKENToBaTOro TBEPAOro BellecTa ¢ T.nn. 59°.

B) Pacteop 2 r (9,8 mmonen) (RS)-2-(2-okco-
3TUn)-6-meTokcn-1-nHgaHoHa 1 80 Mr nN-Tonyoncysnb-
dokmcnoTel B 70 mn 6€3B0AHOrO Tonyona Harpesanu
B BogooTAenuTene. B kunsawwmin pacteBop B TeyeHune
5MvH no kannam pgobaensanu  pactBop 2,94 r
(39,2 mmonent) (P)-1-amuHo-2-nponaHona B 20 mn
6e3BogHOro Tonyona. 3ateM KuUnNATUNM elle B Tede-
Hue 30 MuH, NnpuyeM o6beM pacTBOpPUTENS COKpaLla-
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v go 20 mn. OcCTbIBLY peakUMOHHYI0 CMeCb O4u-
Lanu nocpeacTBOM KOMOHOYHOWM XpomaTorpadum Ha
cunukarene (atunauetar/tonyon 1:1). B pesynbtate
nonyvanu 1,5 r (63%) (R)-1-(7-metokcu-1,4-gurnapo-
nMHAeHo[1,2-b]nmppon-1-nn)-nponaH-2-ona B BuAe
TBEpAOro BellecTsa ¢ T.nn. 75°.

r) B oxnaxgeHHbn go 0° pactBop 1,5 r
(6,2 mmonen) (R)-1-(7-meTokcu-1,4-ournopoviHoeHo-
[1,2-blnuppon-1-un)-nponaxH-2-ona  u 3,45 wmn
(24,6 mmons) TpuatTunammnHa B 50 Mn guxnopmeTtaHa
npu nepemelumBaHun gobasnsanum no kannam 0,96 mn
(12,3 mmonew) meTaHcynbgoOHUNXNopuaa 1 nepe-
MelumBanu ete B TeyeHne 1,5 4 npu aton Temnepa-
Type. 3aTeM peakuMOHHYI CcMecb pasbaBnsanm
200 mn auatunoBoro adoupa, ABaXAbl NPoMbIBanu
HacbIWEHHbIM PacTBOpPOM rMapokapboHata HaTpus
COOTBETCTBEHHO nopuuamu no 70 Mn 1 CoeanHeHHbIe
BOAHblE hasbl aKcTparmposanu oamH pas 70 mn au-
aTunosoro agumpa. CoegnHeHHble opraHnyeckue da-
3bl NpombIBany 70 M HacbILWEHHOro pacTBoOpa XIo-
pvaa HaTpws, CyWnnmn Hag cynbdaTtoM MarHus v Bbl-
napveanu B Bakyyme. [lonydyeHHOe Macno Kopu4yHe-
BOro uBeTa pacteopsinu B 60 mn 6e3BogHoro gume-
Tuncgpopmamnaa, obpabateisanm 0,77 r (11,8 mMmo-
new) asuga HaTpUsi N peakLMOHHYI0 CMeCb HarpeBanu
npu nepemelumBaHnm B TedeHne 15 4 go 60°. MNocne
oxnaxgeHus pacteop Bbinueanu B 140 mn BoAbl U
ABaXdbl 3KCTParnMposanu € MOMOLUbO AW3TUIIOBOIO
admpa cooTBeTcTBEHHO nopumsamu no 140 mn. Co-
edViHeHHble opraHuyeckue asbl NPOMbIBanNM No oa-
Homy pasdy 100 mn Bogbl u 100 Mn HacbIWEHHOro
pacTBopa Xrnopuaa HaTpus, CyLUMNN Hag cynbdaTom
MarHus U KOHLEHTpMpoBanu pacteop B Bakyyme. [lo-
ny4yeHHOe KOpMYHEBOE Macrio ouuLLany nocpeacTBoM
KOFTOHOYHOWM Xpomartorpadvm Ha cunvkarene (Tony-
on). B pesynbtate nonyyamm 1,0 r (60%) (S)-1-(2-
asugonponun)-7-meTokeu-1,4-gurmaponnaeHol1,2-bl-
nvppona B Buae 6ecLBeTHOro Macna.

a) 11 (3,7 mmons) (S)-1-(2-azmgonponun)-7-meT-
okcu-1,4-gurnapounHaeHo[1,2-blnnppona, pactsopeH-
Horo B 50 mn 6e3BogHoro ataHona, rmgpuposanu c
nomotubto 100 Mr okMcK NNaTuHbl B TeveHne 4 4. 3a-
TeM OTUNLTPOBLIBANN OT KaTanu3aTopa, NpoMbiBa-
N 3TaHOMOM M PacTBOpUTENb yAansnu B Bakyyme.
MonyyeHHoe OecuBeTHOe Macno pacTBOpsnM B
100 mn 6e3BogHOro AmaTunosoro admpa, uUnbTPo-
Banu v npv nepemMeLurBaHum obpabaTeiBanu pacTeo-
pom 240 mr (2,07 mmons) ¢ymMapoBOW KUCIOThbl B
20 mn meTaHona. 3aTteM nepemeLlMBany B TeveHue
18 4 nNpu KOMHaTHOW TemnepaTtype, nocrie 4ero oT-
dunbTpoBbiBany Genble kpuctannel. B pesynbtaTe
nony4anu 870 mr (77%) dpymaparta (S)-2-(7-meToKcu-
1,4-gurngpouvHaeHo[1,2-blnnppon-1-un)-1-metun-
atunamwuHa (1:0,5) ¢ T.nn. 206°C.

Mpumep 4

a) PactBop 20,2 r (0,12 wmonsa) 6-xnop-1-
wHgaHoHa, 25 mn (0,29 mons) 3-OyTeH-2-ona wu
200 Mr n-tonyoncynbgokMcnoTsbl B 25 Mn 2,2-agnumeT-
okcunponaHa 1 200 mn 6e3BogHOro Tonyona KUNATK-
nm B TedeHne 16 4 ¢ obpaTHbIM xonoamnbHUKoM. 3a-
TEeM peakLMOHHYI0 CMeCb KOHLEHTPUpOBanu B Bakyy-
Me M ouuLanu NocpeacTBOM KOMIOHOYHOM XpomaTo-
rpacdbum Ha cunukarene (rekcaH/AMaTUNOBLIN 3P
5:1). B pesynbtate nonyyanun 10,3 r (39%) (RS)-2-(2-
OyTeH-1-un)-6-xnop-1-nHgaHoHa B BMOE KEMTOro
macna.

6) Yepes oxnaxgeHHbln go -70° pacteop 10,3 r
(46,7 wmmonen)  (RS)-2-(2-6yTteH-1-un)-6-xnop-1-
uwHaaHoHa B 200 mn 6e3BogHOro guxropmeraHa u
100 mn 6e3BogHOrO MeTaHomna npu nepeMmeLLIMBaHnm
nponyckanu B TedeHne 45 M1H NoTok o3oHa (3 r 030-
Ha/vac). 3atem B pacTBOp NpoMyckanu B TeveHue
5 MyH kucnopog v B TedeHne 10 MuH aproH. Nocne
pobaskn 5,13 mn (70 mmonen) aumetuncyneduaa
nepeMeLuMBany B Te4eHme 16 4 npu KOMHaTHON TeM-
nepatype. PeakumoHHy0 CMecb ynapvBanu B Bakyy-
Me, ocTaTok obpabaTtbiBanu 60 mn guxnopmeTtaHa u
nocne go6asku 15 mn Bogkbl 1 15 mn TpudTOpYKCYC-
HOM KMCNOTbl NepeMelunBann B TeyeHne 3 4 npu
KOMHaTHOW TemnepaType. 3ateM CMecCb BbiMBanu B
150 mn BoAbl N HeWTpanusoBanu nNpu nepemelLnBa-
HUKM, o6aBnsAs C NOMOLLBIO LNaTens rugpokapboHaTt
HaTpusi. MNMocne aToro go6asnsnu ewe 100 Mn BoAbl,
hasbl pasgensany 1 BogHyto dasy ABaxabl IKCTparu-
poBanu C MOMOLLbIO AUXITOPMETaHa COOTBETCTBEHHO
nopumsamm no 150 mn. CoednHeHHbIe OpraHu4eckme
dasbl cywmnu Hag cynbgaTom MarHusi, KOHLEHTpU-
poBanu B BakKyyMe W MOSlyYEHHbIA CbIpOA NpOOYyKT
Kpuctannusosanu w3 aTunauetatalrekcaHa. B pe-
synbTate nonyyamm 8,29 r (85%) (RS)-2-(2-okco-
3Tun)-6-xnop-1-vHaaHoHa B Bude Oenoro TBepAoro
BellectBa ¢ T.nn. 80°C.

B) PactBop 2,5 r (12,0 mmonen) (RS)-2-(2-
0KCO3TWM)-6-xmop-1-nHgaHoHa 1 100 mr n-Tomnyoncy-
nbdokncnoTel B 120 mn 6e3BogHOro Tonyona Harpe-
Banu B BogooTAenutene. B kunawwmi pacteop B Te-
YeHve 5 MWH Mo kannsm gobasnsnu pacteop 3,6 1
(47,9 mmonewn) (R)-1-amuHo-2-nponaHona B 20 mn
6e3BogHOro Tonyona. 3ateMm KunATUNM ele B Tede-
Hue 30 MuH, npuyem o6bem pacTBOpUTENS COKpaLLa-
nm go 20 mn. OxnaxgeHHYl peakuMOHHYH CMeCb
ouuLLany NocpeacTBOM KONOHOYHOW XpomaTorpadum
Ha cunukarene (sTunauertat/tonyon 1:1). B pesynb-
Tate nonyyarm 2,42 r (81%) (R)-1-(7-xnop-1,4-
aurngpovHaeHo[1,2-blnuppon-1-nn)-nponan-2-ona B
BMOE KOPUYHEBOrO Macna, KOTopoe HemnocpencTBeH-
HO MCNonb30BanM Npu NpoBedeHWU MocneayoLLen
peakuuu.

r) B oxnaxgeHHewn go 0° pactBop 2,42 1
(9,8 mmonen) (R)-1-(7-xnop-1,4-gurngpounHgeHol1,2-
b]-nuppon-1-un)-nponax-2-ona u 5,48 mn (39,1 Mmmo-
new) TpuatunamuHa B 70 Mn guxnopmeTaHa npu ne-
peMewwunBaHuM pfobaensnu no kamnam 1,53 mn
(19,54 mmonein) meTaHcynbdOHUNXIOpUaa n nepe-
MelwmBanu euwe B TedeHne 1,5 4 npu aton Temne-
paType. 3aTteM peaKLUMOHHYyl0 cMmecCb pasbaBnsnu
200 mn gmatunosoro advpa, ABaXAbl MPOMbIBaNU
COOTBETCTBEHHO MnopumsMu no 70 M HacbILLEHHbIM
pacTBOpOM rmgpokapboHaTa HaTpusi U COeaUHEHHblEe
BOAHble a3kl IKCTPaArnpoBanu OAuH pas ¢ NOMOLLbIO
70 mn guatunosoro adwmpa. CoeanHeHHbIe OpraHu-
yeckne asbl NpombiBanu 70 M HaCbILLLEHHOrO pac-
TBOpa X/opuga HaTpus, CylUMnu Hag cynbdaTom
MarHus u ynapveanu B Bakyyme. lNonyyeHHoe kopuy-
HeBoe macrno pacteopsinu B 50 mn 6e3BogHoOro au-
mMeTundgopmamnaa, obpabatbiBanu 1,27 r
(19,54 mmonei) asuga HaTPUS U peakUMOHHYI0 CMeCh
npu nepemelLnBaHUN Harpesanu B TeyeHne 15 4 go
60°. TMocne oxnaxgeHWs pacTBOp BbIMMBaNIM B
100 mn BOAbI M ABaXAbl AKCTpArMpoBarnu ¢ NOMOLLbIO
OV3TUNOBOro 3dmpa COOTBETCTBEHHO MOPLUSMU MO
140 mn 1 oavH pa3 70 mn atunauetarta. CoeanHeH-
Hble opraHuyeckme dasbl MPOMbIBANU MO OQHOMY pa-
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3y 100 mn Boabl 1 100 Mn HackILWEeHHOro pacTeopa
Xropuga HaTpus, CyLMnu Hag cynbdaTomM mMarHuis u
pacTBOp KOHLEHTpMpoBanu B Bakyyme. [MonyyeHHoe
KOPWYHEBOE Macso OYMLLany NocpeacTBOM KOMOHOY-
HOW Xxpomartorpadmm Ha cunukarene (Tonyon). B pe-
synbTate nonyyanm 1,5 r (56%) (S)-1-(2-a3ngo-
nponun)-7-xnop-1,4-gurugpoviHaeHo[1,2-bjnuppona B
BMAe Macna.

a) 1,5 r (5,5 mmonen) (S)-1-(2-asngonponun)-7-
xnop-1,4-gurugpovHaeHo[1,2-bjnuppona, pacTBopeH-
Horo B 50 mn 6e3BogHoro ataHona, rmgpupoBanu c
nomouwlbto 150 Mr okmcu nnatuHbl B TedyeHne 14 u.
3atem OTunbLTPOBLIBANM OT KaTanusaTopa, NPOMbI-
Banu 3TaHOMOM U yAansnu pacTBOpUTeSb B BakyyMe.
MonyyeHHoe 6GecuBeTHoe Macno pacTBOpsnM B
100 mn 6e3BogHoOro AmaTunosoro adwupa, MUNLTPO-
Banu v npu nepemMelurBaHnm obpabaTeiBanu pacTeo-
pom 306 r (2,64 mmonsi) dhymapoBOW KWUCROTbl B
20 mn meTaHona. 3aTeM nepemeLuVBanu B TeveHue
34 Mpu KoMHaTHOM TemnepaType, Mocrne 4ero oT-
dunbTpoBbiBany Genble Kpuctannel. B pesynbtaTe
nonyvanu 1,12 r (67%) cdpymapara (S)-2-(7-xnop-1,4-
avrngpovHaeHo[1,2-blnuppon-1-un)-1-metunammn-
amwuHa (1:0,5) ¢ T.nn. 197°.

Mpumep 5

a) PactBop 2 r (9,2 wmmonen) (RS)-2-(2-
0KCO3TUM)-7-MeToKeu-1-TeTpanoHa n 100 mr n-tony-
oncynbgokucnoTel B 90 mn 6e3BogHOro Tonyona Ha-
rpeBanu B BogooTAenuTene. B kunsawwmn pacteop B
TeyeHne 5 MyH no kannam gobaensnu pacTeBop w3
2,78 r (37 mmonen) (R)-1-ammHo-2-nponaHona B
20 mn 6e3BogHOro Tonyomna. 3aTeM KUNATWMK elle B
TeyeHne 30 MuH, NpuyeM obbem pacTBOpUTENS CO-
Kpawanu go 25 mn. OxnaxgeHHyl peakuMOHHYHo
CMeCb O4umLLany NocpeacTBOM KOFIOHOYHOW XpoMaTo-
rpacdpum Ha cunukarene (atunauetat/tonyon 1:1). B
pesynbTate nonyyamm 2,25 r (94%) (R)-1-(4,5-
anrnppo-8-metokn-1H-6eH3[g]vHaon-1-un)-nponaH-2-
ona B BMAe KOPMYHEBOrO Macna, KoTopoe Henocpea-
CTBEHHO MCMOoNb30Bany B NocreayroLLen peakuum.

6) B oxnaxaeHHbI go 0° pacteop 2,25 r (9 mmo-
nen) (R)-1-(4,5-amrmapo-8-metokcu-1H-6eHs[gnH-
gon-1-un)-nponax-2-un n 5 mn (36 Mmonen) TpMaTun-
amuHa B 60 mn guxrnopmeTaHa npu nepemeLuMBaHim
pobasnanu no kannsm 1,4 mn (18 Mmonen) meTaH-
CcynbOHWUMXIopuaa U nepemelunBani elle B Tedve-
Hve 1,5 4 nNpu aTon Temnepartype. 3ateM peakLMOH-
Hylo cMmecb pasbasnsnu 300 mn guaTtunosoro acupa,
ABaXAbl NPOMbIBANM HACbILEHHBIM PacTBOPOM Ma-
pokapboHaTa HaTpusi COOTBETCTBEHHO MOPUMSAMM NO
100 mMn 1 coeguHeHHble BOAHbIe ha3bl OANH pa3 3KC-
Tparvposanu ¢ nomoLubo 100 Mn AMaTMNOBOro agu-
pa. CoeguHeHHble opraHuyeckue hasbl NpoMbiBanu
100 mn HacbIWeHHOro pactBopa xfnopuaa HaTpus,
Cywmnu Hag cynbdatom MarHus v ynapusanu B Ba-
Kyyme. lNonyyeHHoOe Macno KOpU4YHEBOro LBeTa pac-
TBOpPsinM B 50 mn 6e3BogHoro gumetundopmammaa,
obpabateiBanu 1,17 r (18 mmonei) a3naa HaTpus u
npu nepemeLuMBaHUN pPeakLMOHHYIO CMeCb HarpeBa-
nn B TedeHme 15 4 go 60°. MNMocne oxnaxaeHus pac-
TBOp BbiNMBanu B 140 Mn BoAbl M ABaXAbl 3KCTparu-
poBanu COOTBETCTBEHHO nopuuamu no 140 mn au-
aTunosoro adumpa. CoeguHeHHble opraHuyeckue da-
3bl NpOMbIBANM NO OOHOMY pa3y COOTBETCTBEHHO
100 mn Boabl 1 100 MN HacbILWEHHOro pacTeBopa Xro-
pvga HaTpus, CylMnu Hag CcynbdatoM MarHus u
pacTBOp KOHLUEeHTpupoBanu B Bakyyme. [MonyyeHHoe

KOpWMYHEBOE Macro o4uLiany NocpeacTBOM KONOHOY-
HoW xpomatorpacmu Ha cunukarene (tTonyon). B pe-
synbTate nomyyarm 1,78 r (71%) (S)-1-(2-a3mpo-
nponun)-4,5-gurnapo-8-metokcn-1H-6eH3[gluHaona B
Bmae bGecLBeTHOro macna.

B) 2,78 r (9,8 mmonen) (S)-1-(2-asngonponun)-
4,5-gurngpo-8-metoken-1H-6eHs[gluHaona, pacTtso-
peHHoro B 100 mn 6e3BogHoOro ataHona, ruapupoBa-
nv B npucytcTBum 280 Mr OKMUCU MraTuHbI B TeYeHne
16 4. 3atem oOTcunbTPOBLIBANM OT KaTanusaTopa,
NpoMbIBanM 3TaHONOM W pacTBOpUTENb yAansnu B
Bakyyme. 700 mr (2,7 mmonsa) nony4veHHoro 6ecugert-
Horo macna pacteopsnu B 100 mn 6e3sogHoro au-
3TMNOBOro acdupa, GUNbLTPOBaNM U Npu nepemMeLum-
BaHWM obpabaTbiBanu pactsopoMm 317 mr (2,7 mMmo-
nsa) dymaposoi kncnotbl B 20 Mn mMeTaHona. 3aTem
nepemeLuMBany B Te4eHue 2 Y Npu KOMHaTHOW TeM-
nepatype, nocrne 4ero oTdunbTpoBbIBanM 6Genble
Kpuctannel. B pesynbTtate nonydanu 820 mr (81%)
dymapara (S)-2-(4,5-aurngpo-8-metokeu-1H-6eHs[gl-
nHgonn-1-un)-1-metunatunamuna (1:1) ¢ T.nn. 193°.

Mpumep 6

a) Pacteop 19,7 r (0,13 mons) 6-cpTop-1-uHga-
HoHa, 27,0 mn (0,31 mons) 3-6yteH-2-ona n 200 mr n-
Tonyoncynegokucnotel B 200 mn 2,2-guMeTOKCK-
nponaHa B TeyeHue 67 Y KUnATUAM ¢ obpaTHbIM XO-
NOANMBHUKOM B 3aMOfIHEHHOM MOEKYNSPHBIM CUTOM
(0,4 Hm, rpaHynbl 2 MM) BogooTaenuTene. 3atem pe-
aKLMOHHYIO CMEeCb KOHLIEHTpMPOBanu B Bakyyme U
ouuLany NocpeacTBOM KONOHOYHOW XpomaTorpadum
Ha cunukarene (rekcaH/guaTnnosbin achup 4:1). B pe-
synbTtate nonyyamm 18,9 r (71%) (RS)-2-(2-6yTten-1-
un)-6-cpTop-1-nHgaHoHa B BUAE XeNnToro macna.

6) Yepes oxnaxgeHHbIn o -70° pacteop 18,9 r
(92,5 mmornen) (RS)-2-(2-6yTeH-1-un)-6-dpTop-1-unH-
paHoHa B 300 mn 6e3BogHOro AMXNOpMETaHa WU
60 mn 6e3BogHOro MeTaHona npu nepemeLuMBaHUn
nponyckanu B TedeHne 100 MWH MoToK o3oHa (3 r
030Ha/yac). 3atem B pacTBOp B Te4deHue 5 MWH npo-
nyckanu kucrnopog u B Tedenne 10 muH aproH. MNocne
pobaskn 10,2 mn (140 mmonen) gumetuncynbduaa
nepeMeluMBanm B Ted4eHne 16 4 npu KOMHaTHON TeM-
nepaType. PeakuMoHHyl0 cMecb ynapvBanu B Bakyy-
Me, ocTaTok obpabaTtbiBany 300 Mn guxnopmeTtaHa u
nocne gobasku 43 mn Bogdbl U 43 Mn TpudTOpyKCyC-
HOWM KUCNOTbI NepemMeLLnBani B TedeHme 3 4 npu Kom-
HaTHOW TemnepaTtype. 3aTeM CMeCb BbinuBanM B
200 mn BoAbl U NpY NepemMeLlLnBaHnM HenTpanusosa-
nn, pobaBnssa Ha KOHYMKe LnaTensa rmgpokapboHaT
HaTpusi. MNocne aToro po6asnsnu ewe 100 mn BoAkl,
a3kl pasgensnu 1 BogHyto asy ABaxabl 9KCTparu-
poBanu COOTBETCTBEHHO nopumamu no 200 mn au-
xropmeTtaHa. CoeanHeHHble opraHuyeckme dasbl Cy-
WKW Hag cynbdaToM MarHusl, KOHUEHTpMpoBanu B
BaKyyMe W MoslydeHHbIA CbIpOW MPOAYKT KpucTanmu-
30Basnv U3 AMaTUNoBoro admpal/rekcaHa. B pesynbTa-
Te nonydann 16,5 r (92%) (RS)-2-(2-okcoatun)-6-
dTop-1-MHaaHOHa B Buae TBepAoro 6enoro BellecT-
Ba C T.nn. 62°.

B) PactBop 1,92 r (10 mmonen) (RS)-2-(2-
oKcoaTun)-6-ptop-1-uHgaHoHa m 80 mr n-tonyorncy-
nbdokucnotel B 90 mn 6e3BogHOro Tonyona Harpe-
Banu B BogooTAenuTene. B kunawwmi pacteop B Te-
YeHne 5 MuH no kannsm gobasnsanu pactesop 3,0 1
(40 mmonei) (R)-1-amuHo-2-nponaHona B 20 mn 6es-
BOOHOrO Tonyona. 3atem npogospkany KUnsTutb ele
B TedeHne 30 MWH, Npuyem obbem pacTBopuTENs Co-
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kpawanu go 20 mn. OxnaxaeHHYl peakuMOHHYI0
CMeCb ouumLLany NocpeacTBOM KOFIOHOYHOW XpomaTo-
rpacpum Ha cunuvkarene (atunauetat/tonyon 1:1). B
pesynbTate nonyyanu 1,73 r (75%) (R)-1-(7-dTop-
1,4-gurnppouvHaeHo[1,2-bjnnppon-1-un)-nponaH-2-
ona B BWAE KOpPUYHEBOro macna, kotopoe 6e3 go-
NOMHUTENBHOW OYMCTKM UCMOMb30BanM B Nocreayto-
Len peakuuu.

r) B oxnaxgeHHein go 0° pactBop 1,73 r
(7,5 mmonen) (R)-1-(7-dptop-1,4-aurngponHaeHo(1,2-
b]-nnppon-1-un)-nponax-2-ona n 4,2 mn (29,9 mmo-
nen) TpuatunamuHa B 60 mn guxnopmeTtaHa npu ne-
pemewmnBaHnun pobaensnum no kannam 1,17 mn
(15,0 mmonei) meTaHcynbdoHUNXIopuaa n nepeme-
lwmBanu ewe B TevyeHne 1,5 4 npu 3Ton Temnepary-
pe. 3atem peakuMOHHYl0 cMecb pasbaenanu 150 mn
AnaTUNoBoro achmpa, ABaxgbl MPOMbIBANM COOTBET-
CTBEHHO nopumamu no 60 Mn HacbILEHHOro pacTBo-
pa rmgpokapboHaTa HaTpWs U COeAMHEHHble BOAHbIE
dasbl oauMH pas aKkcTparmposanu ¢ nomoLubo 70 mn
anatnnosoro agmpa. CoeduHeHHble OpraHnyeckune
¢asbl npombiBanu 70 MM HacbIWEHHOro pacTteopa
Xropvaa HaTpus, CyWnnun Hag cynbdaToM MarHus u
ynapusanu B Bakyyme. [ony4yeHHOe mMacno KopuyHe-
BOro useta pacteopsinu B 50 mn 6e3sBogHoro avme-
Tundopmamuaa, obpabateiBanu 973 mr (15 mmonen)
asuga HaTpusi U peakuMOHHYI0 CMeChb Mpu nepeme-
LuMBaHUM HarpeBanu B TedeHue 15 4 po 50°. Mocne
oxnaxgeHus pacteop Bbinueanu B 110 mn Boabl m
ABaXbl 9KCTParnpoBann COOTBETCTBEHHO MOPLMSMU
no 110 mn guatunosoro adpupa n ognH pas 60 mn
atunauetata. CoeguHeHHble opraHuyeckue @asbl
npombIBany No OgHOMY pasy COOTBETCTBEHHO 80 mn
BoAbl 1 80 MN HacbILWeHHOro pacTBopa xropuga Ha-
TpUS, CywunuM Hag cynbaTtom MarHus M pacTBop
KOHLIEHTpMpoBanu B Bakyyme. lNonyyeHHoe Kopu4yHe-
BO€ Macso oYMLiany nocpegcTBOM KONOHOYHOW Xpo-
maTtorpadun Ha cunukarene (Tonyon). B pesynbTtate
nonydann 750 wmr (39%) (S)-1-(2-a3ngonponun)-7-
dpTOp-1,4-gurnapovHaeHo[1,2-bjnmppona B Buage 6ec-
LBETHOro macna.

a) 750 mr (2,9 mmons) (S)-1-(2-a3mgonponun)-7-
¢TOop-1,4-aurngpovnHaeHo[1,2-bjnuppona, pacTBo-
peHHoro B 40 mn 6e3BogHOro ataHona, rmgpuposanm
B MPUCYTCTBUM 75 MI OKMCK MraTuHbl B TeveHne 15 y.
3aTemM OTUNbLTPOBLIBaNM OT KaTanm3aTopa, NpoMbl-
Banu 3TAaHOMOM W pPacTBOPUTENb OTIOHANW B BaKyy-
me. [NonyyeHHoe GecuBeTHOe Macno pacTBOpsSNU B
100 mn 6e3BOAHOrO AMITMNOBOIO 3gmpa, PUNbTPO-
Banu v npv nepemMeLuBaHum obpabaTeiBanu pacTeo-
pom 370 wmr (1,46 mmonsi) dymapoBOW KWCIOTbl B
20 mn aTaHona. 3aTem nepemMelunBany B TedeHne 3 4
npu KOMHaTHOW Temnepatype, nocrne 4yero oTpunbT-
poBbiBanu 6enble kpucTannel. B pesynsTtaTte nonyya-
nm 460 wr (54%) dymapata (S)-2-(7-pTop-1,4-anrna-
pouHgeHo[1,2-bjnuppon-1-un)-metnnatmnammHa
(1:0,5) c T.nn. 194°.

Mpumep 7

a) Pacteop 1,5 r (5,9 mmonen) (S)-2-(4,5-gurna-
po-8-metokcu-1H-6eH3[g]uHgon-1-un)-1-meTunatmn-
amuHa, 0,74 r (7,3 mmonen) TpuatunammHa n 1,04 r
(7,3 mmonen) atunosoro adwmpa TPUPTOPYKCYCHON
kucnotbl B 100 mn 6e3BogHOro MetaHomna nepeme-
LmBanu B TedeHue 27 4 npu KOMHaTHOW TemnepaTy-
pe. [Mocne OTroHKN pacTBOPUTENS B BaKyyme OCTaToK
pactBopsnu B 100 mn 6e3BoaHOro AnokcaHa, nobas-
nsnm 1,56 r (6,9 mmonent) 0B v KMNATANK B TeYEHME
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1,5 4 ¢ obpaTHbIM XONoAWMbHUKOM. 3aTeM peakuu-
OHHYI0O CMeCb KOHLeHTpMpoBanu B Bakyyme, n ocTa-
TOK oyuLanu nocpegcTBOM KOMOHOYHOW XpomaTo-
rpacbum Ha cunukarene (guxnopmMeTtaH/aueToH 4:1). B
pesynbTtate nonydamm 1,2 r (59%) (S)-N-[2-(8-meT-
okcun-1H-6eH3[g]uHgon-1-un)-1-meTunatun]-TpudpTop-
aueTamuga B BuAe TBEPAOro CBETO-KOPUYHEBOIO
BellecTBa, kotopoe 6e3 ganbHenwen nepekpucran-
nM3auum ucnonb3oBany B NoCneayoLwWwen peakumn.

6) Cmecb 13 1,2 r (3,4 mmons) (S)-N-[2-(8-meTok-
cn-1H-6eH3[g]uHaon-1-un)-1-metunatun]-TpudpTop-
auetamuga, 1,2 r (21 MMonb) rMOPOOKMCK Kanus B
3 mn BoAdbl M 50 M MeTaHomna KMNATUNKW B TeYeHue
34 c obpaTHbIM XONoOAWMBHUKOM. 3aTeM peakLMOoH-
Hyto cmecb Bblnuanu B 100 mn 1H HaTpoBoro Lweno-
Ka, OBaxdbl 3KCTparMpoBanyn COOTBETCTBEHHO MOp-
unsamm no 100 mn anatunosoro admpa v oavH pa3
100 mn aTunaueTtaTa, COeAMHEHHble OpraHuveckue
dasbl oavH pa3 npombiBanu 150 mMn HacbIWEHHOro
pacTBopa Xxfiopuaa HaTpus U Cyluunu Hag cynbda-
TOM marHusl. Nocne KOHUeHTpauun B Bakyyme ocTa-
Tok pacteopsinu B 100 mn 6e3BogHOro AN3TUNOBOIO
admpa, dunbLTPoBanu 1 Npu nepemeLllnBaHnm obpa-
6aTtbiBann pactesopom 398 mr (3,4 mmons) dymapo-
BoW kucnoTel B 30 Mn meTaHona. 3ateM nepemeLum-
Banu B TeyeHue 16 Y npu KOMHATHOW TemnepaType,
nocre 4ero oTunbTpoBeIBanu benble kpucTanmnsl. B
pesynbTaTe nonyyanu 780 mr (73%) dymapata (S)-2-
(8-metokcn-1H-6eH3[gluHaon-1-un)-1-meTnnatun-
amuHa (1:0,5) c T.nn. 208°.

Mpumep 8

a) PactBop 9,1 r (48,3 mmonsa) 6-atun-3,3-
anveTtun-1-mHaaHoHa, 9,98 mn (0,12 mongsa) 3-0yTen-
2-ona n 250 mr n-tonyoncynbdokmcroTel B 100 mn
2,2-AMmeTokcunponaHa B TeveHne 88 4 kunatunu c
obpaTHbIM XONOAUILHWMKOM B BOAOOTAenuTene, 3a-
MONTHEHHOM MorneKkynspHbIM cutom (0,4 HM, rpaHynbl
2 mm). 3aTeM peakUMOHHYI0 CMECb KOHLEHTpUpoBanu
B BakyymMe W ouuwwanyM nocpegcTBOM KONOHOYHOW
XpomaTorpadummn Ha cunukarene (rekcaH/guatunoBbIv
admp 6:1). B pesynbTate Hapsagy ¢ 2,0 r agykTa no-
nyqanm 8,2 r (70%) (RS)-2-(2-6yTeH-1-nn)-6-aTmn-
3,3-aMmMeTun-1-nHgaHoHa B BUAE XXENTOro macna.

6) Yepes oxnaxaeHHwin no -70° pacteop 8,2 r
(33,8 wmmonen) (RS)-2-(2-6yTteH-1-un)-6-atmn-3,3-
anveTtun-1-mniaaHoHa B 120 mn 6e3BogHOro amxmop-
metaHa n 30 mn 6e3BogHoOro meTaHona npu nepe-
MeLuMBaHWM nponyckanu B TeyeHne 40 MWH MOTOK
030Ha (3 r o3oHa/yac). 3aTem pacTBop MpoayBanu B
TeyeHne 5 MVH kucnopodom u B TedeHne 10 MuH ap-
roHom. lMocne pobaekn 3,72 mn (50,7 mmonewn) au-
MeTuncynbuaa nepemelumsanu B TedeHve 16 4 npum
KOMHaTHOW TemnepaTtype. PeakunoHHyto cmechb yna-
pvBanu B BaKkyyme, octaTok obpabatbiBanv 100 mn
avxnopmetaHa u nocne gobasku 15 mn Bogbl M
15 Mn TPMETOPYKCYCHOM KMUCIOTLI Nepemeluvsany B
TeyeHVe 2 Y Mpu KOMHaTHOW Temnepatype. 3aTem
cMech Bbinmeanu B 100 Mn BoAbl U Npu nepemeLun-
BaHWW HenTpanu3oBanu, obaBnsas Ha KOHYMKe Lina-
Tens rugpokapboHaTt HaTpus. lNocne atoro gobaens-
nn ewe 50 mn BoAbl, hasbl pasgensanu U BOAHYHO
a3y ABaxabl IKCTPArMpoBanm COOTBETCTBEHHO MOp-
unsimm no 100 mn gnxnopmeTtaHa. CoequHEHHbIE Op-
raHnyeckve dasbl CyLUMnM Hag cynbdaTtom MarHus u
KOHLIeHTpMpoBanu B Bakyyme. B pesynbtaTe nonyda-
nm 7,55 1 (97%) (RS)-2-(2-okcoatun)-6-atmn-3,3-4un-
MeTun-1-nHgaHoHa B BUAE XXeNnToBaToro Macna.
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B) PactBop 2,3 r (10 mmonen) (RS)-2-(2-okco-
aTun)-6-atun-3,3-gumeTnn-1-uHgaHoHa n 80 mr n-to-
nyoncynegokucnoTtel B 90 mn 6e3BogHoro tonyona
HarpeBanu B Bogootgenutene. B kunswmn pacteop B
TeyeHve 5 MWH no kannsam gobasnsanu pacteop 3,0 r
(40 mmonew) (R)-1-amuHo-2-nponaHona B 40 mn 6es-
BOAHOro Tornyorna. 3aTemM Npodorikanu Kunsatutb eLue
B TeyeHne 45 MuH, npuyem obbem pacTBopuTens
cHuxkancs go 20 mn. OxnaxgeHHylo peakuUOHHYHo
CMeCb ouumLLany NocpeacTBOM KOFIOHOYHOW XpoMaTo-
rpacpum Ha cunukarene (AUITUNOBBLIN 3dmp/rekcaH
3:2). B pesynbTate nonyvanu 2,45 r (91%) (R)-1-(7-
atun-4,4-gumetun-1,4-gurngpovHaeHo[1,2-bjnuppon-
1-nn)-nponaH-2-ona B BMAeE KpacHoro macna.

r) B oxnaxgeHHbi go 0° pactBop 24 1
(8,91 mmonen) (R)-1-(7-atun-4,4-gumeTnn-1,4-gurna-
pouHaeHo[1,2-b]nuppon-1-un)-nponaH-2-ona 7
4,97 mn (35,6 mmonen) TpuatunammHa B 50 mn agu-
XropMeTaHa npu nepemelunBaHnm obasnsnm no Ka-
nnam 1,39 mn (17,9 Mmonei) MeTaHcynbgOHMITXITO-
pvaa 1 npoorKanu nepemellMBaTh elle B TeveHue
1,5 4 npu aton Temnepatype. 3atem peakuMOHHYIO
cmecb pasbaensanu 100 mn guxnopmeTtaHa, NpoMmbl-
Banu ABaxAdbl COOTBETCTBEHHO nopuusamu no 70 mn
HacbILWEHHOro pacTBopa rugpokapboHaTa HaTpusa U
COoefMHeHHble BOoAHble (hasbl IKCTparmposanu OAvH
pa3 ¢ nomowpio 70 mn guxnopmertaHa. CoeguHeH-
Hble opraHuyeckne dasbl npomMbiBany 90 Mn Hacbl-
LLleHHOro pacTBopa Xfopuaa HaTpus, Cyvnu Hag
cynbdaTtoM marHus 1 ynapusanu B Bakyyme. lony-
YeHHOe 3ereHoe macno pacteopsnu B 50 mn 6es-
BOAHOro aumetundopmammnga, obpabatbiBanm 1,16 r
(17,8 mmonew) asmaga HaTpUs 1 PeakUMOHHYH CMECh
npu nepemelunBaHMN HarpeBanu B TeveHne 17 4 go
60°. MNocne oxnaxgeHus pacTeop Bbinusanv B 70 mn
BOObl M TPWXKAbl JKCTparMpoBanu COOTBETCTBEHHO
nopuusmm no 100 mn atunauetata. CoegnHeHHble
opraHudyeckue asbl NPOMbIBANU MO OZHOMY pasy
cooTtBeTcTBeHHO 70 mn BoAbl 1 70 MN HaCbILWEHHOroO
pacTBopa Xrnopuaa HaTpus, CyLUMNW Hag cynbdaTom
MarHus 1 pacTBop KOHLEeHTpupoBanu B Bakyyme. [lo-
ny4yeHHOe KOpUYHEBOE Macrio ouuLLany nocpeacTBoM
KONTOHOYHOWM XpomaTorpacpum Ha cunukarene (rek-
caH/anaTunoBein agup 4:1). B pesynbTate nonyyanm
1,44 1t (55%) (S)-1-(2-asngonponun)-7-atun-4,4-aun-
MeTtun-1,4-gurugpouHgeHo[1,2-bjnuppona B BUAe
Macna KpacHoro Lera.

a) 1,44 r (4,89 mmons) (S)-1-(2-asmgonponun)-7-
atun-4,4-gumetun-1,4-gurngpovHaeHo[1,2-bjnuppo-
na, pactBopeHHoro B 50 mn 6e3BogHoro ataHona,
rmgpuposanu B npucytcteumn 140 Mr okucu nnaTuHbl
B TedeHve 1,5 4. 3aTem oTduUNbTPOBLIBANM OT KaTa-
nu3artopa, NpombiBany 3TaHOMIOM W PacTBOP OTFOHS-
nm B Bakyyme. Nony4yeHHoe GecLBeTHOe Macno pac-
TBOpsinu B 120 mn 6e3BogHOro AnMaTunosoro admpa,
dunbTpoBanu 1 obpabaTbiBann nNpu nepemMeluvBa-
HUM pactBopom 568 mr (4,89 mmonsi) hymapoBoli ku-
cnotel B 15 mn meTtaHona. 3atem nepemeluvBany B
TedyeHne 15 4 Npu KOMHaATHOW Temnepartype, nocne
Yyero oTdunbTpoBbIBaNM OGenble kpucTannbl. B pe-
synbTate nonyyamm 1,04 r (55%) cdymapara (S)-2-(7-
atun-4,4-gumetun-1,4-gurngpovHaeHo[1,2-bjnuppon-
1-un)-1-metunatunamuna (1:1) ¢ T.nn. 178°.

Mpumep 9

a) PactBop 10,0 r (56,1 mmonewn) 6-dpTop-3,3-
anmetun-1-uHgaHoHa, 11,1 mn (0,13 monsa) 3-OyTen-
2-ona un 200 mr n-tonyorncynbgokucnoTel B 200 mn
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2,2-gumeTokcunponaHa B TedeHne 96 4 Kunatunm c
obpaTHbIM XONOAMIBHWMKOM B BOAOOTAenuTene, 3a-
MONHEHHOM MonApHbIM cutoMm (0,4 HM, rpaHynbl
2 mm). 3aTeM peaKUMOHHYI0 CMeCb KOHLIEHTPMpOBanm
B BakyymMe W ouuwanyM nocpegcTBOM KOMOHOYHOWM
XpomaTorpadmu Ha cunukarene (rekcaH/atunauerar
8:1). B pesynbTate Hapsaay ¢ 11,9 r agykTa nonyyanu
3,38 r (26%) (RS)-2-(2-6yTeH-1-un)-6-dpTOp-3,3-au-
mMeTun-1-nHgaHoHa B BUAE XenToro macna.

6) Yepes oxnaxgeHHbIn go -70° pacteop 3,38 r
(14,6 wmmonen) (RS)-2-(2-6yTteH-1-un)-6-¢Top-3,3-
anveTtun-1-mHaaHoHa B 75 mn 6e3BogHOro Amxop-
meTaHa n 15 mn 6e3BogHoro meTaHona npu nepe-
MeLumMBaHWM nponyckanu B TeyeHne 30 MWH MOTOK
030Ha (1,5 r o3oHa/vac). 3aTtem pacTBop NpoayBanu B
TeyeHne 5 MVH kucnopodom u B TedeHne 10 MuH ap-
roHom. MNocne po6aeku 1,6 mn (21,8 MMonb) gume-
TUNcynbmaa nepemelwivsann B TedeHne 17 4 npu
KOMHaTHOW TemnepaTtype. PeakunoHHyto cmechb yna-
pvBanu B Bakyyme, ocTtaTok obpabaTtbiBanm 40 mn
avxrnopmeTtaHa v nocne gobaskn 5 mn Bodbl 1 5 mMn
TPUTOPYKCYCHOW KUCMOTbI NepemMelunBani B Tede-
HVe 2 4 nNpu KOMHAaTHOW TemnepaType. 3aTeM CMeCb
BbinnBanu B 90 Mn BoAbl M HeWTpanu3osanu npu ne-
pemeLlumBaHun, 4o6aBnsAs ¢ MOMOLBIO LWNaTens rma-
pokapboHat HaTpus. Oanee pobasnsnu ewe 50 mn
BoAdbl, hasbl pasgensnu u BoAHyw dasy ABaxdbl
9KCTparnpoBanu COOTBETCTBEHHO MOPUMSMU MO
100 mn gmxnopmetaHa. CoeguHeHHbIe OpraHu4eckne
a3kl cywumnu Hag cynbdaToM MarHusi U KOHLEHTpU-
posanu B Bakyyme. B pesyneTtate nonyyanu 3,04 r
(95%) (RS)-2-(2-okcoaTtnn)-6-cpTop-3,3-aumeTnn-1-
MHAAHOHA B BUAE XXeNnToBaToro macna.

B) Pacteop 3,04 r (13,8 mmoneit) (RS)-2-(2-okco-
aTun)-6-dptop-3,3-gumetun-1-nHgaHoda n 110 mr n-
Tonyoncynedokucnotel B 100 mn 6e3sogHoro Tonyo-
na HarpeBanu B BogooTAenutene. B kunawwmn pac-
TBOP B TeyeHvWe 5 MWH no Kannam gobasnsnu pac-
TBOp 4,14 r (55,2 mmonen) (P)-1-amuHo-2-npona-
Hona B 40 mn 6e3BogHoro Tonyomna. 3atem npogorn-
Xanu KunATUTb elle B TedeHne 45 MyH, npuyeM o6b-
eM pactBopuTens cokpawanca go 20 mn. Oxnax-
OEHHYI0 peaKLMOHHYI0O CMECh OYMLLANM NOCPeacTBOM
KONMOHOYHOW Xpomatorpadmm Ha cunukarene (3Twn-
auetat/tonyon 1:1). B pesynbtate nonyyanun 2,0 r
(56%) (R)-1-(7-dbTop-4,4-anmeTun-1,4-gurngpovHae-
Ho[1,2-b]nuppon-1-un)-nponaH-2-ona B Buae Kopwd-
HeBOro macna.

r) B oxmaxgeHHbin pgo 0° pactBop 2,0 1
(8,15 mmonen)  (R)-1-(7-pTop-4,4-anumetun-1,4-gn-
rmapouHaeHo[1,2-bjnnppon-1-un)-nponax-2-ona "
4,52 mn (32,6 mmonen) Tpuatunamuda B 60 mn gu-
XropMeTaHa npu nepemeLuMsaHnm gobasnsny no ka-
nnam 1,27 mn (16,3 mmonen) meTaHcynboHMNXIOo-
pvaa v Npogoskanu nepemelunBaTth elle B TeyeHne
1,5 4 npu aton Temnepatype. 3ateM peaKkUMOHHYIO
cMmecb pasbasnsny 100 mn guxnopMmeTaHa, ABaXabl
NpOMbIBanM COOTBETCTBEHHO nopuusMuM no 60 mn
HacbILEeHHOro pacTBopa rmgpokapboHaTa Hatpus u
coeAuHeHHble BoAHble da3bl OAUH pa3 aKCTparmpo-
Banu ¢ nomoLpto 60 mn guxnopmertaHa. CoeguHeH-
Hble opraHudeckue dasbl npombiBany 70 Mn Hachbl-
LLleHHOro pacTBopa Xxropuga HaTpusi, CyLUMnu Hag
cynbdatoM MarHusa v ynapvsanu B Bakyyme. [Nony-
YeHHOe Macfo KOPWMYHEBOro LBeTa pacTBOpsSiv B
50 mn 6e3BogHoro ammeTundopmamuga, obpabatbl-
Banu 1,07 r (16,3 monen) asnga HaTpWs N peakUmoH-
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Hyl0 CMEeCb Mpu NepemMeLlMBaHNn Harpesanu B Tede-
Hue 16 4 go 60°. MNocne oxnaxaeHusa pacTBoOp Bbln-
Banv B 30 80 mMn BOAbl U TPWXKAbI 3KCTparmposanu
COOTBETCTBEHHO nopuusimm no 70 mn aTunaueraTta.
CoeaunHeHHble opraHudeckue dasbl NpoMbiBanM Mo
OofjHOMy pasy cooTBeTCTBeHHO 70 mn Bogbl 1 70 mn
HaCbILWEHHOrO pacTBOpa Xopuaa HaTpus, CyLwunm
Hag cynbaTtoM MarHWs U pacTBOp KOHLEHTPMpOBa-
nv B Bakyyme. NonyyeHHOe KOpPUYHEBOE Macrio ouu-
LWann KonoHO4YHOM Xpomartorpaduen Ha cunukarene
(Tonyon). B pesynbTate nonyyanu 1,22 r (54%) (S)-1-
(2-azuponponun)-7-cpTop-4,4-gumeTnn-1,4-gurnapo-

nHaeHo[1,2-bjnuppona B BuAe Xentoro macna.

a) 1,22 r (4,29 mmons) (S)-1-(2-asmgonponun)-7-
¢TOp-4,4-anmeTnn-1,4-aurugponHaeHo[1,2-blnuppo-
na, pactBopeHHoro B 100 mn 6e3BogHOro ataHona,
rmapuposanu B npucytcteun 120 Mr okucy nnaTuHbl
B TeueHune 2 4. 3aTeM OTWMIbTPOBBLIBANM OT KaTanu-
3atopa, MPOMbIBanNu 3TaHOIOM U pacTBOPUTENb OT-
roHsinuM B Bakyyme. [NonyyeHHoe GecLBeTHOe Macno
pactBopsnn B 150 mn 6e3BOgHOrO AMITMNOBOIO
admpa, unbTpoBaNu 1 Npu nepemeLlBaHnm obpa-
6aTbiBanu pacteopom 498 mr (4,29 mmonsi) coymapo-
BOW kncnotel B 20 MmN MeTaHona. 3ateM npogormkanm
nepemeLuvsaTtb B TedeHne 15 4 npu KOMHaTHOW TeMm-
nepatype, nocne u4ero oTdwunbTpoBbiBanM 6Genbie
Kpuctannel. B pesynbtate nonyyann 1,12 r (70%)
dymapata (S)-2-(7-dpTop-4,4-aumeTnn-1,4-gurnapo-
nHgeHo[1,2-blnnppon-1-un)-1-metTun-aTunammHa
(1:1) c T.nn. 211°.

Mpumep 10

a) PactBop 14,2 r (97,3 mmonen) 6-metun-1-
uHgaHoHa, 20,1 mn (0,23 mons) 3-6yteH-2-ona u
140 mr n-tonyoncynbgokucrnoTtel B 140 mn 2,2-gu-
METOKCUMpPONaHa KUMATUNM ¢ O0BpaTHbIM XONoAuIb-
HUKOM B TeudeHue 69 4 B BogooTAenwTene, 3anosn-
HEHHOM MonekynsipHeim cuTom (0,4 HM, rpaHynbl
2 mm). 3aTeM peaKUMOHHYI0 CMeChb KOHLIEHTP1poBanm
B BakyymMe W oOuuMLlanyM MnocpegcTBOM KOMOHOYHOM
XpomaTorpadmmn Ha cunvkarerne (rekcaH/guaTunoBbIi
adump 5:1). B pesynbtate monyyanm 16,3 r (83%)
(RS)-2-(2-6yTeH-1-nn)-6-meTun-1-nHgaHoHa B Buae
Xentoro macna.

6) Yepes oxnaxgeHHbln go -70° pacteop 16,3 r
(81,4 wmmonen) (RS)-2-(2-6yteH-1-un)-6-metnn-1-
umHaaHoHa B 300 mn 6e3BogHOro guxrnopmeraHa u
60 mn 6e3BogHOro MetaHona npu nepemeLuMBaHm
nponyckanu B TedeHne 80 MmnH NoTok o3oHa (3 r 030-
Ha/yac). 3aTem pacTBop NpogyBanu B TedeHne 5 MuH
KucnopodoMm u B TedeHne 10 MuH aproHom. [locne
pobaskn 8,95 mn (122 mmonsa) aumetuncynbduaa
nepeMeluBanu B TedyeHme 15 4 Nnpu KOMHaTHON TeM-
nepatype. PeakunMoHHy0 CMeCb ynapvBanu B Bakyy-
Me, ocTaTok obpabaTtbiBann 300 mn guxnopmMeTaHa u
nocne go6basku 40 mn Bogbl 1 40 Mn TpUdTOPYKCyC-
HOM KMCMNOTbl MepemMeluBann B TeyeHne 3 4 npu
KOMHaTHOW TemnepaTtype. 3aTeM CMeCb BbiNMBanu B
200 mn Boapbl 1 NpY NepemMeLLnBaHUN HenTpanmM3oBa-
nv, pobaBnss ¢ NOMOLBIO Wnatens rugpokapboHaT
HaTpusi. MNMocne aToro go6asnsanu ewe 100 mn BoAbl,
hasbl pasgensany 1 BogHyto gasy ABaxabl IKCTparu-
poBanu coOTBETCTBEHHO nopuuamu no 200 mn au-
xrnopmeTtaHa. CoegnHeHHble opraHnyeckue dasbl Cy-
LINAW Hag CynbdaToM MarHus U KOHLEHTPUpOBanu B
Bakyyme. [lonyyeHHbI CbIpOM MPOAYKT Mepekpu-
CTannM3oBbIBanM 13 anaturnoBoro agmpal/rekcaHa. B
pesynbTate nonyvanu 12,7 r (82%) (RS)-2-(2-okco-
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3TuN)-6-mMeTun-1-nHgaHoHa B BUAE XKENTOro TBEpAo-
ro Bewlecrtsa ¢ T.nn. 53-54°.

B) PactBop 2,82 r (15 wmmonen) (RS)-2-(2-
0KCO3TUM)-6-meTnn-1-nHganoHa n 100 mr n-tonyon-
cynbokucnotel B 100 mn 6e3BogHoro Tonyona Ha-
rpeBanu B BogooTAaenutene. B kunsawmn pacteop B
TeyeHne 5 MWH no kannam gobaenanu pacteop 4,51 1
(60 mmonen) (R)-1-amuHo-2-nponaHona B 20 mn 6es-
BOOHOrO Tonyona. 3atem npogosukany KUnsiTutb eLle
B TeyeHne 45 MyH, npnyem obbem pacTBopuTeENs Co-
kpawanca go 20 mn. OxnaxgeHHyl peakuMOHHYHO
CMeCb O4uLLanM NocpeacTBOM KONOHOYHOW XpOMaTo-
rpacdbum Ha cunukarene (atunauetat/tonyon 1:1). B
pesynbTate nonyvanu 2,7 r (79%) (P)-1-(7-meTtnn-
1,4-gurngpounHaeHo[1,2-b]nuppon-1-un)-nponaH-2-
ona B BUAE KOPUYHEBO-3eNeHoro macna.

r) B oxmaxgeHHbin go 0° pactBop 2,7 1
(11,9 mmonen)  (P)-1-(7-metun-1,4-oUruopovHaeHo-
[1,2-blnuppon-1-un)-nponaH-2-ona  un 6,7 mn
(47,6 mmonen) TpuaTunammHa B 75 mn guxropmerta-
Ha npv nepemewMBaHUM [o0aBNANM MO Kanmsm
1,8 mn (23,8 Mmonst) MeTaHcynbdoHUNXIopMaa u
npogorkanu nepemelinBatb ele B TedyeHne 1,5 4
npu 3TOM TemnepaType. 3aTeM peakuMOHHYI0 CMeChb
pa3basnsnu 200 mn guxnopmeTtaHa, ABaXAdbl Npo-
MbIBanu COOTBETCTBEHHO nopuusMu no 90 mn Hackl-
LLleHHOro pacTBopa ruapokapboHaTa Hatpus U co-
edVHeHHble BoAHble a3kl OAMH pa3 aKCTparMpoBanm
¢ nomotypsio 90 mn guxnopmertaHa. CoegnHeHHbIe op-
raHundeckue dasbl npombisany 100 M HacbIWEHHOro
pacTBopa Xnopvaa HaTpws, CYLUMNN Hag cynbdaTtom
MarHus 1 ynapveanu B Bakyyme. [lonyyeHHoe macro
Kopu4HeBoro useta pactsopsinu B 70 mn 6e3BogHoro
anmetundopmamuga,  obpabateiBamm 1,55 1
(23,8 mmonsl) asnaa HaTpusi U PeakLMOHHYD CMECb
npu nepemelLnBaHUN Harpesanu B TeveHne 15 4 go
60°. lMocne oxnaxgeHWs pacTBOp BbIMMBaNM B
150 mn BOAbl N ABaXAbl 3KCTparMposanu COOTBETCT-
BeHHO nopuuamn no 150 mn atunauetarta. Coegu-
HeHHble opraHuyeckne dasbl NPOMbIBANM No Og4HOMY
pasy cootBetcTBeHHO 120 mn BoAbl 1 120 mMn Hackl-
LLleHHOro pacTBopa Xxfopwga HaTpus, CyLMnu Hag
cynbdaTtoM MarHus U pacTtBOp KOHLUEHTpupoBanu B
Bakyyme. [Mony4yeHHoe KOpWYHEBOE Macno ouuLanu
NMOCPeACTBOM KONOHOYHOW XpomaTorpadum Ha cunu-
karene (tonyon). B pesynbtate nonyyanun 1,5 r (50%)
(S)-1-(2-asuponponun)-7-metun-1,4-gurnapovHae-
Ho[1,2-blnuppona B BMAe xenTtoBaToro Macna.

a) 1,5 r (5,94 mmonen) (S)-1-(2-asugonponun)-7-
meTtun-1,4-gurugpouHaeHo[1,2-blnuppona,  pacTtso-
peHHoro B 50 mn 6e3BoagHoro aTaHona, rmgpyvpoBanm
B npucyTcTBUM 150 Mr OKUCK NNATUHBI B TEYEHNE 4 4.
3aTem kaTtanusatop oTWIbTPOBbLIBANW, NMPOMbIBANM
3TaHOMOM U pacTBOpPUTENb OTrOHANM B Bakyyme. [Mo-
nyyeHHoe 6ecLBeTHOe macro pacteopsinv B 150 mn
6e3BogHOro AuatunoBoro aduvpa, uUnbTpoBann u
npu nepemewmnBaHum obpabaTeiBanM pacTBOPOM
345 mr (2,97 mmons) cpymapoBon KMCNOTel B 25 mn
MeTaHona. 3ateM nepemellnBanu B TeyeHue 17 4
npu KOMHaTHOW TemnepaTtype, nocne 4yero oTuUnbT-
poBbiBanu 6enble Kpuctannel. B pesynbTtaTte nony4a-
mm 1,1 1 (65%) dymapata (S)-2-(7-metun-1,4-
avrnapovHaeHo[1,2-blnuppon-1-un)-1-metunatun-
amuHa (1:0,5) c T.nn. 194°.

Mpumep 11

a) PactBop 10,0 r (47,4 mmonen) 6-6pom-1-
uHaaHoHa, 9,79 mn (0,11 mons) 3-6yteH-2-ona u
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100 mr n-tonyoncynbdokmcrnotel B 100 mn 2,2-au-
MeTOKCUNponaHa B TeyeHne 71 4 HarpeBanu ¢ 006-
paTHbIM XONOAWIbHMKOM B BOJOOTAENUTerne, 3anos-
HEHHOM MonekynsipHeim cutom (0,4 HM, rpaHynbl
2 mm). 3aTtem peaKUMOHHYI0 CMECb KOHLIEHTpUpoBanm
B BakyymMe W ouyuLianyu rnocpeacTBOM KOMOHOYHON
xpomaTorpadumn Ha cunukarene (rekcaH/guaTmnoBbIv
admp 1:1). B pesynbtate Hapsgy ¢ 3,07 r agykTa no-
nyyanu 9,86 r (78%) (RS)-2-(2-6yTteH-1-un)-6-6pom-
1-nHOaHOHa B BMAE KENToro Macna.

6) Yepes oxnaxpeHHbin go -70° pacteop 9,86 r
(37,2 mmonewn) (RS)-2-(2-6yTeH-1-un)-6-6pom-1-uH-
paHoHa B 150 mn 6e3BogHOro AuxropmMeTaHa U
30 mn 6e3BoAgHOro MeTaHona Mpu nepemelunBaHun
nponyckanu B TedeHne 60 M1H NOTOK 030Ha (2 T 030-
Ha/yac). 3aTem pacTBop NpogyBanu B TeYeHne 5 MyH
KucnopogoMm u B TedeHne 10 MuH aproHom. [locne
nobaskn 4,09 mn (55,8 mmonen) aumetuncynbcuaa
nepemeluvsany B TedeHme 15 4 npu KOMHaTHON TeM-
nepatype. PeakunoHHylo cMecb ynapvBanu B Bakyy-
Me, ocTaTok obpabaTeiBanu 150 Mn anxnopmeTaHa u
nocne gobaekn 20 mn BoAgbl n 20 Mn TpudTOpyKCyC-
HOM KMCIOTbl MepemMellnBann B TeyeHue 2 4 npu
KOMHaTHOW TemnepaTtype. 3ateM cMecb BbiNvMBanu B
100 mn BOAbI U NpU NepemMeLlLIMBaHUN HENTpanmM3oBa-
nn, pobaBnss ¢ NOMOLBIO Wnatens rugpokapboHat
HaTpus. MNocne atoro gobaensnu ewe 50 mn Boakbl,
hasbl pas3gensany n BogHylo dasy ABaxabl IKCTparu-
poBanu CoOOTBETCTBEHHO nopuusmu no 100 mn au-
xrnopmeTtaHa. CoeguHeHHble opraHnyeckue gasbl Cy-
LWnNu Hag cynbdaToM MarHns U KOHLEHTpUpoBanu B
Bakyyme. [lonydeHHbI CbIpOM MPOAYKT Nepekpu-
cTannu3oBbiBanM W3 3TunaueTtata/rekcaHa. B pe-
synbTarte nonyyanu 7,5 r (80%) (RS)-2-(2-okcoatnn)-
6-6poM-1-MHOaHOHa B BWAe >KenToBaToro TBEPAOro
BellecTBa c T.nn. 84°.

B) PactBop 2,0 r (7,9 mmonen) (RS)-2-(2-
0KCO3TUNM)-6-6pom-1-nHgaHoHa n 80 mr n-tomyoncy-
nbdpokmncnotel B 90 Mn 6e3BogHOro Tonyomna Harpe-
Banu B BogooTAenutene. B kunawwmn pacteop B Te-
YeHve 5 MWH no kannam gobasnsnu pacteop 2,37 1
(31,6 mmonb) (R)-1-amuHo-2-nponaHona B 10 mn
6e3BogHOro Tonyona. 3aTteM MpoAosikanu KUNATUTb
ewe B TedeHne 45 MuH, Nnpuyem obbem pacTBopuTe-
nsa cokpawancsa go 20 mn. OxnaxgeHHyo peakLMoH-
HYI0 CMECb OYMLLAnu NocpeacTBOM KOFTOHOYHOW XpO-
matorpadum Ha cunukarene (amMaTnnoBbIn
admp/rekcaH 4:1). B pesynbtate nonyyarmm 1,19 r
(52%) (R)-1-(7-6powm-1,4-gurngponHaeHol[1,2-blnup-
pon-1-un)-nponaxH-2-ona B BUAe KOPUYHEBOro macna.

r) B oxnaxgeHHein po 0° pactBop 1,19 r
(4,07 mmons) (P)-1-(7-6pom-1,4-gurnopovHaeHo[1,2-
b]nuppon-1-un)-nponax-2-ona n 2,27 mn (16,3 mmo-
new) TpuatunamunHa B 40 mMn guxnopmeTtaHa npu ne-
pemMewwmBaHnuM pobaensnu no kannsm 0,63 mn
(8,14 mmoner) meTaHcynbgOHMNXIIoOpMAa U NPOLOSI-
Xanu nepemelunsaTb ewle B TedeHue 1,5 4 npu aton
TemnepaTtype. 3atem peakuMOHHyl0 cMmecCb pa3bas-
nann 100 mn guxnopmertaHa, ABaxAdbl NpOMbIBanu
COOTBETCTBEHHO MopuMsiMu No 70 M HacbILEHHOro
pactBopa rugpokapboHata HaTpus M COeAUHEHHble
BOAHble hasbl aKcTparmposanu ofamH pas 70 mn au-
xnopmeTtaHa. CoeanHeHHble opraHuyeckue asbl
npombiBanu 100 MN HacbILWLEHHOro pacTeopa Xrnopu-
Oa HaTpus, CyWmnu Hag cynbdaToM marHus U yna-
pvBanu B Bakyyme. [lonyyeHHoe Macno 3eneHoro
useta pacteopsiim B 40 mn 6e3BogHOro AMMeETW-
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dopmamunga, obpabateiBanu 0,53 r (8,14 mMmonein)
asvga HaTpusi U peakuMOHHYI0 CMeChb Mpu nepeme-
LUMBaHUN HarpeBanu B TeveHue 15 4 go 60°. Mocne
oxnaxaeHus pactsop Bbinvearu B 100 mn BoAbl n
QKCTparvpoBanu ABaxdbl COOTBETCTBEHHO MOPLMAMM
no 100 mn atunauetata. CoeguHEHHbIE OpraHuye-
ckvue ¢hasbl NpoMbIBanM No O4HOMY pa3y COOTBETCT-
BeHHO 100 mn Boabl 1 100 Mn HacbILWEHHOro pacTBo-
pa xnopuaa HaTpusl, CyLUMNN Had cynbgaToM mMarHus
M KOHLeHTpMpoBanu pacTtBop B Bakyyme. [lonydeH-
HOe KOpUYHEeBOEe Macfio ouuLanM NocpeacTBOM Ko-
NOHOYHOW xpomaTorpadun Ha cunukarene (Tonyon).
B pesynbtate nomydyarmm 0,95 r (74%) (S)-1-(2-
asugonponun)-7-6pom-1,4-gurngponHaeHof1,2-
b]nuppona B Buge 6ecuseTtHoro macna.

a) 0,95 r (2,99 mmons) (S)-1-(2-a3upgonponun)-7-
6powm-1,4-gurngponHaeHo[1,2-blnuppona, pacTBo-
peHHoro B 40 mn 6e3BogHoOro aTaHona, rmgpupoBanm
B NPUCYTCTBMM 95 MI OKUCU NnaTuHbI B TeYEHNe 4 4.
3aTem OTuNbLTPOBLIBaNM OT KaTanu3aTopa, NpoMbl-
Banu 3TaHOMOM W pacTBOpUTENb OTIOHANW B BaKyy-
mMe. CMecb MpPOAYKTOB pasfdensinn Ha cunukarene
(metaHon/guxnopmetaH  5:95). [lonyyeHHoe 6Gec-
usetHoe Mmacno (507 mr) pacteopsinu B 50 mn 6es-
BOOHOIO AMITUIOBOro acpmpa, unbTpoBanm n npu
nepemelumBaHum obpabateiBanu pactsopom 101 mr
(0,87 mmons) dpymapoBoii kucnotel B 10 mn MeTaHo-
na. 3ateM nepemelunBany B TedeHue 17 4 nNpu Kom-
HaTHOW Temneparype, nocrne Yero oTunbTPOBbLIBaNM
6enble kpuctannel. B pesynbtate nonyyanu 503 mr
(50%) dymapata (S)-2-(7-6pom-1,4-gurnaponHaeHo-
[1,2-blnuppon-1-un)-1-metunatunamuua  (1:0,5) ¢
T.nn. 197°.

Mpumep 12

a) Pacteop 22,0 r (101 mmonb) 6-meTokcK-3,3-
anatun-1-uipgaHona, 20,8 mn (0,24 monsi) 3-6yTeH-2-
ona u 220 Mr n-tonyoncynbdokucnoTsl B 220 mn 2,2-
AVMeToKcunponaHa B TedeHue 87 4 kunsatunu ¢ o6-
paTHbIM XONOAMIIbHMKOM B BOgooTAenutene, 3anor-
HeHHOM MoneKynsipHelM cutom (0,4 HM, rpaHynbl
2 mm). 3aTeM peakUMOHHYI0 CMECb KOHLEHTpUpoBanu
B BakyyMe W ouuwwanM nocpegctBOM KONOHOYHOW
XpomaTorpadumm Ha cunukarene (rekcaH/atunauerar
6:1). B pesynbTate Hapsagy ¢ 15,7 r agykTa nonyyanu
4,1  (15%) (RS)-2-(2-6yTteH-1-un)-6-meTokcu-3,3-
Aanatnn-1-nHaaHoHa B BUAE XeNnToro mMacna.

6) Yepes oxnaxageHHwin go -70° pacteop 4,1 r
(15,2 monen) (RS)-2-(2-6yteH-1-un)-6-metokcn-3,3-
anatun-1-nipaHoHa B 60 mn 6e3BogHOro AMxnopme-
TaHa u 15 mn 6e3Bo4HOIO MeTaHona npy nepemMeLum-
BaHWW nponyckanu B TevyeHne 25 MWH MOTOK O30Ha
(2 r o3oHa/vac). 3aTem pacTBop npodysanu B Teuye-
HMe 5 MUH kucnopoaom u B TedeHne 10 MuH apro-
HoMm. lMocne gobGaeku 1,66 mn (22,6 mmons) aume-
TMRcynbuaa nepemMelumMBann B TedeHue 22 4 npu
KOMHaTHOW TemnepaTtype. PeakunoHHyto cmechb yna-
puBanu B Bakyyme, octaTok obpabaTtbiBanm 50 mn
AvxnopmeTtaHa v nocne gobasku 8 mn Bogbl 1 8 mn
TPUTOPYKCYCHOW KUCMOTbI NepeMelunBanm B Teye-
HMe 2,5 4 npu KOMHaTHOM TemnepaTtype. 3atem
cMecb BblmmBanu B 70 mn Bodbl M Npy NepemMeLuvBa-
HUW HenTpanu3oBanu, Jo6aBnss ¢ NOMOLbIO LWnaTe-
nsa ruapokapboHaT HaTpus. MNocne atoro gobasnsanm
ewe 50 mn BoAbl, a3kl pasfensanu n BogHyo dasy
ABaXdbl 9KCTparnpoBanu COOTBETCTBEHHO NOPUMAMU
no 100 mn gmxnopmeTtaHa. CoeAnMHeHHbIe opraHuye-
ckve asbl CyWwMnu Hag cynbgaToM MarHus MU KOH-
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LeHTpupoBanu B Bakyyme. B pesynbTate nonyyanu
39 r (99%) (RS)-2-(2-okcoaTun)-6-meTokcu-3,3-
AnaTun-1-nHaaHoHa B BMAE XXenToBaToro Macna.

B) PactBop 3,9 r (15 mmonen) (RS)-2-(2-okco-
aTun)-6-metokeu-3,3-anatun-1-mHaadona n 120 mr n-
Tonyoncynbdokucnotel B 100 mn 6e3BoagHoro Tonyo-
na HarpeBanu B BogooTAenuTene. B kunsawwmi pac-
TBOp B TeyeHve 5 mMvH gobaBnsnu no kannam pac-
TBOp 13 4,5 r (60 mmonen) (R)-1-amuHo-2-nponaHona
B 30 mn 6e3sBogHoro Tonyomna. 3aTeM npogormKanu
KMNSTUTb B TedeHne 45 MyH, npuyem obbem pacTBo-
puTtens cokpawancsa go 20 mn. OxnaxaeHHylo peak-
LIMOHHYI0O CMECb OYMLLann NocpeacTBOM KOFOHOYHON
XpomaTorpadummn Ha cunukarene (aTunauertart/rekcaH
1:1). B pesynbTtate nonyyanu 2,73 r (61%) (R)-1-(7-
meToken-4,4-anatun-1,4-gurnapovHaeHol 1,2-bjnvp-
pon-1-un)-nponaH-2-ona B BMAE Macna KpacHo-
KOPWYHEBOIO LiBETA.

r) B oxnaxgeHHen go 0° pactBop 2,73 r
(9,12 mmonen) (R)-1-(7-metokcu-4,4-gnatun-1,4-gu-
rmapouHaeHo[1,2-blnuppon-1-un)-nponax-2-ona 7
5,08 mn (36,5 mmonen) TpuatunamuHa B 70 mn gu-
XropMeTaHa npu nepemelunBaHnm obasnsnm no ka-
nnsam 1,42 mn (18,2 Mmonei) MeTaHcynbgOHMITXITO-
pvga u npoorKanu nepemeLlMBaTh elle B TeveHue
1,5 4 npu aton Temnepatype. 3atem peakLuMOHHYIO
cmecb pasbasnanu 100 mn aMxnopmeTaHa, ABaXObl
npoMbIBany COOTBETCTBEHHO nopumamu no 70 mn
HacbILWEHHOro pacTBopa rugpokapboHaTa HaTpusa U
CcoefnHeHHble BOAHble ha3bl OAUH pa3 JKCTparnpo-
Banu ¢ nomolupto 70 mn guxnopmertaHa. CoeguHeH-
Hble opraHuyeckne dasbl npoMbiBann 70 MN Hacbl-
LLleHHOro pacTBopa Xflopuaa HaTpus, Cyvnu Hag
cynbdatoM marHus 1 ynapueanu B Bakyyme. lony-
YeHHOe Kopu4yHeBoe Macro pacteopsinu B 50 mn 6es-
BOAHOro Anmetundopmamuaa, obpadateisanu 1,18 r
(18,2 mmonew) asmaga HaTpUs U PeakUMOHHYH CMECh
npu nepemelLUnBaHMN Harpesanu B TeveHne 15 4 go
60°. MNocne oxnaxgeHus pacTeop Bbinusany B 70 mn
BOObl M TPWXKAbl JKCTparMpoBany COOTBETCTBEHHO
nopumsamm no 80 mn atunauetata. CoegnHeHHbIe op-
raHnyeckve gasbl MPOMbIBanM No 0AHOMY pa3sy COOT-
BeTcTBEHHO 70 Mn Boabl 1 80 MM HaCbILWEHHOro pac-
TBOpa Xnopuaa HaTpus, CyWwunu Hag cynbdaToMm
MarHus 1 KOHLEHTpMpoBanu pacteop B Bakyyme. [lo-
ny4YyeHHOe KOpUYHEBOE Macrio ouuLLanv nocpeacTsoM
KONTOHOYHOWM XxpomaTorpacpum Ha cunukarene (rek-
caH/atunaueTtart 4:1). B pesynbtate nonyyanun 2,33 r
(79%) (S)-1-(2-asnpgonponun)-7-meTtokcu-4,4-anatnn-
1,4-gurngpouHaeHo[1,2-bljnvppona B Buae Xentoro
macna.

a) 2,25 r (6,94 mmonen) (S)-1-(2-asmgonponun)-
7-metokeun-4,4-anatnn-1,4-gurngpovHaeHo([1,2-b]-
nuppona, pacteopeHHoro B 100 mn 6e3BogHoro aTa-
Hona, rMapupoBanu B MPUCYTCTBUM 225 Mr oOKucu
nnatvHel B TeyeHne 2 4. 3aTem KaTtanu3aTop OT-
unbTPOBbLIBaNM, NPOMbIBaNN 3TaHOMOM, U pacTBo-
puTenb OTIOHSANW B Bakyyme. [MonyyeHHoe Gecugert-
Hoe macno pacteopsinu B 100 mn 6e3B0gHOIO AMSTU-
nosoro admpa, unbTpoBanu n obpabaTbiBany npu
nepemewmsaHumn 406 mr (3,5 mmons) pymapoBoii ku-
crnotel B 10 Mn meTaHona. 3atemM nepemeluvBany B
TedeHue 17 4 MpuM KOMHATHOW TemnepaType, nocne
Yyero oTdunbTpoBbIBaNM Genble kpuctannbl. B pe-
synbTate nonyyamm 1,93 r (78%) cdymapara (S)-2-(7-
meTokcu-4,4-anatun-1,4-gurngpouHaeHol 1,2-bjnvp-
pon-1-un)-1-metunatunamuna (1:0,5) ¢ T.nn. 189°.
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Mpumep 13

a) Pacteop 20,0 r (133 mmons) 5-cptop-1-uHga-
HoHa, 27,5 mn (0,32 mons) 3-6yten-2-ona n 200 mr n-
Tonyoncynegokucnotsl B 200 MmN 2,2-gUMETOKCK-
nponaHa B TeyeHune 63 4 KUNATUAM ¢ 0BpaTHbIM XO-
nogunbHUKOM B BogooTAenutene, 3anofiHEHHOM MO-
nekynsipHeiM cutom (0,4 HM, rpaHynbl 2 Mm). 3aTem
peaKLMOHHYI0 CMECb KOHLEHTPMpOBanu B BaKyyme u
ouuLanM NocpeacTBOM KONOHOYHOW XpomaTorpadumm
Ha cunukarene (rekcaH/guatnnosbin acpup 4:1). B pe-
3ynbTate nonyyanun 18,6 r (68%) (RS)-2-(2-6yteH-1-
un)-5-dpTop-1-MHOaHoHa B BUAeE XenToro macna.

6) Yepes oxnaxgeHHbIn go -70° pacteop 18,5 r
(90,6 mmornen) (RS)-2-(2-6yTteH-1-un)-5-dpTop-1-unH-
paHoHa B 300 mn 6e3BogHOro AuMXnopMmeTaHa WU
50 mn 6e3BogHOro MeTaHona npu nepemeLuMBaHUn
nponyckann B TevyeHue 85 MWH MoTok o3oHa (3,5 1
030Ha/dac). 3atem pacTBOop npodyBanu B TeuveHue
5 MUH kucriopogom M B TedeHne 10 MUH aproHom.
Mocne po6askn 9,9 mn (135 mmonel) AMMeTUNCYnb-
duga nepemewmBanu B TeuyeHne 17 4 nNpu KOMHaT-
HOM TemnepaTtype. PeakunoHHy0 cMecb ynapvsanu B
BaKyyme, octaTok obpabatbiBanu 220 mn gmxrnopme-
TaHa u nocne gobasku 40 mn Boapl 1 40 Mn TpudTo-
PYKCYCHOWN KMCNOTbI NepemelumMBany B TedeHune 4,5 4
npu KOMHaTHOW TemnepaTtype. 3aTeM CMeCb BblNvBa-
nv B 170 mn BOAbI Y NPY NepemeLlLnBaHnm HeNTpanu-
30Banu, AobaBnsis ¢ NOMOLLBIO LINaTens ruapokap-
6oHat HaTpus. Mocne atoro gobaensnu ewe 110 mn
BoAdbl, ha3bl pasgensnu u BoaHyw dasy ABaxdbl
3KCTparnpoBanu COOTBETCTBEHHO MOPUMSMU MO
170 mn gmxnopmetaHa. CoegnHeHHbIe opraHu4eckue
dasbl cywumnu Hag cynbdaToM MarHusi U KOHLEHTpU-
poBanu B Bakyyme. B pesynbTaTte monyyanu xentoe
Macno, KOTOpoe KpucTannusosanu M3 AUITUIIOBOrO
admpalrekcaHa. B pesynbtate nonyvanm 13,6 r
(78%) (RS)-2-(2-okcoatun)-5-dp1op-1-MHAaHOHa B BU-
[e TBepAoro XenrosaToro BeLecTsa ¢ T.nn. 56°.

B) PactBop 2,88 r (15 mmonen) (RS)-2-(2-
okcoatun)-5-cptop-1-uHgaHora u 100 Mr n-tonyorncy-
nbdokucnoTel B 90 mn 6e3BogHOro Toryona Harpe-
Banu B BogooTAenutene. B kunsawmn pacteop no ka-
nnam gobasnsnu B TeveHne 5 MuH pacteop 4,51 r
(60 mmonein) (R)-1-amuHo-2-nponarona B 20 mn 6es-
BOOHOrO Tonyona. 3atem npogosnkany KUnsiTuTe eLe
B TeyeHue 45 MWH, npnyem obbem pacTBopuTens Co-
kpawanca go 20 mn. OxnaxaeHHyl peakuMOHHYIO
CMeCb O4MLLanM NocpeacTBOM KONOHOYHOW XpOMaTo-
rpacdum Ha cunukarene (atunauetat/tonyon 1:1). B
pe3synbTate nonyyamm 2,75 r (79%) (R)-1-(6-dTop-
1,4-purnpgpounHaeHo[1,2-bjnnppon-1-un)-nponaH-2-
ona B Buae mMacra Kopu4HeBoro LBseTa.

r) B oxnaxpeHHewn go 0° pactBop 2,75 1
(11,9 mmonen)  (R)-1-(6-cTOp-1,4-AUrngponHaeHo-
[1,2-b]nnppon-1-un)-nponaH-2-ona n 67 Mn
(47,6 mmonen) TpuatunammnHa B 70 mn guxropmerta-
Ha npuv nepemelvBaHMM [O0aBNANM MO  Kanmsm
1,8 Mn (23,8 mmonsa) meTaHcynboHUNXMopyaa wu
npogorkanu nepemelwmBaTb elle B TeyeHne 1,54
npu 3TON TemnepaType. 3aTeM peakuMOHHYI0 CMeChb
pa3basnsnm 100 mn guxnopmeTtaHa, ABaxdbl Npo-
MbIBann COOTBETCTBEHHO nopumsMu no 90 mMn Hackl-
LLleHHOoro pacTBopa rugpokapboHaTa HaTpusa U co-
edVHeHHble BoAHble dha3bl O4MH pa3 aKCTparnposanm
¢ nomouypsto 90 mn guxnopmetaHa. CoegnHeHHbIe op-
raHudeckve dasbl npomsisany 100 Mn HackILWEHHOro
pacTBopa XMopvAa HaTpws, CyLUMNW Haj cynbdaTom
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MarHus u ynapveanu B Bakyyme. NonyyeHHoe kopuy-
HeBOe macno pacteopsinu B 60 mn 6e3sogHoro Au-
meTundgopmamnaa, obpabaTtbiBanu 1,55 r
(12,5 mmorent) asnga HaTpus U pPeakUMOHHY0 CMECh
npu nepemeLluMBaHMN HarpeBanu B TeveHve 17 4 go
60°. Mocne oxnaxgeHns pacTeop BbiNmeanu B 80 mn
BOAbl M TPWXKAbl JKCTparMpoBanu COOTBETCTBEHHO
nopuusmm no 100 mn atunauetata. CoeanHeHHble
opraHuyeckune asbl NPOMbIBANU MO OQHOMY pasy
cooTBeTCTBEHHO 70 mMn Boabl U 70 MN HACLILEHHOIO
pacTBopa xrnopuaa HaTpus, CyLUMNN Haj cynbdaTom
MarHusi 1 KOHLeHTpMpoBanu pacteop B Bakyyme. [lo-
fnly4eHHOe Macno KOPWYHEBOro LBETa ouyuLianu no-
CPEeACTBOM KOSIOHOYHOW XpomMaTorpadum Ha cunuka-
rene (tonyon). B pesynbtate nonyyanu 1,23 r (40%)
(S)-1-(2-azngonponun)-6-dTop-1,4-AMrMapOMHAEHO-
[1,2-b]nuppona B BuAe xxentosaToro macna.

a) 1,23 r (4,80 mmons) (S)-1-(2-asmgonponun)-6-
¢TOop-1,4-anrngponHaeHo[1,2-bjnuppona, pacTBo-
peHHoro B 60 mn 6e3BogHoOro aTaHona, rMgpvpoBanm
B pucyTcTBUM 125 Mr okucy nnatuHbl B TedeHune 6 4.
3atem oTunbLTPOBLIBANM OT KaTanusaTopa, NPOMbI-
Banu 3TAaHOMOM W pPacTBOPUTENb OTIOHANW B BaKyy-
me. [NonyyeHHoe GecLBeTHOe Macno pacTBoOpsNU B
130 mn 6e3BogHOro AMATMNOBOrO 3dmpa, PUNLTPO-
Banu v npu nepemMelurBaHnm obpabaTeiBanu pacTeo-
pom 279 wmr (2,40 15 mmons) dymapoBOIN KUCMOThI B
25 mn meTtaHona. 3aTem nepemelunBanv B TeveHue
15 4 npu KOMHaATHOW TemnepaTtype, Nocre 4ero oT-
dunbTpoBbiBany Genble Kpuctannel. B pesynbtaTe
nonyvanun 1,0 r (72%) dpymapata (S)-2-(6-dpTop-1,4-
avrngpovHaeHo[1,2-blnuppon-1-un)-1-metunatmn-
amwuHa (1:0,5) c T.nn. 200°.

Mpumep 14

a) Pacteop 13,2 r (63,4 Mmons) 6-deHnn-1-uH-
AaHoHa, 11 mn (0,13 mons) 3-6yteH-2-ona 1 110 mr
n-tonyoncynsgokucnotel B 110 mMn 2,2-4MMeTOKCU-
nponaHa B TeyeHune 48 4 KMNATUAM C oBpaTHbIM XO-
NoAunbHUKOM B BOJOOTAENUTENE, 3anofiIHEHHOM MO-
nekynsipHeiM cutom (0,4 HM, rpaHynbl 2 Mm). 3aTem
peakLMOHHYI0 CMeCb KOHLEHTPUpOBanu B Bakyyme U
oumLLany NocpeacTBOM KONOHOYHOW XpomaTorpadum
Ha cunukarene (rekcan/gnatnnosbiv acpup 5:1). B pe-
synbTate nonyyanu 12,0 r (72%) (RS)-2-(2-6yTeH-1-
un)-6-cbeHnn-1-nHgaHoHa B BUAE XenToBaToro TBep-
[AO0ro BeLlecTBa, koTopoe 6e3 oNoNHUTENbHOW nepe-
Kpuctannusauuy ucnonb3oBany B nocregyoLlen pe-
akumun.

6) Yepes oxnaxgeHHbln go -70° pacteop 12,0 r
(45,8 mmonen) (RS)-2-(2-6yteH-1-un)-6-deHun-1-nH-
daHoHa B 180 mn 6e3BogHOro AuMxropmeTaHa U
40 mn 6e3BogHOr0 MeTaHona fnpu nepemeLlMBaHm
npomnyckanu B TedeHne 75 M1H NoTok o3oHa (3 r 03o-
Ha/yac). 3aTem pacTBop NpogyBanu B TedeHne 5 MuH
KucnopodoM U B TedeHne 10 MuH aproHom. [locne
pobasku 5,04 mn (68,7 mmonei) gumetuncynbduaa
nepemMeluvBanu B Ted4eHme 15 4 npu KOMHaTHON TeM-
nepatype. PeakunMoHHy0 CMeCb ynapvBanu B Bakyy-
Me, ocTaTok obpabaTeiBanu 120 Mn AMxrnopmeTaHa u
nocne go6asku 30 mn Bogel 1 30 M TpudTOpYKCYyC-
HOWM KNUCNOTbI MepemelLnBany B Te4eHne 2 4 npu Kom-
HaTHOW TemnepaTtype. Nocne aToro cMecb BblNMBanu
B 150 Mn BoAbI U MpU NepeMeLLInBaHun HENTPanmnso-
Banu, gobasnsas ¢ nomowbio WnaTtens rugpokapbo-
HaT HaTpus. 3atem gobaensnu ewe 50 mn Boakl, da-
3bl pa3gensnu n BogHyto asy ABax4bl SKCTParMpo-
Barnu COOTBETCTBEHHO nopumammu no 200 mn anxrop-
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meTaHa. CoeaMHeHHble opraHudeckme asbl CyLmnm
Hag cynbdatoM MarHus M KOHUEHTpupoBanu B Ba-
Kyyme. B pesynbTtate nonyyanm 11,2 r (97%) (RS)-2-
(2-okcoaTtnn)-6-eHunn-1-nHgaHoHa B BuAe XenToBa-
TOro macna.

B) PactBop 2,5 r (10 mmonen) (RS)-2-(2-okco-
aTUN)-6-beHnn-1-nHgaHoHa 1 80 Mr n-Tonyoncysb-
dokucnotsbl B 70 Mn 6e3B0gHOrO Toyorna Harpesanu
B BogooTAenuTene. B kunawwmini pactBop B TeveHue
5 muH gobasnsanu no kannam pacteop 3,0 r (40 mmo-
nen) (R)-1-amunHo-2-nponaxona B 20 mn 6e3B04HOrO
Tonyona. 3aTemM NpoJormKanM KUnsaTuTb elle B Teye-
Hve 45 MuH, npuyem obbem pacTBOpUTENs Cokpa-
wanca go 20 mn. OxnaxaeHHyl peakuMOHHYH
CMeCb O4uLLanM NocpeacTBOM KONIOHOYHOW XpOMaTo-
rpacbum Ha cunukarene (QUITMNOBBIN 3dhup/rekcaH
7:3). B pesynbtate nonyyamm 1,5 r (52%) (R)-1-(7-
deHun-1,4-gurngponnaeHo( 1,2-blnmppon-1-un)-npo-
naH-2-ona B Bue mMacrna Kopu4HeBoro LBeTa.

r) B oxmaxgeHHbin go 0° pactBop 1,5 1
(5,2 mmons) (R)-1-(7-dbeHnn-1,4-amrngponHaeHo-
[1,2-b]nuppon-1-un)-nponaH-2-ona n 3 mn (20,8 mmo-
new) TpuatMnammnHa B 50 mMn gmMxnopmeTtaHa npu ne-
peMewwunBaHum pobasnsarmm  no  kannam - 0,82 mn
(10,4 mmonen) mMeTaHcynbdOHUMNXIopMaa 1 Npogon-
Xanuv nepemelunsaTb elle B TedeHue 1,5 4 npun aton
TemnepaTtype. 3aTtem peakuMOHHYyl0 cMmecb pa3bas-
nann 150 mn gunxnopmeTaHa, ABaxdbl NpOMbIBanu
COOTBETCTBEHHO MopuMsiMM No 70 MM HacbILLEHHOro
pactBopa rugpokapboHata HaTpus U COeAUHEHHble
BOOHble da3bl IKCTPArnpoBanu O4uH pas C NOMOLLbIO
70 mn guxnopmetaHa. CoedvHeHHble OpraHu4eckne
dasbl npombiBany 100 mMn HacbllLeHHOro pacTteopa
Xropvga HaTpus, CyLUMnu Hag cynbgaToM MarHus u
ynapveanu B Bakyyme. lNonyyeHHoe TBepAoe Belle-
CTBO 3ereHoro LgeTta pacTteopsinu B 50 mn 6e3BogHo-
ro Aaummetundopmamuga, obpabatbiBanm 0,53 r
(8,2 MMoneWt) asuga HaTpus U peakLMOHHYK CMeChb
npu nepemelLMBaHUN Harpesanu B TeyeHne 15 4 go
60°. lMocne oxnaxgeHWs pacTBOp BbIMMBaNM B
100 mn BOAbl N ABaXAbl 3KCTparMposanu COOTBETCT-
BeHHO nopumamn no 100 mn atunauetarta. Coegn-
HeHHble opraHuyeckne dasbl NPOMbIBANM NO OAHOMY
pasy cootBeTcTBeHHO 80 mn BoAbl M 100 Mn Hachbl-
LLleHHOro pacTBopa Xfopwga HaTpus, CyLMnu Hag
cynbdaTtoM MarHusi U KOHLEHTpUpoBanu pacteop B
Bakyyme. [Mony4yeHHoe KOpMYHEBOE Macrno ouuanu
NMOCPeACTBOM KOFIOHOYHOWM XpomaTorpadum Ha cunu-
karene (tonyon). B pesynbtate nonyyanu 0,64 r
(39%) (S)-1-(2-asmgonponun)-7-cdeHnn-1,4-aurngpo-
uHaeHo[1,2-b]nuppona B Buae macra KOPUYHEBOrO
useTa.

a) 0,64 r (2,04 mmons) (S)-1-(2-asupgonponun)-7-
deHun-1,4-gurngpovHaeHo[1,2-bjnuppona, pacTtBso-
peHHoro B 30 mn 6e3BogHoOro aTaHona, rmgpyvpoBanm
B NPUCYTCTBMM 65 M OKUCU NnaTuHbI B TEYEHNE 2 4.
3aTem OTuNLTPOBLIBANM OT KaTanusaTopa, NpoMbl-
Banu 9TaHOMOM W pacTBOPUTENb OTIOHANW B BaKyy-
me. [NonyyeHHoe TBepAoe BELLECTBO 3€MeHOBaToro
useTa pactopsnu B 80 mn 6e3B04HOIO ANITUIIOBOIO
admpa, dunbTpoBanu MU Npu nepemeLllnBaHnm obpa-
6aTtbiBanu pactesopom 118 mr (1,02 mmons) dymapo-
BOW kncnoTbl B 20 Mn mMeTaHona. 3atemM nepemeLum-
Banu B TedeHWe 15 4 npu KOMHaTHOW TemnepaType,
nocre 4yero oTunbTpoBbIBaNu 6exesble KpUcTansbl.
B pesynbtate nonyyanu 0,37 r (53%) dymaparta (S)-
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2-(7-dpenunn-1,4-gpuruppounHaeHo[1,2-blnuppon-1-un)-
1-meTunatunamumna (1:0,5) ¢ 1.nn. 202-204°.

Mpumep 15

a) Pacteop 16 r (108 mmonet) 6-rmgpokcu-1-uH-
AaHoHa, 22,3 mn (0,26 mons) 3-6yTeH-2-ona n 160 mr
n-tonyoncynegokucrnoTel B 170 Mn 2,2-AnUMeTOKCU-
nponaHa B TedeHve 38 4 HarpeBanu ¢ o6paTHbIM XO-
NOAUINbHUKOM B BOJOOTAENUTENE, 3anofIHEHHOM MO-
nekynspHeiM cutom (0,4 HM, rpaHynbl 2 MMm). 3aTem
peakLMOHHYI0 CMeChb KOHLEHTPUpOBanu B Bakyyme U
oumLLany NocpeacTBOM KOFTIOHOYHOW XpomaTorpadum
Ha cunukarene (rekcan/aTunauetart 4:1). B pesynbTa-
Te Hapsgy ¢ 7,5 r agykta nonyyamm 6,21 r (28%)
(RS)-2-(2-6yTeH-1-nn)-6-rugpokcn-1-nHgaHoHa B Bu-
Ae XenToro macna.

6) PactBop 5,0 r (24,7 mmons) (RS)-2-(2-6yTeH-
1-un)-6-rngpokcun-1-uHgaHoHa, 4,1 mn (54,4 mmons)
aTunbpommaa, 6,83 r (49,4 mmonsa) kapboHaTa Kanus
n 10 mn N,N-gumetundopmamuaa B 70 Mn aueToHa
HarpeBanu B TeveHue 35 4 go 35°. MNMocne oxnaxae-
HUA pacteop BbinuBanu B 100 Mn BOAbl U ABaXAbl
3KCTparMpoBann COOTBETCTBEHHO MOpUMSIMU MO
100 mn atunauetata. CoeaMHEHHbIE OpraHMYeckue
asbl NPOMbIBaNu Mo OQHOMY pa3dy COOTBETCTBEHHO
70 mn BoAbl M 70 MN HACbILLLEHHOro pacTBopa Xmnopu-
Aa HaTpus, CyUWMnn Hag cynbdaToM MarHWs U KOH-
LeHTpupoBanu pacTtBop B Bakyyme. B pesynbTtate
nonydanun 5,6 r (98%) (RS)-2-(2-6yTeH-1-nn)-6-3TOK-
cu-1-MHOaHOHa B BMAE KPaCHO-KOPWUYHEBOro Macna,
KOTOpOe HenocpeacTBEHHO UCMONb3oBanu B nocne-
ayroLlen peakumm.

B) Yepe3 oxnaxpeHHblh go -70° pactBop 5,6 r
(24,3 wmmons) (RS)-2-(2-6yTeH-1-un)-6-3TOKCK-1-UH-
AaHoHa B 150 mn 6e3BogHOro AuMXropmMeTaHa U
30 mn 6e3BogHOro MetaHona npu nepemeLuMBaHm
nponyckanu B TedeHrne 90 MMH NoTok o3oHa (3 r 030-
Ha/yac). 3aTem pacTBop NpogyBanu B TedeHne 5 MuH
KucnopodoMm u B TedeHne 10 MuH aproHom. [locne
pobasku 2,72 mn (37,1 mmonein) gumetuncynbduaa
nepemeluvsany B TedyeHme 15 4 npu KOMHaTHON TeM-
nepatype. 3atem peakuMOHHY0 CMeCb ynapusanu B
BaKkyyme, ocTaTtok obpabatbiBanv 170 mn guxnopme-
TaHa n nocne gobaeku 25 mn Boabl U 25 mn TpudgTo-
PYKCYCHON KUCMNOTbI MepemelunBany B TeyeHne 3 4
npu KOMHaTHOW TemnepaTtype. 3aTeM CMeCb BblNMBa-
nn B 150 Mn BoAbI 1 NpU NepemMeLlnBaHnumn HenTpanm-
30Banu, 4obaensas C NMOMOLBIO LINaTens rugpokap-
O6oHat HaTpus. MNocne atoro gobaensanu ewe 50 mn
BoObl, a3bl pas3gensnu u BoaHylo dasy ABaxdbl
3KCTparMpoBanu COOTBETCTBEHHO MOpUMSIMU MO
100 mn guxnopmMertaHa. CoeMHEHHbIE OpraHNYeckue
hasbl CyLmMnu Hag cynbdaToM MarHusi U KOHLEHTpU-
posanu B Bakyyme. B pesynbTate nonyvanu 3,4 r
(64%) (RS)-2-(2-okcoaTtun)-6-atokcu-1-nHOgaHoHa B
BMOE Macra KpacHO-KOPUYHEBOTO LiBETA.

r) PactBop 1,6 r (7,33 mmonen) (RS)-2-(2-
OKCO3TWM)-6-3TOKCK-1-uHAaHoHa u 70 Mr n-Tonyorncy-
nbcpokucnoTel B 70 Mn 6e3BogHOro Tonyorna Harpe-
Banu B BogooTaenutene. B kunawwmn pacteop B Te-
YyeHne 5 MuH no kannsm gobasnsinu pacTteop 2,2 T
(29,3 mmonen) (RS)-1-ammHo-2-nponarHona B 20 mn
6e3BogHoro Tonyona. 3aTeM MpoAoSmKanu KUNATUTbL
elle B TedeHne 45 MuH, Nnpuyem obbem pacTBopuTe-
nsa cokpawancs go 20 mn. OxnaxgeHHyo peakLMoH-
HYI0 CMECb O4YMLLanu NocpeacTBOM KONIOHOYHOW Xpo-
matorpadumM Ha cunukarene (aTunauetat/rekcaH
4:1). B pesynbtate nonyyanmun 1,03 r (52%) (RS)-1-(7-
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aTokcmn-1,4-aurnaponHaeHro[ 1,2-blnmppon-1-unn)-npo-
naH-2-ona B BUAe KOPUYHEBOro Macna.

a) B oxnaxgeHHbin pgo 0° pactBop 1,03 r
(3,8 mmonsa)  (RS)-1-(7-atokeu-1,4-gurnaponHaeHo-
[1,2-b]nuppon-1-un)-nponaH-2-ona  un 2,1 M
(15,2 mmornen) TpuatunammHa B 50 mn guxropmerta-
Ha npv nepemelvBaHuM [o0aBNANM MO Kanmsm
0,59 mn (7,6 Mmonel) meTaHcynbdoHunxmopmaa u
npodorkanu nepemelnBatb ele B TedyeHne 1,5 4
npu 3TOM TemnepaType. 3aTteM peakuMOHHYI0 CMeChb
pasbasnsnu 100 mn guxnopmeTtaHa, ABaxAbl Npo-
MbIBanu COOTBETCTBEHHO nopuusMu no 70 mMn Hackl-
LLleHHOro pacTBopa ruapokapboHaTa Hatpus U co-
edVHeHHble BoAHble dha3bl OAMH pa3 dKCTparMpoBanm
¢ nomotypio 70 mn guxnopmeTtaHa. CoegunHeHHbIe op-
raHudeckne asbl npombiBany 100 MM HacblLEeH-
HOro pacTeBopa Xfiopuga HaTpusi, CyLUMnu Hag Cyrb-
daToM MarHua u ynapusanu B Bakyyme. [NonyyeHHoe
3eneHoe Mmacno pacteopsnu B 30 mn 6e3BogHoOro
anmetundopmamuga, obpabateisanu 0,6 r (9,2 mmo-
new) asumga HaTPWS U peakuMOHHYI0 CMeChb Npu nepe-
MeLumMBaHWM HarpeBanu B TeveHne 20 4 go 60°. lNo-
cne oxnaxageHus pactsop Bbinveanu B 100 mn BoAb!
W ABaxAbl 3KCTparmpoBany COOTBETCTBEHHO MopLus-
mMu no 100 mn atunauetat. CoeaMHEHHbIE OpraHuye-
ckve ¢hasbl NpoMbIBanM No OQHOMY pa3y COOTBETCT-
BeHHO 70 mn BoAbl M 70 MN HacbILWEHHOro pacTeopa
Xropvga HaTpus, CyLUMnu Hag cyrnbdaToM MarHus u
KOHLIEHTpMpOBanu pacteop B Bakyyme. [lonyyeHHoe
KOpVYHEBOE Macno o4umLiany NocpeacTBOM KOFOHOY-
HOM xpomaTtorpacduy Ha cunukarene (atunaue-
Tat/rekcaH 1:10). B pesynbtate nonyyanu 948 wr
(72%) (RS)-1-(2-asugonponwun)-7-atokcu-1,4-gurna-
pouHaeHo[1,2-blnuppona B BuAe KenTtoBaToro
macna.

e) 0,94 r (3,32 mmons) (RS)-1-(2-asngonponun)-
7-atokeu-1,4-gurnapounHaeHol1,2-bjnnppona, pactso-
peHHoro B 80 mn 6e3BogHoOro aTaHona, rmgpyvpoBanm
B NPUCYTCTBMN 94 MI OKUCU NnaTuHbl B TeYeHne 3 4.
3aTem OTuNLTPOBLIBaNM OT KaTanusaTopa, NpoMbl-
Banu 3TaHOMOM W pacTBOPUTENb OTIOHANM B BaKyy-
me. lMonyyeHHoe GecuBeTHOe Macno pacTBOpsnv B
100 mn 6e3BogHOro AMITUOBOro admpa, PUNLTPo-
Banu 1 npu nepemeLuMBaHun obpabaTbiBany pacTeo-
pom 198 mr (1,7 mmons) dymapoBON KWCHOTbI B
20 mn meTaHona. 3aTem nepemelLBanu B TeyeHue
17 4 Nnpn KOMHaTHOW TemnepaTtype, nocne 4ero oT-
dunbTpoBbIBanM benble kpuctannel.. B pesynbtate
nonyyanu 581 mr (56%) dpymapara (RS)-2-(7-aTokcu-
1,4-purnpgpounHaeHo[1,2-blnuppon-1-un)-1-metun-
atunamuHa (1:0,5) ¢ T.nn. 212-214°.

Mpumep 16

a) PactBop 4,74 r (21,6 mmons) (RS)-2-(2-6yTeH-
1-un)-6-rugpokcu-1-mHaaHoHa, 5,18 mn (47,6 mmo-
new) n3obyTunbpommga n 5,98 r (43,3 mmons) kap-
6oHata kanusa B 40 mn N,N-gumetundopmammuga Ha-
rpesanu B TedeHue 48 4 go 60°. Nocne oxnaxaeHus
pacTteop Bbinveanu B 100 Mn BoAbl U ABaXAbl IKCT-
parMpoBanu COOTBETCTBEHHO nopuusmMu no 70 mn
atunauetata. CoeguHeHHble opraHunyeckne dasbl
NpoMbIBany Mo OAHOMY pa3y COOTBETCTBEHHO 70 mn
Bodbl 1 70 M HacbILLEHHOro pacTBopa Xxnopuga Ha-
TpWS, CyLIMNN Hag cynbdaTtoM MarHWs U KOHLEHTPU-
poBanu pacTBop B Bakyyme. B pesynbTaTte nonyyanu
52 r (93%) (RS)-2-(2-6yTteH-1-un)-6-n3obyTtokcu-1-
WHAAHOHa B BMAE KOPWUYHEBOrO Macra, KoTopoe He-
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NoCpPeACTBEHHO UCMOMb30Banu B rnocreayloLlen pe-
akumu.

6) Yepes oxnaxgeHHbIn go -70° pacteop 5,1 r
(19,7 mmonen) (RS)-2-(2-6yTeH-1-un)-6-n3obyTokcu-
1-uHgaHoHa B 150 mn 6e3BogHOro AuxrnopmeTaHa u
30 mn 6e3BogHOroO MeTaHona npu nepemelunBaHun
nponyckanu B TedeHne 90 MUH MOTOK 030Ha (2 T 030-
Ha/yac). 3aTem pacTBop nNpogyBanu B TeYeHue 5 MyH
KucnopogoMm u B TedeHne 10 MuH aproHom. [locne
pobaskn 2,16 mn (29,4 mmonen) gumetuncynbduaa
nepemeluvsany B TedeHme 15 4 npyu KOMHaTHON TeM-
nepatype. PeakunoHHylo cMecb ynapueanu B Bakyy-
Me, ocTaTok obpabaTeiBanu 170 Mn guxnopmeTtaHa u
nocne gobaekn 25 mn BoAdbl U 25 mn TpudTOpyKCyC-
HOM KMCIOTbl MepemMellnBann B TeveHne 3 4 npu
KOMHaTHOW TemnepaTtype. 3atem CMecb BbiNMBanu B
150 mn BOAbI U NpK NepemMeLlLMBaHUN HENTpanM3oBa-
nv, pobaBnsas ¢ NOMOLUBIO wWnatens rugpokapboHat
HaTpus. 3atem gobaensnu ewe 50 mn Boabl, dasbl
pasgensanu u BoaHyo a3y ABaxAbl 9KCTparnposanm
COOTBETCTBEHHO nopumamn no 100 mn guxnopmeta-
Ha. CoeanHeHHble opraHuyeckve dasbl CyLUMnu Hag
CcynbaTtoM MarHWs U KOHLEHTpMpOBanu B BaKkyyMme.
B pesynbtate nonyyarm 2,3 r (48%) (RS)-2-(2-
0KCO3TUM)-6-n300yTOKCK-1-MHAGHOHa B BMOE KpaCHO-
KOPWYHEBOro macna.

B) Pacteop 2,3 r (9,34 mmonei) (RS)-2-(2-okco-
3T1N)-6-n306yTOKCU-1-MHAaHOHa 1 70 Mr N-Tonyoncy-
nbdpokucnotel B 70 Mn 6e3BogHOro Tonyomna Harpe-
Banu B BogooTAenutene. B kunawwmn pacteop B Te-
YeHve 5 MWH no kannam gobasnsnu pacteop 2,93 r
(37,3 mmoneint) (RS)-1-ammHo-2-nponarHona B 20 mn
6e3BogHOro Tonyona. 3aTteM MpoAoSiKanu KUNsTUTb
elwe B TedeHne 45 MuH, Nnpuyem obbem pacTBopuTe-
nsa cokpawancsa go 20 mn. OxnaxgeHHyo peakLMoH-
HYI0 CMECb OYMLLANn NOCpPeacTBOM KOFTOHOYHOW XPO-
matorpaduM Ha cunukarene (aTunauetat/rekcaH
1:4).

B pesynbTtate nonyyamm 1,52 r (57%) (RS)-1-(7-
n3obytokcu-1,4-gurngponHaeHo[1,2-blnuppon-1-un)-
nponax-2-ona B BUAe Macna Kopu4HeBoro LBeTa.

r) B oxnaxgeHHbr go 0° pactBop 1,5 r
(5,26 mmornen)  (RS)-1-(7-n3obytokcun-1,4-guruapo-
nHgeHo[1,2-blnnppon-1-un)-nponaH-2-ona n 2,93 mn
(21,0 mmonb) TpuatunamuHa B 50 mn guxnopmeTtaHa
npuv nepemewmBaHmn gobaensanu no kannsm 0,81 mn
(10,5 mmoren) meTaHcynbgOHUNXIop1aa U Npogon-
Xanu nepemelunsaTb ewle B TedeHue 1,5 4 npu aTton
TemnepaTtype. 3atem peakuMOHHyl0 cMmecb pasbas-
nann 100 mn guxnopmertaHa, ABaxAbl NPOMbIBanu
COOTBETCTBEHHO MopuMsiMu Nno 70 MM HacbILEHHOro
pactBopa rugpokapboHata HaTpus M COeAUHEHHble
BOOHble da3bl OAMH pa3 aKCTparmpoBanm ¢ NOMOLLBIO
70 mn guxnopmetaHa. CoegnHeHHble OpraHu4eckue
¢asbl npombiBanv 100 mMn HacbIWEHHOro pacTteopa
Xropvaa HaTpus, CyLIWnu Hag cynbdaToM MarHus u
ynapusanu B Bakyyme. [lonyyeHHoe 3erneHoe mMacro
pactBopsnn B 30 mn 6essogHoro gumetundopm-
amupa, obpabartbiBanu 0,68 r (10,5 mmonen) asuaa
HaTpMs M peakUMOHHYI0 CMeCb Mpu NepemMeLllnBaHnm
HarpeBanu B TedeHne 15 4 go 60°. MNMocne oxnaxae-
HUsa pacteop BbinuBanu B 100 Mn BoAbl M ABaXAbl
3KCTparMpoBanM COOTBETCTBEHHO MOpUMSIMU MO
100 mn atunauetata. CoeOuHEHHbIE OpraHMYeckue
hasbl NpoMbIBaNy Mo OAHOMY pa3y COOTBETCTBEHHO
70 mn Bodbl M 70 MI HACbILLEHHOrO pacTBopa Xnopu-
Aa HaTpus, CyLUMNWU Hag cynbdaToM MarHus U KOH-
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LeHTpupoBanu pacteop B Bakyyme. [lonyveHHoe Ko-
pVYYHEBOE Macrio O4umLiany NocpeacTBOM KOMOHOY-
HOM xpomaTtorpacdum Ha cunukarene (aTunaue-
Tat/rekcaH 1:4). B pesynbTate nonyyanu 0,43 r (26%)
(RS)-1-(2-a3nponponun)-7-n3obyTokcu-1,4-gurngpo-
nHaeHo[1,2-b]nuppona B B1Ae mMacna crerka xenro-
BaToOro ugera.

a) 0,43 r (1,38 mmons) (RS)-1-(2-a3ngonponun)-
7-n306yTokcu-1,4-gurngpouHaeHo[1,2-bjnnppona,
pactBopeHHoro B 50 mn 6e3BogHoro ataHona, rva-
pvpoBanu B NpUcyTcTBUM 50 Mr oKMCK NNaTuHbI B Te-
YyeHuve 4 4. 3atem oThuNbLTPOBLIBANM OT KaTtanusaTo-
pa, NPOMbIBaN 3TaHONOM W OTTOHANN PacTBOPUTENb
B Bakyyme. [Nony4yeHHoe GecuBeTHOe Macrno pacTBo-
psim B 70 mn 6e3sogHoro Auatunosoro adupa,
dunbTpoBanu 1 obpabaTbiBanu npu nepemMeLuvBa-
Hum pacteopomM 80 wmr (0,69 mmMonsi) hymapoBOWi Ku-
crnotel B 10 Mn meTaHona. 3atem nepemelLvBany B
TedyeHne 17 4 Npu KOMHATHOW TemnepaType, nocne
Yyero oTduNbTPOBbIBaNM Oenble kpuctannbl. B pe-
synbTaTe nonyyanm 0,25 mr (53%) cpymapara (RS)-2-
(7-n30byTokcu-1,4-gurnpgpounHaeHo[1,2-bjnuppon-1-
un)-1-metunatunamuna (1:0,5) ¢ T.nn. 178°.

Mpumep 17

a) PactBop 11,8 r (73,7 mmonsa) 6-atun-1-
uwHaaHoHa, 15,4 mn (0,18 mons) 3-6yteH-2-ona u
110 mr  n-tonyoncynedgokucnotel B 110 mn 2,2-
AVMeTOoKcunponaHa B TedeHue 46 4 kunatunu ¢ ob-
paTHbIM XONoAMIbHUKOM B BOAoOTAenuTene, 3anon-
HEHHOM MorneKynsipHelM cuTom (0,4 HM, rpaHynbl
2 mm). 3aTem peakUMOHHY0 CMECb KOHLEHTpUpoBanu
B BakyymMe W ouuwanyM nocpegctBOM KONOHOYHOW
XpomaTorpadummn Ha cunukarene (rekcaH/guatunoBbiv
acmp 5:1). B pesynbtate nonyvanu 7,92 r (50%)
(RS)-2-(2-6yTeH-1-nn)-6-aTun-1-nHgaHoHa B BUAE
KOpWYHEBOro Macna.

6) Yepes oxnaxgeHHbIn go -70° pacteop 7,92 r
(37,0 mmonen) (RS)-2-(2-6yteH-1-un)-6-atun-1-nHaa-
HoHa B 150 mn 6e3BogHoro amxnopmetaHa u 30 mn
6e3B80QHOIO MeTaHona npu nepemMeLuMBaHMn Nponyc-
kanu B TedeHne 40 MUH NOTOK 030Ha (3 r o3oHa/yac).
3aTem pacTBop npogdyBanu B TeveHue 5 MUH kucno-
poaom u B TedeHne 10 muH aproHom. Nocne go6asku
3,36 mn (45,8 mmonen) gumetuncynedunga nepeme-
LmBanu B TedeHne 15 4 npu KOMHaTHOW Temnepary-
pe. PeakuuoHHyl0 CMecb ynapusanu B Bakyyme, OC-
TaTtok obpabaTbiBany 150 Mn guxnopmertaHa n nocne
pob6askn 30 mn Bogbl 1 30 Mn TPUGTOPYKCYCHOW KM-
CroTbl NnepemMeLLnBany B Te4eHme 3 4 npyv KOMHaTHON
Temnepatype. 3atem cmecb Bbinueanu B 150 mn Bo-
Obl U NPy NepemelunBaHun HenTpanusosanu, fobas-
NAs € NoMoLblo WnaTens ruapokapboHaTt HaTpus.
Mocne atoro gobGaensnu ewe 50 mn Bogbl, a3kl
pasgensnu n BogHyto dasy OBaxAbl IKCTparmpoBanu
COOTBETCTBEHHO nopuuamy no 100 mn anxnopmeta-
Ha. CoeauHeHHble opraHuyeckme dasbl CyLUUM Hag
cynbdaTtoM MarHusi U KOHLEHTPUpOBanu B BakyyMme.
B pesynbTtaTte nonyyanu 6,94 r (93%) (RS)-2-(2-okco-
3TUN)-6-aTnn-1-MHAaHoOHa B BMAeE XenToro Macna.

B) PactBop 2,02 r (10 mmonen) (RS)-2-(2-
0KCOaTUN)-6-3TMnN-1-nHgaHoHa 1 80 Mr N-Tonyoncynb-
dokmcnoTel B 70 Mn 6€3B0AHOrO Tonyona Harpesanu
B BogooTAenuTene. B kunawwmin pacteop B TeyeHune
5 mMyH no kannam go6asnsnu pacteop 3,0 r (40 mmo-
new) (R)-1-amuHo-2-nponaHona B 20 mn 6e3B04HOMO
Tonyona. 3ateM nNpodorkany KUNATUTL elle B Tede-
Hve 45 MuH, nNpuyeMm obbem pacTBOpUTENs COKpa-
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wanca go 20 mn. OxnaxgeHHyl peakuMOHHYIO
CMeCb ouumLLany NocpeacTBOM KOFIOHOYHOW XpomaTo-
rpadpum Ha cunvkarene (aTunauetat/Tonyon 1:1).

B pesynbtate nonydarmm 1,7 r (71%) (R)-1-(7-
atun-1,4-gurmgponHaeHo[1,2-blnuppon-1-un)-npo-
naH-2-ona B BM4e KOPUYHEBOro Macna.

r) B oxnaxgeHHbn go 0° pactBop 1,7 1
(7,04 mmonen) (R)-1-(7-atun-1,4-gurngponHgeHo[1,2-
blnuppon-1-un)-nponan-2-ona 1 3,9 mn (28,2 mmo-
nen) TpuatunammHa B 55 mn guxnopmertana npu ne-
pemewuvBaHun pgobasnanu no kannam 1,1 mn
(14,1 mmonew) MmeTaHcynbOHMINXITopMaAa U NPOLOI-
Xanu nepemelunsaTtb ele B TedeHne 1,5 4 npu aton
TemnepaTtype. 3aTteM peakLMOHHYI0 cMmecb pas3bas-
nann 100 mn guxnopmetaHa, ABaxAbl NPOMbIBaNu
COOTBETCTBEHHO MopuusMu no 70 MmN HacbILEHHOro
pactBopa rugpokapboHaTa HaTpus U COeAUHEHHble
BOAHble ha3bl OAMH pa3 aKCTparmpoBany ¢ NOMOLLBHO
70 mn guxnopmetaHa. CoegnHeHHble OpraHuyeckme
¢asbl npombiBanu 100 MmN HacbIeHHOro pacteopa
XropvAa HaTpus, CyWnnn Hag cynbdaToM MarHus u
ynapusanu B Bakyyme. [lonyyeHHoe 3eneHoe Macno
pactBopsinu B 50 mn 6e3BogHoro AumeTundopm-
amupa, obpabartbiBanu 0,84 r (12,8 mmonewn) asuaa
HaTpus N peakUMOHHYI0O CMeCb NpuW nepemelLnBaHum
HarpeBanu B TeyeHue 16 4 go 60°. Mocne oxnaxae-
HUSA cMecb BbinuBanu B 120 mn Bogbl 1 ABaXAbl 9KC-
TparMpoBanu COOTBETCTBEHHO nopuusamu no 120 mn
atunauetata. CoeguHeHHble opraHuyeckue @asbl
npomblBany No ogHoOMy pasy cooTBeTcTBeHHO 100 mn
BoAbl 1 100 Mn HackIWEeHHOro pacTBopa xnopuaa Ha-
TpWSA, CYLUMNKN Hag, CyfbdaToM MarHus U KOHLEHTpK-
poBanu pacTBop B Bakyyme. [lony4yeHHoe Kopu4He-
BOE Macsio oYMLLany nocpegcTBOM KONOHOYHOW Xpo-
maTtorpadun Ha cunukarene (Tonyon). B pesynbTtate
nonysdann 0,74 r (40%) (S)-1-(2-a3ngonponun)-7-
atun-1,4-gurnapovHaeHol[1,2-bljnuppona B Buae xen-
TOro macna.

a) 0,74 r (2,7 mmons) (S)-1-(2-asmgonponun)-7-
atun-1,4-gurnapovnHaeHol[1,2-blnuppona, pacTtBopeH-
Horo B 30 mn 6e3BogHOro aTaHona, rMapupoBanu B
npucytcTBum 80 Mr okKUCU NNaTvHbl B TedeHue 15 .
3aTem OTUNLTPOBLIBaNM OT KaTanm3aTopa, NPoMbl-
Banu 3TAaHOMOM W OTFOHSANW PacTBOPWUTENb B BaKyy-
me. [NonyyeHHoe GecLBeTHOe Macno pacTBOpsNU B
50 mn 6e3BogHOro AM3TUOBOro achmpa, punbTpoBa-
M v npy nepeMewwnBaHnM obpabaTtbiBanu pacTso-
poMm 345 wmr (2,97 mmonsi) dymapoBOW KMCIOTbl B
10 mn meTaHona. 3aTem nepemMelLBann B TeyeHue
17 4 nNpu KOMHaATHOW TemnepaTtype, nocrie 4ero oT-
dunbTpoBbiBany Genble kpuctannel. B pesynbtaTe
nonyyanu 0,45 r (56%) dymapata (S)-2-(7-a1vn-1,4-
avrngpovHaeHo[1,2-blnuppon-1-un)-1-metunatmn-
amwuHa (1:0,5) c T.nn. 189-190°.

Mpumep 18

a) Pacteop 8 r (42 mmons) 6-meTokcukapboHun-
1-nHaaHoHa, 8 mn (0,1 monga) 3-6yteH-2-ona n 100 mr
n-tonyoncynb@okmucnotel B 80 Mn 2,2-0MMETOKCU-
npornaHa KUNATUAM C oOpaTHbIM XOMOAWUMBHUKOM B
TeyeHve 28 4 B BogooTAenuTene, 3anofiHEHHOM MO-
nekynspHeiM cutom (0,4 HM, rpaHynbl 2 Mm). 3aTem
peakLMOHHYI0 CMeCb KOHLEHTPUpOBanu B BaKyyme u
ouuLLanv NocpeacTBOM KONOHOYHOW XpomaTtorpadum
Ha cunukarene (rekcan/atunauetar 3:1). B pesynbTa-
Te Hapagy ¢ 1,3 r agykta nonyyanu 8,5 r (83%) (RS)-
2-(2-6yTeH-1-un)-6-meTokcMkapboHus-1-nHaaHoHa B
BMOE Macna XenToro ugera.
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6) Yepes oxnaxgeHHbln go -70° pacteop 10,5 r
(42,9 mmons) (RS)-2-(2-6yTeH-1-un)-6-meTokcukap-
60oHWN-1-uHgaHoHa B 150 mn 6e3BogHOro guxrnopme-
TaHa Mpu nepemMellVBaHWM Mponyckanu B TeyeHue
45 MyH noTok 030Ha (3 r o3oHa/yac). 3aTtem pacTBop
npogysanu B Te4eHne 5 MUH KMCMOPOAOM M B Teue-
Hne 10 MuH aproHom. [locne poGasku 4,74 mn
(64,4 mmons) aumeTuncynbduga nepemelunsBanv B
TeveHue 18 4 nNpu KOMHaTHOM Temnepatype. Peakuu-
OHHYI0O CMeCb ynapusanu B BaKyyme W ouuLianu rno-
CPEACTBOM KOJIOHOYHOM XpomaTtorpadhum Ha cunuka-
rene (guatunosbii agup). NMyTem nepekpuctannmaa-
UMM NOMyYeHHOro TBEpPAOro BellecTBa MNomyyanu
4,51 (45%) (RS)-2-(2-0kcoaTunn)-6-meToKCMKapOoHMI-
1-MHOaHOHa B BUAe XXenToBaToro TBEPAOro BeLlecT-
Ba c T.nn. 92°.

B) PacteBop 2,32 r (10 mmonen) (RS)-2-(2-okco-
3TMN)-6-meTokcmkapboHun-1-niaaHoHa n 80 mr n-to-
nyoncynbdokucnotel B 70 mn 6e3sogHoro Tonyona
HarpeBanu B Bogootaenutene. B kunawmii pacteop B
TeyeHve 5 MWH no kannsim gobasnsanu pacTeop n3 3 1
(40 mmonewn) (RS)-1-amuHo-2-nponaHona B 20 mn
6e3sogHoro Tonyona. 3aTemM MpoOAoSDKany KUNATUTbL
elle B TedyeHne 45 MuH, Nnpuyem obbem pacTeBopuTe-
na cokpawanu go 20 mn. OxnaxaeHHy peakLMoH-
HYI0 CMeCb O4MLLanu NocpeacTBOM KONOHOYHOW Xpo-
matorpacduM Ha cwunukarene (3Tunauerat/Tonyon
1:1). B pesynbtate nonyyanm 2,2 r (81%) (RS)-1-(7-
meTokcukapbonun-1,4-30gurngpovHgeHo[1,2-blnup-
pon-1-un)-nponaxH-2-ona B BMAe Macna KOpU4YHEBOro
useta.

r) B oxmaxgeHHbin go 0° pactBop 2,2 1
(8,1 mmonew) (RS)-1-(7-meTokcukapboHun-1,4-gurna-
povHaeHo[1,2-b]nuppon-1-un)-nponaH-2-ona "
4,55 mn (32,4 mmonsa) TpuatunamuHa B 60 mn au-
XriopMeTaHa npu nepemeLuBaHnm obasnsny no ka-
nnam 1,26 mn (16,2 mmonen) meTaHcynboHMNXIo-
pvaa v npogorkanu nepemelunBaTth elle B TeyeHne
1,5 4 npu aton Temnepatype. 3aTemM peaKkUMOHHYIO
cmecb pasbasnsnu 100 mn guxnopmeTaHa, ABaXAbl
NpoMbIBanM COOTBETCTBEHHO nopumsamy no 70 mn
HacbILEHHOro pacTBopa rmgpokapboHaTa Hatpus u
coefuHeHHble BoAHble da3bl OAUH pa3 IKCTparnpo-
Banu ¢ nomowpto 70 mn guxnopmertaHa. CoeguHeH-
Hble opraHudeckne dasbl npombisanu 100 mn Hachbl-
LLleHHOro pacTBopa Xxfopwga HaTpus, CyLMnu Hag
cynbdatoM marHus u ynapvsanu B Bakyyme. lNony-
YeHHOe KopuyHeBOoe macno pacteopsanu B 50 mn 6es-
BOOHOro AvmeTnndopmamuga, obpabartbisamm 1,05 r
(16,2 Mmmornen) asmga HaTpMs U pPeakUMOHHY CMeChb
npu nepemelLnBaHUN Harpesanu B TeyeHne 15 4 go
60°. TMocne oxnaxgeHWs pacTBOp BbIMMBaNM B
100 mn BoAbl N ABaXAbl 3KCTparMposanu CoOOTBETCT-
BeHHO nopumamn no 100 mn atunauetarta. Coegn-
HeHHble opraHuyeckve dasbl N0 O4HOMY pa3sy npo-
MbiBanu cootseTcTBeHHO 70 mn Boabl U 70 Mn Ha-
CbILLEHHOrO pacTBOpa Xopuaa HaTpus, CyLUMnu Hag
cynbdaTtoM MarHus U KOHLEHTpUpoBanu pacteop B
Bakyyme. [Mony4yeHHoe KOpWYHEBOE Macno ouuLanu
NMOCPeACTBOM KONOHOYHOWM XpomaTorpadum Ha cunu-
karene (tonyon). B pesynbtate nmonyyanm 950 mr
(40%) (RS)-1-(2-azungonponun)-7-meToKcukapboHm-
1,4-gurngpouHaeHo[1,2-bjnnppona B BMAe macna Ko-
pv4HeBaToro LuBeTa.

a) 0,95 r (3,2 mmons) (RS)-1-(2-a3mpgonponun)-7-
MeTokcukapboHun-1,4-auragponHaeHo[1,2-blnuppo-
na, pacteopeHHoro B 70 mn 6e3BogHOrO MeTaHona,
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rmapupoBanu B NpucyTcTBumM 95 Mr OKMCK NnaTuHbl B
TeyeHuve 4 4. 3aTem OTPUNbLTPOBLIBANM OT KaTanusa-
Topa, NPOMbIBaNy METAHOMOM W pPacTBOPUTENb OTroO-
HAMn B Bakyyme. [lonyyeHHoe GecLBeTHOe Macno
pacteBopsnm B 110 mn 6e3BogHOro AMITUNOBOIO
admpa, unbTpoBanNu 1 Npu nepemeLlBaHnm obpa-
6atbiBanu pactesopom 186 mr (1,6 mmons) dymapo-
BOW kucnotel B 20 Mn meTaHona. 3ateM nepemeLuu-
Banu B TeyeHue 3 4 Npu KOMHaTHOW Temnepatype,
nocne 4ero oTcunbTpoBbIBanu 6enble kpuctanmnel. B
pesynbTate nonyyanu 770 mr (73%) dymapata (RS)-
2-(7-meTokcukapoonun-1,4-aurnaponHaeHo[1,2-bl-
nuppon-1-un)-1-metnnatmnamuya (1:0,5) ¢ T.nn. 199-
200°.

Mpumep 19

a) B oxnaxgeHHbi go 0° pactBop 3,55 r
(10,7 mmonen) (RS)-1-(2-azugonponun)-7-mMe3nnok-
cukap6oHun-1,4-gurngpovHaeHo[1,2-bjnmppona B
90 mn 6e3BogHoro AmaTtunosoro agupa n 90 mn 6es-
BOOHOro TeTparvgpodypaHa B TeveHue 5 MuH Jo-
6aBnsnm no kannam 5,87 mn (11,7 mmonen) 2M pac-
TBOpa peHunnuTus. Yepes 15 MUH nNpu Ton xe Tem-
nepatype NoBTOpHO Aob6aensnu no kannsm 5,87 mn
pactBopa PeHUNIUTUA 1 NnepeMelLnBanu elle B Te-
YeHve 5 MUWH, Nocne Yero peakuMoHHY0 cMecb obpa-
6atbiBany 50 Mn HacbIWeHHOro pacTBopa xropuaa
ammoHua 1 25 mn Boabl. 3aTeM OAMH pa3s aKcTparu-
poBanu c nomowpo 50 MmN aTunauertarta, BOAOHYIO
a3y cnerka nogkucnsanu 1H congHom KUCROTOW U
TPWXAbI SKCTParMpoBany COOTBETCTBEHHO MOPLMAMU
no 100 mn atunauetata. CoeOuHEHHbIE OpraHuye-
ckue asbl oanH pas npombiBany 100 Mn HacbILWEeH-
HOro pacTtBopa Xxfnopugaa HaTpuvsi, CyLuWnu Hag Cyrb-
haToM MarHusi 1 KOHLEeHTpMpoBanu B Bakyyme. B pe-
synbTate nonyyanu 2,7 r (99%) (RS)-1-(2-asugonpo-
nun)-7-rugpokcu-1,4-gurngponHaeHo[1,2-bjnnppona
B BMAE KOPUYHEBOroO Macrna.

6) B pacteop 1,05 r (4,13 mmons) (RS)-1-(2-
asugonponun)-7-rugpokcu-1,4-aurmaponHaeHol1,2-
blnuppona u 0,6 mn (7,4 mmonen) nupuamHa B 30 Mn
AvnxnopmeTaHa npu nepemelumBaHun  gobasnsanu
0,7 mn (7,4 MmmoneW) aueTaHriapvaa v NpoAoIKanm
nepemeLuVBaTh elle B TedeHue 16 4. 3atem peakuu-
OHHY!0 cMecb obpabaTbiBany 50 Mn guxnopmeTaHa u
40 Mn BOAbl, OTAENANM OpraHU4eckyto asy u npo-
MbIBanu ee oguH pa3 50 Mn HacbILWEHHOro pacTBopa
xrnopuaa HaTpus. [locne cywkn Hag cynbdaTom mar-
HUS KOHLEHTpMPOBanu B BaKyyme, U CbIpO/ NpoayKT
oumLLanM NocpeacTBOM KONOHOYHOW XpomaTorpadum
Ha cunukarene (aTunauetat/rekcaH 1:2). B pesynbTa-
Te nonyyanu 0,9 r (85%) (RS)-1-(2-a3ngonponun)-7-
aueTokcu-1,4-gurngpovHaeHo[1,2-bjnuppona B Buae
Macra crnerka opaHxeBoro LBeTa.

B) 0,84 r (2,84 mmons) (RS)-1-(2-asugonponun)-
7-aueTtokeu-1,4-gurngpounHaeHo(1,2-bjnuppona, pac-
TBOpeHHoro B 100 M 6e3BogHOro aTaHona, rmapupo-
Banu B NpucyTcTBuM 85 Mr okncy nnaTuHel B Te4eHne
4 4. 3ateM OTWMBTPOBbLIBANIM OT KaTanusaTopa,
NpOMbIBaniM 3TAHOMOM U OTFOHSANM pPacTBOpPUTENb B
Bakyyme. [NonyyeHHoe 6GecuBeTHOe Macno pacTBo-
psim B 100 mn 6Ge3BogHOro AUITMNOBOrO 3dwmpa,
dunbTpoBanu 1 obpabaTbiBann nNpu nepemMeluvBa-
HuKn pacteopom 178 wmr (1,54 mmons) hymapoBoii ku-
crnotel B 20 Mn meTaHona. 3ateM nepemelLvBanv B
TeyeHve 4 4 Npu KOMHaTHON TemnepaTtype, nocne ye-
ro otcpunsTpoBbIBany G6enble kpuctanel. B pesynb-
Tate nonyyanu 400 mr (43%) dymapara (RS)-2-(7-
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auetokcu-1,4-aurnagponHaeHo[1,2-blnuppon-1-un)-1-
metTunatunamuHa (1:0,5) ¢ T.nn. 187-188°.

Mpumep 20

a) PactBop 1,88 r (10 mmonen) (RS)-2-(2-
OKCO3TWN)-6-mMeTnn-1-nHgaHoHa 1 80 mr n-Tonyoncy-
nbcokncnoTel B 70 mn 6e3BogHOro Tornyona Harpe-
Banu B BogooTAenutene. B kunawwmin pacteop B Te-
YeHue 5 MWH no kannam gobaenanu pacteop n3 3,0 r
(40 mmonen) (RS)-1-amuHo-2-nponaHona B 20 mn
6e3BogHoro Tonyona. 3aTemM MpOAoIDKaNu KUNATUTbL
elle B TedeHne 45 MuH, Nnpuyem obbem pacTeBopuTe-
na cokpawanu go 20 mn. OXnaxaeHHy peakLMoH-
HYI0 CMeCb O4MLLanu NocpeacTBOM KONOHOYHOW Xpo-
matorpadum Ha cunukarene (AMaTMnoBbLIN
acmp/rekcaH 7:3). B pesynbtate nonyyanm 0,99 r
(44%)  (RS)-1-(7-metun-1,4-gurngpovHaeHo[1,2-b]-
nuppon-1-un)-nponaH-2-ona B BuWAe KOPUYHEBOIO
macna.

6) B oxnaxgeHHbln go 0° pacteop 0,98 r
(4,3 mmons) (RS)-1-(7-metnn-1,4-gurnapovHaeHo
[1,2-b]nuppon-1-un)-nponaH-2-ona un 24 Mn
(17,2 mmonen) TpuatunammHa B 50 mn guxropmerta-
Ha npv nepemewvBaHUM [o0aBNANM MO Kanmsm
0,67 mn (8,6 Mmonel) metaHcynbdoHUnxmopmaa u
npogorkanu nepemelinsatb ele B TedyeHne 1,5 4
npu 3TOM TemnepaType. 3aTeM peakuMOHHYI0 CMeChb
pasbasnsnu 100 mn guxnopmeTtaHa, ABaxAdbl Npo-
MbIBanu COOTBETCTBEHHO nopumsMu no 70 mMn Hackl-
LLleHHOro pacTBopa ruagpokapboHaTa Hatpus U co-
edVHeHHble BoAHble dha3bl OAMH pa3 aKCTparMposanm
¢ nomotypsto 70 mn guxnopmertaHa. CoegnHeHHbIe op-
raHndeckue dasbl npombisany 100 Mn HacbILWEeHHOro
pacTBopa Xnopvaa HaTpws, CYLUMNN Hag cynbdaTtom
MarHus » ynapusanu B Bakyyme. [MonyyeHHoe 3ene-
Hoe macno pacteopsnu B 40 mn 6e3BogHOro gume-
Tundopmamuga, obpabateisanu 0,56 r (8,6 mmonein)
asuga HaTpus U peakuMOHHY0 CMeCb Mpu nepeme-
LUMBaHUMN HarpeBanu B TeveHue 16 4 go 60°. Mocne
oxnaxaeHus pactsop Bbinueanu B 100 mn BoAbl ©
ABaXdbl 3KCTparnpoBany COOTBETCTBEHHO NOpUMSAMU
no 100 mn atunauetata. CoenuHEHHbIE OpraHuye-
ckvue hasbl MpoMbIBanM No OQHOMY pa3y COOTBETCT-
BeHHO 70 mn BoAbl M 70 MN HacbILWEHHOro pacTeopa
Xropvga HaTpus, CyLUMnu Hag cyrnbdgaToM MarHuis u
KOHLIeHTpMpOBanu pacteop B Bakyyme. [lonyyeHHoe
KOpVMYHEBOE Macno o4uLiany NocpeacTBOM KOFOHOM-
Hol xpomatorpacumu Ha cunukarene (tonyon). B pe-
3ynbTate nonyyanu 737 mr (68%) (RS)-1-(2-a3ngo-
nponun)-7-metun-1,4-auruaponHaeHol1,2-bjnnppona
B BMAe GecLBeTHOro macna.

B) 0,73 r (2,89 mmons) (RS)-1-(2-a3ngonponwn)-
7-metun-1,4-gurmapovHaeHo[1,2-bJ-nuppona, pac-
TBOpeHHoro B 40 mn 6e3BOAHOrO dTaHona, rmapupo-
Banu B NPUCYTCTBUM 75 MI OKUCK NMaTWHbI B Te4eHne
3 4. 3aTem oTdMNbTPOBLIBANM OT KaTanusaTopa,
NPOMbIBaNM 3TAaHOMOM W OTIOHSANM PacTBOpPUTENb B
Bakyyme. [NlonyyeHHoe GecLBeTHOe Macrno pacTBO-
psnm B 50 mn 6e3BogHoro Auatunosoro adwupa,
dunbTpoBanu n obpabaTbiBanu npu nepemeLuvBa-
Hun pacteopom 168 wmr (1,45 mmons) oymapoBoli Ku-
crnotel B 10 mn meTaHona. 3atem nepemelunBanyi B
TeuyeHne 17 4 Npu KOMHATHOW TemnepaType, nocne
Yyero oTdunbTpoBbIBanM 6enble kpuctannbsl.. B pe-
synbTarte nonyuunu 596 wmr (73%) dpymaparta (RS)-2-
(7-metun-1,4-gurngpovHaeHol1,2-b]nmuppon-1-nn)-1-
metunatunamuHa (1:0,5) ¢ T.nn. 194°.
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Mpumep 21

a) PactBop 2,08 r (10 mmonen) (RS)-2-(2-
oKkcnatun)-6-xmnop-1-nHigaHoHa n 80 Mr n-tonyorn-
cynbdgokncnoTtel B 70 mn 6e3BogHoOro Tonyona Ha-
rpeBanv B BogooTAenuTene. B kunawwmn pactesop B
TeyeHve 5 MuH no kannsam gobasnsanu pacteop 3,0 r
(40 mmonen) (RS)-1-amuHo-2-nponaHona B 20 mn
6e3BogHoro Tomnyona. 3aTeM MPOAOSDKaNM KUNATUTb
ele B TedeHve 45 MuH, npuyem obbem pacTBopuTe-
ns cokpawanu go 30 mn. OxnaxaeHHy peakLMoH-
HYI0 CMECb OYMLLANM NocpeacTBOM KOFIOHOYHOWM Xpo-
matorpacdum Ha cunukarene (aTunauertat/Tonyon
3:7). B pesynbTate nonyyanu 1,52 r (61%) (RS)-1-(7-
xnop-1,4-aurngponHaeHo[1,2-bjnnppon-1-un)nponax-
2-ona B BMAE KOPWYHEBOro Macna, KOTopoe Hemno-
CPEACTBEHHO  MCMonb3oBanu B MOCnegyoLen
peakuuu.

6) B oxnaxpeHHbln o 0° pactBop 1,52 r
(6,1 mmonen)  (RS)-1-(7-xnop-1,4-gurnopoviHoeHo-
[1,2-blnuppon-1-un)-nponaxH-2-ona 1 34  w™mn
(24,5 mmons) TpuatnamuHa B 40 mn guxnopmeTaHa
npu nepemeLwmBanmm gobaensanm no kannsm 0,95 mn
(12,3 mmonew) meTaHcynbdOoHMNXIopMaa 1 NPOAoS-
Xanu nepemelunsaTb ewle B TedeHue 1,5 4 npu aton
TemnepaTtype. 3ateMm peakuMOHHyl cMmecCb pasbas-
nanu 280 mn aMatunosoro 3dupa, ABaXAbl NMPOMbI-
Banu COOTBETCTBEHHO mopuusMu no 70 mn Hackl-
LLleHHOro pacTBopa ruagpokapboHaTa HaTpus U co-
edViHeHHble BOAHble (ha3bl O4MH pa3 KCTparnposanm
c nomouwbo 70 mn gnatunosoro acpupa. CoenuHeH-
Hble opraHuyeckne dasbl npomMbiBann 70 Mn Hacbl-
LLleHHOro pacTBopa Xflopuaa HaTpus, Cyvnu Hag
cynbdaTtoM marHus 1 ynapusanu B Bakyyme. lony-
YeHHOe KopuyHeBoe macro pacteopsnu B 30 mn 6es-
BOOHOTO  AumMeTundopmamunga, obpabaTbiBanu
718 mr (11,0 Mmoneit) asnga HaTpust U peakLMOHHYH
CMecb MpW MepemeluMBaHUN Harpesanu B TeveHue
17 4 po 60°. Mocne oxnaxaeHWs pacTBOP BbiNMBaNu
B 140 Mn BoAbl M ABaxAdbl SKCTparnpoBanu COOTBET-
CTBEHHO nopuuamu no 140 mn gMaTnnoBoro agumpa un
ogHu pa3 140 mn atunauetaTta. CoegnHeHHble opra-
Huyeckme dasbl MPOMbIBANM No OJHOMY pasy COOT-
BeTctBeHHO 140 mn Boabl U 140 MmN HacCbILWEHHOro
pacTBopa xropuga HaTpus, CyLUMNN Hag cynbdaTom
MarHus U KOHLEHTpMpoBanu pacteop B Bakyyme. [lo-
ny4YeHHOe KOpUYHEBOE Macrio ouuLLany nocpeacTsoM
KOFTOHOYHOWM Xpomatorpadun Ha cunvkarene (Tony-
on). B pesynbTtate nonyyanu 1,0 r (60%) (RS)-1-(2-
asugonponun)-7-xnop-1,4-gurugpovHaeHo[1,2-blnup-
pona B BuAe macna.

B) 1,0 r (3,7 mmons) (RS)-1-(2-asangonponun)-7-
xnop-1,4-aurngponHaeHo[1,2-bjnuppona, pacTBopeH-
Horo B 40 mn 6e3BogHOro aTaHona, rMapyvpoBanu B
npucytctBum 100 Mr oKMCK NNaTuHbl B TedeHne 17 u.
3aTem OTuMNbLTPOBLIBaNM OT KaTanm3aTopa, NpoMbl-
Banu 3TAaHOMOM W OTFOHSANW PacTBOPWUTENb B BaKyy-
me. [NonyyeHHoe GecuBeTHOe Macno pacTBOpsSNY B
75 mn 6e3BogHOrO AMITUIOBOro adhupa, punbTpoBa-
nm n obpabaTtbiBanu Npu nepemeluMBaHUn pacTBo-
pom 195 mr (1,68 mmons) dymapoBOW KUCMNOTbI B
15 Mn meTaHona. 3aTem nepemMelLvBann B TeyeHue
19 4 nNpu KOMHaTHOW TemnepaTtype, nocrie 4ero oT-
dunbTpoBbiBany benble kpuctannel. B pesynbtate
nonyvanu 945 wmr (85%) dymapara (RS)-2-(7-xnop-
1,4-gurngpounHaeHo[1,2-blnnppon-1-un)-1-meTtunn-
atunamwunHa (1:0,5) c T.nn. 206°.
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Mpumep 22

a) PactBop 2 r (9,8 mmonen) (RS)-2-(2-okco-
3TUN)-6-MeToKcn-1-nHgaHoHa 1 80 Mr N-Tonyoncysb-
dokucnotsbl B 70 Mn 6e3B0ogHOrO TOMyorna Harpeeanu
B BogooTAenuTene. B kunawwmin pactBop B TeveHue
5MuH pobaensanuM no kannsm  pactBop 2,94 r
(39,2 mmoren) (RS)-1-amuHo-2-nponaHona B 20 mn
6e3sogHoro Tonyona. 3aTemM MpoOAoSDKanu KUNATUTbL
ewe B TedeHne 30 MWH, Npuyem obbem pacTeBopuTe-
na cokpawanu go 20 mn. OxnaxaeHHy peakLMoH-
HYI0 CMECb OuMLLanu NocpeacTBOM KONIOHOYHOW Xpo-
matorpaduM Ha cwunukarene (3Tunauerat/Tonyon
1:1). B pesynbtate nonyvanm 1,7 r (71%) (RS)-1-(7-
meTokcu-1,4-gurnapounnHaeHol1,2-bjnnppon-1-umn)-
nponaH-2-ona B Bude TBEpAOro BewecTBa C
T.nn. 76°.

6) B oxnaxaeHHbI go 0° pacteop 1 r (4,1 Mmo-
ns) (RS)-1-(7-meTokeu-1,4-gurngponHgeHo[1,2-b]
nuppon-1-un)-nponaH-2-ona u 2,3 mn (16,4 mmonewn)
TpuatunamuHa B 30 mMn guxnopmMeTaHa npu nepeme-
WwrBaHuM gobaenanu no kannsm 0,64 mn (8,2 Mmo-
new) meTaHcynbdoHUNXIopMaa U NPoAoInKanm ne-
pemMelwmBaTtb ele B TedeHne 1,5 4 npu aton Temne-
patype. 3ateM peaKLMOHHYl0 cMmecb pasbasnsnu
200 mn auaTtunosoro adpupa, ABaxAbl NPoMbIBaNn
COOTBETCTBEHHO MopuMsiMu No 70 MM HacbILLEHHOro
pactBopa rmgpokapboHata HaTpus U COeAUHEHHble
BOAHble da3bl OAMH pa3 aKCTparnpoBanm ¢ NOMOLLbIO
70 mn guatunosoro admpa. CoeanHeHHble OpraHu-
yeckne asbl NpombiBanu 70 M HaCbILLLEHHOrO pac-
TBOpa Xopuga HaTpus, CyLMNW Hag cynbdaTom
MarHus u ynapveanu B Bakyyme. lNonyyeHHoe kopuy-
HeBoe macrno pacteopsinu B 40 mn 6e3BogHoOro Au-
meTundopmamuaa, obpabateisanm 0,53 r (8,2 mmo-
new) asumga HaTpPWS U peakuMOHHYI0 CMeChb Npu nepe-
MeLuMBaHWM HarpeBanu B TedyeHue 15 4 go 60°. lNo-
cne oxnaxageHus pactsop Bbinveanu B 140 mn BoAbl
W ABaxAbl 3KCTparmpoBany COOTBETCTBEHHO MopLus-
Mu no 140 mn gmatunosoro acpupa. CoeanHeHHble
opraHuyeckne asbl NPOMbIBANU MO OJHOMY pasy
cootBeTcTBeHHO 100 mn Boabl 1 100 M HaCbILEHHO-
ro pacteopa xropuga HaTpus, Cylumnu Hag cynbda-
TOM MarHusl U KOHLUEHTPMPOBanv pacTBop B Bakyyme.
[MonyyeHHoe KOpWYHEBOE Macno ouuwanu nocpea-
CTBOM KOJIOHOYHOW Xpomatorpacum Ha cunvkarene
(tonyon). B pesynbtate nonydanu 750 mr (68%)
(RS)-1-(2-a3uponponun)-7-meTokcn-1,4-AMrnapouH-
neHo[1,2-b]nuppona B Buae 6ecuseTHOro macna.

B) 1 r (3,7 mmons) (RS)-1-(2-asngonponwun)-7-
mMeTokeu-1,4-aurngpovHaeHol1,2-bjnnppona, pacTteo-
peHHoro B 50 mn 6e3BogHoro aTaHona, rmgpyvpoBanm
B npucytcTBum 100 Mr oKUCK NNATUHBI B TeYEHne 3 4.
3aTem OTuNLTPOBLIBaNM OT KaTanusaTopa, NpoMbl-
Banu 9TaHOMOM W pacTBOPUTENb OTIOHANW B BaKyy-
me. lMonyyeHHoe GecuBeTHOe Macno pacTBOpsnv B
100 mn 6e3BOAHOrO AMITUIOBOrO admpa, PUNLTPo-
Banu 1 npu nepemeLuMBaHun obpabaTbiBany pacTeo-
pom 216 mr (1,8 mmons) dymapoBON KWCHOTbI B
20 Mn meTaHona. 3ateM npodorkanu nepemMeLuu-
BaTb B TedeHue 18 4 npu KOMHaTHOW TemnepaTtype,
nocre yero oTunbTpPoBeIBaNu benble kpucTannsl. B
pe3ynbTaTe nony4anu 882 mr (79%) dymapara (RS)-
2-(7-meTokeu-1,4-gurngponHaeHo[1,2-blnuppon-1-
un)-1-metunatunamuna (1:0,5) ¢ T.nn. 203°.

Mpumep 23

a) Pacteop 20,0 r (0,12 mons) 6-meTokcu-1-
uwHaaHoHa, 31,3 mn (0,36 mons) 3-6yTeH-2-ona,
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53,5mn (0,43 wmons) 2,2-guMeTokcunponaHa  u
200 mn n-tonyoncynegokucnotsl B 200 mn Tonyona
HarpeBanun o kuneHus. ObpasyloLyiocsi cMecb Me-
TaHoNn/aueToH ynapvBanu W peakUUOHHbIA pacTBoOp
KANSTUMN B T€YEHMEe HOYM C 0BpaTHBIM XONoAWIbHU-
koM. [locne oxnaxgeHus pacTBOp MPOMbIBANU
500 mn HacblLLeHHOro pacTBopa rmgpokapboHaTta Ha-
Tpus. BogHylo a3y akcTparmpoBanuM C MNOMOLLBHO
50 mn aTunauertaTa, COEAMHANN C opraHuyeckon da-
30M, CyLImMnM cynbaTtom MarHusi U ynapveanu B Ba-
Kyyme. [locne ouucTkm Ha cwunukarene  (rek-
caH/gnatnnosein adump 5:1) nonyyamm 13,6 r (55%)
(RS)-2-(2-6yTeH-1-un)-6-meTokCU-1-MHOAHOHA B BUAeE
CBETNO-XeNToro macna.

6) Yepes oxnaxaeHHbin go -70° pacteop 13,6 r
(62 wmmons)  (RS)-2-(2-6yTeH-1-un)-6-meTokeu-1-
mHaaHoHa B 200 mn 6e3BOAHOrO AuxrnopMeTaHa u
400 mn 6e3BO4HOrO MeTaHomna npu nepemeLLvMBaHum
nponyckanu B TedeHne 60 MuH 030H (3 1 030Ha/yac).
3aTem pacTBoOp npogyBanv KUCIIOPOAOM, MOCIe Yero
B XONnoAHbIv pacteop gobasnsanu 6,4 mn (87 mMmonen)
avmetuncynbduga. B TeyeHne Houm TemnepaTypa
pactBopa gocTurana KOMHAaTHOW, W 3aTem pacTBOp
ynapuBanu B Bakyyme. OcTatok pacTBopsinuM B
1600 mn guxnopmeTaHa, pacteBop obpabaTeiBanu
600 r cunumkarens n 100 mn 10%-Horo pacTeopa Lwa-
BENeBON KMUCIOTbl U NepemelLnBani B Te4EHNE HOYUN.
3aTem hunbTpoOBaNM 1 KOHUEHTPUPOBAM B Bakyyme.
B pesynbtate nonyyarm 6,5 r (51%) (RS)-2-(2-
OKCO3TUM)-6-MeToKCK-1-MHAaHOHa B BWAE >KEnToro
macna.

B) PactBop 4,5 r (22 mmons) (RS)-2-(2-okco-
3Tun)-6-meTokeu-1-uHgaHoHa u 2,3 r (22 mmons) N-
auetunatuneHgnamumHa B 100 mn Tonyona KunNATUm
B TeyeHne 10 MyH ¢ oBpaTHbIM XxofnoaunbHMKOM. Pe-
aKLUMOHHYIO CMeCb ynapusanu B Bakyyme, pacTBops-
N1 B AMXJI0pMeTaHe, CyLUMNN C MOMOLLbO cyrnbdata
MarHus 1 NOBTOPHO ynapusanu. [locrne o4McTkn Ha
cunukarene (stunauertat) nonyydanu 0,9 r (15%) N-[2-
(7-meTtokeun-1,4-gurnapounHaeHo[1,2-blnuppon-1-un)-
aTun]-auetammga B BuMOEe TBEPAOro BelLecTBa XKer-
TOBAaTOro LBeTa.

r 24 r (8,9 wmmonen) N-[2-(7-meTokcu-1,4-
avrngpovHaeHo[1,2-blnuppon-1-un)-atun]-auetamu-
Aa Harpesanu B aTMmocdpepe aproHa B 48 mn atu-
neHrmukonsa/sodbl 2:1 B NnpucyTcTBUM 2,5 1 ruipOOoKK-
cu Kanus B TedeHne 17 4 go 140°. 3atem oxnaxxganu
1 obpabateiBany 250 M NonyHacbILEHHOrO pacTBo-
pa xnopuga Hatpus. [Nocne aToro TpwKabl 3KCTparv-
poBanu ¢ NOMOLLBIO ONITUIIOBOrO ddhmpa, CoeanHeH-
Hble 9KCTpaKTbl CyLWMNW Hag cynbdatoMm HaTpus,
dunbTpoBanu n ynapmeanu. KopuuHesoe macno pac-
TBopsiin B 30 Mn meTaHona u obpabatbiBann 1,0 ©
(8,6 mmonen) dymMapoBoW KUCMOTbI, YTO COMPOBOX-
Aanocb BbiNageHNemM CBEeTNO-KOPUYHEBbLIX KpucTan-
noe. OTn KpucTannel pacteopsanv B 120 mn Tennoro
mMeTaHona. [locne oxnaxgeHus OO KOMHAaTHOW TeM-
nepaTtypbl NPOAYKT KPUCTannusoBanuM MegsieHHOW
pobaskon 120 mn guatunosoro adgupa. B pesynbtaTe
nonyvanu 2,0 r (66%) dymapara 2-(7-metokcmn-1,4-
avrngpovHaeHo[1,2-blnuppon-1-un)-atunamuHa (1:1)
c 1.nn. 177-180°.

Mpumep 24

a) Pacteop 2,0 r (10,4 mmonen) (RS)-2-(2-okco-
aTun)-5-dtop-1-mHgaHoHa n 85 mr n-tonyoncynbdo-
kucnoTbl B 70 mn 6e3BogHOro Tonyona Harpesanv B
BogooTdenutene. B kunAwwmin pactBop B TeveHue
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5MuH no kannmam pgobasnsanu  pacteop 3,12 r
(41,6 mmornb) (RS)-1-amuHo-2-nponaHona B 20 mn
6e3BogHoro Tonyona. 3aTemM MpoAoSmKanu KUNATUTb
ewle B TedeHne 45 MuH, Nnpuyem obbem pacTeBopuTe-
na cokpawanu go 20 mn. OxnaxaeHHy peakLMoH-
HYI0 CMECb OYMLLanu NocpeacTBOM KONIOHOYHOW Xpo-
matorpaduM Ha cwunukarene (3Tunauerart/Tonyon
2:3). B pesynbTarte nonyyanun 1,66 r (69%) (RS)-1-(6-
dpTop-1,4-guruapovHaeHo(1,2-bjnuppon-1-un)-npo-
naH-2-ona B BUAe KOPMYHEBOro Macna.

6) B oxnaxgeHHbln go 0° pactBop 1,66 r
(7,17 mmonen) (RS)-1-(6-dpTop-1,4-gurnaponHaeHo-
[1,2-blnuppon-1-un)-nponan-2-oma 1 3,98  mn
(28,7 mmoren) TpuatunammHa B 60 mn guxrnopmeTta-
Ha npv nepemewwvBaHuM [o6aBNANM MO Kanmsm
1,12 mn (14,3 mMmonei) MeTaHcynbdOoHWUIXNopuaa u
npodorkanu nepemewnsatb ele B TedyeHne 1,5 4
npu 3ToM TemnepaType. 3aTeM peakuMOHHYI0 CMeChb
pa3basnsnu 70 mMn guxnopmertaHa, ABaxAbl NPOMbI-
BanM COOTBETCTBEHHO nopuusiMn no 70 mn Hackl-
LLleHHOro pacTBopa ruapokapboHaTa Hatpus U co-
edVHeHHble BoAHble dha3bl OOMH pa3 dKCTparMposanm
¢ nomotupsio 70 mn guxnopmeTtaHa. CoegnHeHHbIe op-
raHnyeckvne dasbl npombiBanu 70 M HaCbILLEHHOrO
pacTBopa xnopuaa HaTpws, CYLUMNN Hag cynbdaTtom
MarHus v ynapveanu B Bakyyme. lNonyyeHHoe kopuy-
HeBoe macrno pacteopsinu B 50 mn 6e3sogHoro au-
meTundopmamumaa, obpabateisanm 0,82 r (12,5 mmo-
new) asuga HaTPWS U peakLMOHHYI0 CMeChb Npu nepe-
MeLLMBaHWM HarpeBanu B TedeHne 17 4 go 60°. lNo-
crne oxnaxgeHus pacTeop Bbinusanu B 80 mn Bogb! v
5 Tpwxabl aKCTparMpoBanvM COOTBETCTBEHHO MOPLMSI-
Mu no 100 mn atunauetata. CoeaMHEHHbIE OpraHu-
Yeckne hasbl NPOMbIBaANM N0 OQHOMY pa3sy COOTBET-
ctBeHHO 70 mn Boabl 1 70 MM HaCbILLEHHOro pacTBo-
pa xnopuaa HaTpus, CyLUMNN Had cynbgaToM MarHus
M KOHLeHTpMpoBanu pacTtBop B Bakyyme. [lonyueH-
HOe Macrio KOPUYHEBOro LiBeTa ouvuLiany nocpeact-
BOM KOMIOHOYHOM Xpomartorpadum Ha cunukarene
(Tonyon). B pesynbtate nonyyanu 0,45 r (24%) (RS)-
1-(2-asugonponun)-6-pTop-1,4-gurngpovHaeHo[1,2-
blnuppona B Buage xentoro macna.

B) 0,44 r (1,71 mmonb) (RS)-1-(2-asngonponun)-
6-bTOp-1,4-AUrnapovHaeHo[1,2-bjnuppona, pacTtso-
peHHoro B 30 mn 6e3BogHOro aTaHona, rmgpyvpoBanm
B NPUCYTCTBMM 45 M OKUCU NnaTuHbl B TeYeHne 5 u.
3aTem OTuNbLTPOBLIBaNM OT KaTanu3aTopa, NpoMbl-
Banu 3TaHOMOM W pacTBOPUTENb OTIOHANM B BaKyy-
me. lMonyyeHHoe GecuBeTHOe Macro pacTBOpsnv B
40 mn 6e3B0OQHOIO AMITUMOBOrO 3admpa, hunbTpoBa-
nM 1 nNpy nepemewBaHnM obpabaTtbiBanu pacTso-
pom 100 wmr (0,86 mMmMons) dymapoBOWA KWCNOTbI B
7 Mn MeTaHona. 3aTeM nepemelLnBanv B Te4veHue
154 npn KOMHaATHOW Temnepatype, nocrie 4Yero oT-
dunbTpoBbIBanM benble kpuctannel. B pesynbtate
nonyyanu 0,39 r (80%) dymapata (RS)-2-(6-dpTop-
1,4-gurupgpounHaeHo[1,2-blnuppon-1-un)-1-metun-
atunamuHa (1:0,5) ¢ T.nn. 202°.

Mpumep 25

a) Pacteop 10,6 r (63,3 mmons) 5,6-andpTop-1-
uHgaHoHa, 13,1 mn (0,15 mons) 3-6yteH-2-ona u
110 mr n-tonyoncynb@okucrnoTtel B 110 mn 2,2-gu-
MeTOoKcUnponaHa B TeveHue 64 4 kunatunu ¢ obpat-
HbIM XONOAMIIbHUKOM B BOZ4OOTAENuTene, 3anofiHeH-
HOM MonekynsipHelM cutoM (0,4 HM, rpaHynbl 2 MMm).
3aTemM peakuMOHHYI0 CMeCb KOHLEHTpUpoBanu B Ba-
KyyMe 1 ouvLani nocpeacTBOM KOMOHOYHOW Xpoma-
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Torpadmm Ha cunukarene (rekcaH/aMaTnnoBbI acup
2:1). B pesynbTaTe Hapsagy ¢ 3,6 r agykra nonyyanu
532 r (38%) (RS)-2-(2-6yTeH-1-un)-5,6-gudtop-1-
WHOaHOHa B BMAe KOPMYHEBOro Macna.

6) Yepes oxnaxgeHHbIn go -70° pacteop 5,3 r
(23,8 mmonsa) (RS)-2-(2-6yteH-1-un)-5,6-gudptop-1-
MHaaHoHa B 125 mn 6e3BogHOro AguxnopMeraHa u
25 mn 6e3BogHOro MetaHona mnpu nepemeLuMBaHum
nponyckanu B TedeHne 40 MUH NOTOK 030Ha (2 T 030-
Ha/yac). 3aTem pacTBOp B TeYeHVe 5 MVH NpoayBanu
KucnopogoMm u B TedeHne 10 MuH aproHom. [locne
pobaskn 2,64 mn (36 mmonen) gumetuncynbdguga
nepemeluvsany B Ted4eHme 16 4 Nnpu KOMHaTHON TeM-
nepatype. PeakunoHHylo cMecb ynapuBanu B Bakyy-
Me, ocTaTok obpabaTtbiBanu 60 mn guxnopmeTtaHa u
nocne gobaekn 10 mn Bogbl n 10 mn TpudTOpYKCYyC-
HOM KMCIOTbl MepemMellnBann B TeyeHue 2 4 npu
KOMHaTHOW TemnepaTtype. 3ateM CMecb BbinvBanu B
80 mn BOAbl M HeWTpanusoBanu MNpu nNepemeLunBa-
HUKM, gobaBnsAa ¢ NOMOLLBIO LWnaTens ruapokapboHaTt
HaTpus. MNocne atoro gobaensnu ewe 40 mn Boabl,
hasbl pas3gensany n BogHylo dasy ABaxabl IKCTparu-
poBanu coOTBETCTBEHHO nopuusmu no 100 mn Au-
xrnopmeTtaHa. CoegnHeHHble opraHnyeckue gasbl Cy-
LMK Hag cynbdaToM MarHns U KOHLEHTpUpoBanu B
Bakyyme. Takum nyTeM Mmonyyanu xentoe macno, Ko-
TOpoe KpuCTannusoBanu W3 OUITUIIOBOTO  3du-
pa/rekcaHa. B pesynbTate nonydanu 3,82 r (76%)
(RS)-2-(2-okcoaTun)-5,6-gndtop-1-MHaaHoHa B Buae
©enoro TBEpAOro BewecTea ¢ T.nn. 78-81°.

B) PactBop 2,1 r (10 mmonen) (RS)-2-(2-okco-
a™n)-5,6-gndpTop-1-uHgaHoHa n 80 mr n-tonmyoncy-
nbdpokucnotel B 70 Mn 6e3BogHOro Tonyomna Harpe-
Banu B BogooTAenutene. B kunawmn pacteop B Te-
YeHve 5 MuH gobasnsanu no kannam pacteop 3,0 r
(40 mmonen) (RS)-1-amuHo-2-nponaHona B 20 mn
6e3BogHOro Tonyona. 3ateM MpoAoSiKanu KUnATUTb
ewe B TedeHve 45 MuH, Nnpuyem obbem pacTBopuTe-
na cokpawanu go 20 mn. OxnaxaeHHy peakLMoH-
HYI0 CMECb OYMLLANM NOCpPeaCcTBOM KOFTOHOYHOW XPO-
matorpadum Ha cunukarene (anaTnnoBbIN
admp/rekcaH 7:3). B pesynbtate nonyyarmm 1,13 r
(45%) (R)-1-(6,7-gndbtop-1,4-gurngpomHaeHol1,2-b]-
nuppon-1-un)-nponaH-2-ona B Buae TBEPAOro Belle-
cTBa KOPWYHEBOIO LBETA, KOTOpoe 6e3 JanbHenLuen
nepekpuctannM3auuM wucnonb3oBanuM B MNocneayto-
Len peakumu.

r) B oxnaxgeHHewn go 0° pactBop 1,13 r
(4,5 mmonsa) (R)-1-(6,7-gudtop-1,4-gurnaponHaeHo-
[1,2-blnuppon-1-un)-nponaH-2-ona  un 2,48 w™Mn
(18 mmonen) TpuatunamvHa B 50 mn guxnopmeTtaHa
npu nepemelumBaHun gobasnsanu no kannam 0,7 mn
(9 mmonen) meTaHcynboHUNXIopyaa U NpoJorKa-
v nepemeLLMBaTh eLle B TedeHne 2 4 Npu 31O TeM-
nepatype. 3ateM peakLMOHHY0 CMecCb pa3baBnsnu
70 mn guxnopmMeTtaHa, ABaxAdbl NPOMbIBan COOTBET-
CTBEHHO nopumamu no 60 Mn HacbILEHHOro pacTBo-
pa rugpokapboHaTta HaTpWst U COeAMHEHHbIe BOAHbIE
dasbl aKcTparMpoBanu oAuMH pas ¢ nomMoLubo 60 mn
avnxnopmeTtaHa. CoeguHeHHble opraHuyeckue asbl
npombiBany 90 MM HacbILLEHHOro pacTBopa xrnopvaa
HaTpus, CyLInnu Hag cynbdaTtom marHus 1 ynapvsa-
nn B Bakyyme. lNonyyeHHoe KOpPUYHEBOE MAcno pac-
TBOpsinM B 40 mn 6e3BogHoro gumertundopmammaa,
obpabateiBanu 0,58 r (8,98 MMonei) asnga HaTpWs 1
peakUMOHHYI0 CMeCb Npu NepemMeLlMBaHuM Harpesa-
nn B TedeHme 17 4 go 60°. MNMocne oxnaxaeHus pac-
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TBOP Bbinueanu B 70 M BOAb! M TPWXAbI SKCTparnpo-
Banu COOTBETCTBEHHO nopumsiMu no 70 mn atunaue-
TaTta. CoeanHeHHble opraHudeckne casbl NPOMbIBa-
N1 no ogHoMy pasy cooTBeTcTBeHHO 70 mn Bogbl U
70 M HacbILEHHOro pacTBopa xfiopuga HaTpus, cy-
WKW Hag CcynbdaTtoM MarHusi U KOHLLEeHTpMpoBanm
pacTtBop B Bakyyme. [Nony4eHHOe KOpu4HeBOe Macrio
ouuLanM NocpeacTBOM KONOHOYHOW XpomaTtorpadum
Ha cunukarene (rekcan/atunauetar 4:1). B pesynbTa-
Te nonyyanu 0,97 r (79%) (S)-1-(2-a3mgonponun)-
6,7-gudptop-1,4-amrnaponHaeHo(1,2-bjnuppona B Bu-
e becueTHoro macna.

a) 0,97 r (3,5 mmons) (S)-1-(2-asmgonponun)-6,7-
audtop-1,4-gurnaponHaeHo[1,2-bljnuppona, pacTtBo-
peHHoro B 50 mn 6e3BogHoOro aTtaHona, rmgpupoBanm
B npucytcteum 100 Mr okucu nnaTuHbl B TeyveHue
18 4. 3aTem oOTuNLTPOBLIBANK OT KaTanusaTopa,
NpoMblBanM 3TaHOMOM W pacTBOPUTENb OTFOHANW B
Bakyyme. [lonyvyeHHoe TBepaoe BellecTBO 6ernoro
uBeTa pacTBopsAnu B 75 mn 6e3804HOI0 AN3TUIOBOIO
admpa, dunbLTPoBanu 1 Npu nepemMeLllnBaHnm obpa-
6aTtbiBann pactesopom 406 mr (3,5 mmonsa) dymapo-
BOW kucnoTel B 20 Mn meTaHona. 3ateM nepemeLum-
Banu B TeyeHue 22 4 npu KOMHATHOW TemnepaType,
nocne 4ero oTunbTpoBeIBanNu benble kpucTanmnsl. B
pesynbTaTte nonyyanu 0,78 r (61%) dymaparta (S)-2-
(6,7-anddTop-1,4-gurngpomnHgeHol[1,2-bjnuppon-1-
un)-1-metunatunamuna (1:1) ¢ T.nn. 215-217°.

Mpumep 26

a) PactBop 14,5 r (64,5 mmons) 5-xrop-6-meTok-
cu-3,3-anmeTtun-1-nHgarHona, 13,3 mn (0,15 mons) 3-
byTeH-2-ona n 300 Mr n-TonyoncynbdOKUCNOThI B
150 mn 2,2-aumeTokcmnponaHa B TedeHue 71 4 kuns-
TMNu ¢ obpaTHbIM XONoAMIbHUKOM B BOAOOTAENUTE-
ne, 3anofiHEHHOM MornekynsapHeiM cutoM (0,4 HM,
rpaHynbl 2 MM). 3ateM peakLUOHHYH0 CMeCb KOHLEH-
TpMpoBanu B BaKyymMe W O4MLLanu nocpegctBoM Ko-
NOHOYHOW XpomaTorpadum Ha cunukarene (rek-
caH/anaTunoseln adup 6:1). B pesynbTaTte Hapsigy c
2,25 r spykta nonyvanm 11,9 r (66%) (RS)-2-(2-
6yTeH-1-un)-5-xnop-6-metokcu-3,3-aumeTnn-1-nHaa-
HOHa B BuWAE XXenToBaToOro TBEPAOro BellecTBa C
T.nn. 86°.

6) Yepes oxnaxgeHHbIn go -70° pacteop 11,9 r
(42,7 mmons) (RS)-2-(2-6yTeH-1-un)-5-xnop-6-meTok-
cn-3,3-anmeTnn-1-nHgaHoHa B 160 mn 6e3sogHoro
anxnopmeTtaHa u 40 mn 6e3BogHOrO MeTaHona npu
nepemeLuMBaHWn nponyckanu B TedeHve 50 MuH no-
TOK 030Ha (3 r o3oHa/yac). 3atem pacTBop npogysa-
nv B TeveHne 5 MUH kncropoaom u B TedeHme 10 MuH
aproHom. lNMocne go6askn 4,7 mn (64 mMmons) gume-
TUncynbuaa nepemewsany B TedeHne 16 4 npu
KOMHaTHOW TemnepaTtype. PeakunoHHyto cmechb yna-
pvBanu B BaKyyme, octaTok obpabatbiBanv 120 mn
avxnopmetaHa u nocne gobasku 20 mn Bogbl M
20 Mn TPUPTOPYKCYCHOM KUCIOTLI Nepemeluvsany B
TeyeHVe 2 4 Mpu KOMHaTHOW Temnepatype. 3aTem
cMmech Bbinmeanu B 100 Mn BoAbl U Npu nepemeLun-
BaHWUWU HeWTpanusosanu, 4o6aBnss ¢ NOMOLLBIO Lina-
Tensa rugpokapboHaT HaTpus. lNocne atoro gobaens-
nn ewe 50 mn BoAbl, hasbl pasgensanu U BOAHYHO
a3y ABaxabl 9KCTParMpoBanm COOTBETCTBEHHO MOp-
unsimm no 100 mn gnxnopmeTtaHa. CoequHEHHbIE Op-
raHnyeckve dasbl CyLIMNM Hag cynbdaTtom MarHus u
KOHLEeHTpMpoBanu B Bakyyme. [lonmydyeHHoe macno
KpuctannusoBanu W3 rekcaHa/sTunaueraTta. B pe-
synbTate nonyyanm 10,3 r (90%) (RS)-2-(2-okcoaTt-
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nn)-5-xnop-6-merokcu-3,3-gumeTnn-1-nHgaHoHa B
BuAe XentosaToro TBepAoro Beulectsa ¢ 1.nn. 102-
103°.

B) PactBop 6,67 r (25 mmonein) (RS)-2-(2-okco-
3TUN)-5-xnop-6-metokcun-3,3-aumeTnn-1-nHagaHoHa u
150 mr n-tonyoncynbdokucnoTtsl B 200 mn 6e3Boa-
HOro Toryona HarpeBanu B BogooTAenutene. B ku-
NALWMIA pacTBoOp B TedeHne 5 MyH JobaBnsnu no kan-
nam pacteop 7,51 r (0,1 mons) (R)-1-amnHo-2-npona-
Hona B 40 mn 6e3BogHoro Tonyona. 3atem npogon-
Xanu kunaTuTb elle B TedeHne 45 MuH, npnyem o6b-
em pacTBopuTens cokpawanu go 40 mn. OxnaxageH-
HYIO0 peaKkUMOHHY0 CMeCb O4YMmLLany NoCpeacTBOM KO-
FIOHOYHOW XpomaTorpadmu Ha cunukarene (aTvnaue-
Tat/rekcaH 1:1). B pesynbTtate nonyyanu 7,0 r (92%)
(R)-1-(6-xnop-7-meTokcu-4,4-gpumeTnn-1,4-gurnopo-
nHAeHo[1,2-b]nmppon-1-nn)-nponaH-2-ona B BUAE KO-
pVYYHEBOro mMacna.

r) B oxnaxpgeHHein po 0° pactBop 1,84 r
(6,0 mmonewn) (R)-1-(6-xnop-7-meTokcu-4,4-gumeTnn-
1,4-gurnapouvHaeHo[1,2-bjnuppon-1-un)-nponaH-2-
ona un 3,35 mn (24 mmons) TpuatunammHa B 50 mn
AvxnopmMeTaHa npu nepemMelunBaHnM gobasnsnu no
kannam 0,93 mn (12 mmonen) meTaHcynbgOHMITXITO-
pvga U npoJorKanu nepemellMBaTh elle B TeveHue
1,5 4 npu aton Temnepatype. 3aTtem peaKLMOHHYIO
cmecb pasbasnanu 150 mn aMxnopmeTaHa, ABaXObl
npoMblBany COOTBETCTBEHHO nopumamu no 90 mn
HacbILWEHHOro pacTBopa rugpokapboHaTa HaTpus U
CcoefnHeHHble BOAHble da3bl OAUH pa3 IKCTparnpo-
Banu ¢ nomowpto 70 mn guxnopmertaHa. CoeguHeH-
Hble opraHuyeckne dasbl npoMbiBanu 90 Mn Hacbl-
LLleHHOro pacTBopa Xfopuaa HaTpus, Cyunu Hag
cynbdaTtoM marHus 1 ynapusanu B Bakyyme. lMony-
YeHHOe Macno 3eMeHoro uBeTta pacteopsnu B 50 mn
6e3BogHoro gumetundopmamuga, obpabartbiBanu
0,78 r (12 mmonen) a3uaa HaATpUS N PEaKLMOHHYIO
CMecb MpW MepemeluMBaHun Harpesanu B TeveHue
17 4 po 60°. Mocne oxnaxaeHWs pacTBOP BbiMBaNu
B 70 mn BOAb! M ABaXdbl IKCTparMpoBanu CooTBeTCT-
BeHHO nopuuamu no 100 mn atunauetarta. Coegu-
HeHHble opraHuyeckue dasbl MPOMbIBaNM N0 OQHOMY
pa3dy cootBeTcTBeHHO 70 mn Boabl U 70 Mn Hacbl-
LLleHHOro pacTBopa Xfopuaa HaTpus, Cyunu Hag
cynbdaTtoM MarHusi U KOHLEHTPUpoBanu pacteop B
Bakyyme. [lony4yeHHOe KOpWYHEBOE Macrno ouuanm
NMoCpeAcTBOM KOMOHOYHOWM XpomaTorpadpum Ha cunu-
karene (rekcan/atunauetat 3:1). B pesynbTaTe nony-
yanm 1,58 r (80%) (S)-1-(2-asnpgonponun)-6-xmnop-7-
MeTokcu-4,4-aumeTnn-1,4-gurngponHaeHo[1,2-bjnup-
pora B BuAe KpacHoro macna.

a) 1,56 r (4,72 mmons) (S)-1-(2-a3mgonponun)-6-
xnop-7-metokcu-4,4-gumeTtun-1,4-gurnaponHaeHo-
[1,2-b]nuppona, pactBopeHHoro B 100 mn 6e3BoaHO-
ro ataHona, rugpvposanu B npucytctesumn 160 mr oku-
CM nnatuHbl B TeyeHne 16 4. 3atem oTUNLTPOBLI-
Banu OT KaTanusartopa, NPOMbIBanu 3TaHONoM 1 pac-
TBOpUTENb OTFOHANM B Bakyyme. [MonyyeHHoe macno
XentoBaToro ugerta pacteopsinu B 125 mn 6e3sogHo-
ro Aguatunosoro adwmpa, bunbTpoBanu 1M Npu nepe-
MelnBaHuM obpabaTbiBanM pactBopoM 548 wr
(4,72 mmons) chymapoBoit kKucnoTel B 15 Mn meTaHo-
na. 3ateM nepemelunBany B Te4eHve 19 4 npu Kom-
HaTHOW TemnepaType, nocne 4Yero oTubTPOBbLIBaNM
XentoBaTble kpucTannbl. B pesynbtate nonyuyanu
1,57 r (80%) dpymaparta (S)-2-(6-xnop-7-meTokcu-4,4-
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anveTtun-1,4-gurngpovHaeHo[ 1,2-blnuppon-1-mn)-1-
meTunatunamuHa (1:1) c T.nn. 186-188°.

Mpumep 27

a) PactBop 1,92 r (10 mmonen) (RS)-2-(2-okco-
aTun)-6-ptop-1-nHaaHoHa m 80 Mr n-Tonyoncynb-
dokucnoTtsbl B 90 Mn 6e3BogHOrO Tosyorna Harpeeanu
B BogooTAenuTene. B kunawwmin pactBop B TeveHue
5 MuH no kannam go6asnsinu pacteop 3,0 r (40 mmo-
new) (S)-1-amuHo-2-nponaHona B 20 mn 6e3B0gHOIO
Tonyona. 3aTemM NpoJormkany KUNsTUTb ele B Teye-
Hve 30 MuH, npuyeM o6bem pacTBOpUTENS COKpaLla-
nm go 20 mn. OxnaXgeHHYl peakuMOHHYH CMeCb
ouuLLanM NocpeacTBOM KONOHOYHOW XpomaTorpadum
Ha cunukarene (sTunauertaTt/tonyon 2:3). B pesynb-
Tate nonydanm 1,51 r (65%) (S)-1-(7-cpTop-1,4-
aurnagpouHaeHo[1,2-b]nuppon-1-nn)-nponan-2-ona B
BMOE KOPMYHEBOIO Macna.

6) B oxnaxgeHHbln go 0° pactBop 1,51 r
(6,5 mmonewn) (S)-1-(7-dpTop-1,4-gurngpounHgeHo[1,2-
b]nuppon-1-un)-nponaH-2-ona n 3,64 mn (26,1 mMmo-
new) TpuatunammnHa B 40 mMn guxnopmeTaHa npu ne-
peMewwunBaHum pfobaensnu no kamnam 0,51 mn
(13,1 Mmonei) MeTaHcynbgOHUNXIoOpMAa U NPoaoS-
Xanu nepemelunsaTb elle B TedeHue 1,5 4 npu aton
TemnepaTtype. 3ateM peakuMOHHyl0 cmecb pa3sbas-
nann 100 mn guxnopmeTtaHa, ABaxAbl NpOMbIBanu
COOTBETCTBEHHO MOpUMsiMU MO 60 MM HacbILLEHHOro
pactBopa rugpokapboHata HaTpus U COeAUHEHHble
BOOHble a3kl OAMH pa3 aKCTparmpoBanm ¢ NOMOLLbIO
70 mn guxnopmetaHa. CoednHeHHbIe OpraHuyeckme
dasbl npombiBany 70 M HacbIWEHHOro pacTBopa
Xropvga HaTpus, CyLUMnu Hag cyrnbdgaToM MarHuis u
ynapveanM B Bakyyme. [lonyyeHHoe Kopu4HeBOe
macno pacteopsnv B 30 mn 6e3BOOHOIO AMMETWIT-
dopmamuaa, obpabatbisanu 711 mr (10,9 mmonen)
asvga HaTpus U peakuMOHHY0 CMeCb Mpu nepeme-
LUMBaHUM HarpeBanu B TeveHue 16 4 go 50°. lMocne
oxnaxaeHus pactsop Bbinuearu B 110 mn BoAbl ©
ABaXdbl 9KCTparnpoBany COOTBETCTBEHHO NOpUMAMU
no 110 mn atunauetata. CoeguHEHHbIE OpraHuye-
ckve hasbl MpoMbIBanM Mo OQHOMY pa3y COOTBETCT-
BeHHO 90 mn BoAbl M 90 MN HacbILWEHHOro pacTeopa
xropvga HaTpus, CyLUMnu Hag cyrnbdgaToM MarHus u
KOHLIeHTpMpOBanu pacteop B Bakyyme. [lonyyeHHoe
Macrno KOPWMYHEBOrO LBEeTa Oo4uLiany nocpeacTBoM
KONOHOYHOWM XpomaTorpacdum Ha cunuvkarene (Tony-
on). B pesynbTtate nonyyanu 631 mr (38%) (R)-1-(2-
asungonponun)-7-cpTop-1,4-gurnaponHaeHo[1,2-b]
nvppona B Buge macna.

B) 620 mr (2,4 mmons) (R)-1-(2-asngonponwun)-7-
dTOp-1,4-AurngpovHaeHo[1,2-bjnnppona, pacTBo-
peHHoro B 30 mn 6e3BoagHOro aTtaHona, rmgpyvpoBanm
B MPUCYTCTBUU 62 Mr OKUCK NraTUHbI B TedeHne 15 u.
3aTem OTuNbLTPOBLIBaNM OT KaTanusaTopa, NpoMbl-
Banu 9TaHOMOM W pacTBOpUTENb OTIOHANM B BaKyy-
me. lMonyyeHHoe GecuBeTHOe Macro pacTBOpsv B
75 mn 6e3BogHOro AMaTunoBoro acupa, punbTposa-
nM 1 nNpy nepemewwBaHnM obpabaTtbiBanu pacTso-
pom 140 mr (1,2 mmonsi) doymMapoBOW KUCMOTbl B
15 mn meTaHona. 3aTem nepeMelLnBany B TeyeHue
4,5 4 Npu KOMHaTHOW TemnepaType, Nnocre 4yero oT-
dunbTpoBbIBanu benble kpuctannel. B pesynbTate
nonyyanu 409 mr (53%) dymapata (R)-2-(7-dTop-
1,4-purngpounHaeHo[1,2-bjnuppon-1-un)-1-metun-
atunamuHa (1:1) c T.nn. 174°.
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Mpumep 28

a) PactBop 2 r (9,8 mmonen) (RS)-2-(2-okco-
3TUN)-6-meTokcn-1-uHgaHoHa 1 80 Mr nN-Tonyoncysb-
dokucnoTel B 70 Mn 6€3BOAHOrO Tonyona Harpesanu
B BogooTAenuTene. B kunAwwmi pactBop B TeveHue
5MvH no kannam pgobaensnu pactBop 2,94 r
(39,2 mmonen) (S)-1-amuHo-2-nponaHona B 20 mn
6e3BogHoro Tonyona. 3aTeM MpoAoSHKanu KUNATUTb
euwe B TedeHve 30 MWH, Nnpuyem obbem pacTBopuTe-
ns cokpawanu go 20 mn. OxnaxaeHHy peakLMoH-
HYI0 CMECb OYMLLANM NocpeacTBOM KOFIOHOYHOW Xpo-
matorpacdoum Ha cunukarene (aTunauertat/Tonyon
1:1). B pesynbTtate nonydanun 1,5 r (63%) (S)-1-(7-
MeTokcu-1,4-gurngponHaeHo[1,2-bjnuppon-1-mun)npo-
naH-2-ona B BUAe TBEPAOro BeLLeCcTBa C T.nn. 74°.

6) B oxmaxgeHHbm go 0° pactBop 1,5 1
(6,2 mmonen)  (S)-1-(7-metokcn-1,4-AMrnapovHaEHO
[1,2-blnuppon-1-un)-nponaxH-2-ona  u 3,45 wmn
(24,6 mmons) TpuatTunamuHa B 50 mn guxnopmeTtaHa
npu nepemelumBaHun gobasnsanum no kannam 0,96 mn
(12,3 mmonew) meTaHcynbgOHUNXIopMaa 1 NPoAoI-
Xanu nepemelunsaTtb eLle B TedeHue 1,5 4 npu aton
TemnepaTtype. 3aTteM peakLMOHHYI0 cMmecb pas3bas-
nanm 200 mn aMatunosoro 3dupa, ABaXAbl NPOMbI-
Banu COOTBETCTBEHHO MopuusMu no 70 mn Hackl-
LLleHHOro pacTBopa rugpokapboHaTa HaTpus U co-
edViHeHHble BogHble (ha3bl O4MH pa3 KCTparnposanm
c nomowwbo 70 mn guatunosoro acpupa. CoenuHeH-
Hble opraHuyeckne dasbl npomMbiBanu 70 MN Hacbl-
LLleHHOro pacTBopa Xfopuaa HaTpus, Cywnu Hag
cynbdaTtoMm marHus 1 ynapusanu B Bakyyme. lMony-
YeHHOe Kopu4yHeBOoe Macro pacteopsinu B 60 mn 6es-
BOAHOro Anmetundopmamuaa, obpadateisanu 0,71 r
(10,9 mmonelt) asvaa HaTpUsa U PeakUMOHHY0 CMeCh
npu nepemelLUnBaHMN HarpeBanu B TeveHne 15 4 go
60°. locne oxnaxgeHns pacTBOp BbIMMBaNM B
140 mn BoAbl M ABaXObl AKCTparMpoBann CooTBETCT-
BEHHO nopuusimu no 140 Mn AnaTunoBoro adwmpa.
CoeauHeHHble opraHuyeckue dasbl NMpoOMbIBanM Mo
ogHoMy pasy cootBeTcTBeHHO 100 mn Boab! 1 100 mn
HacCbILWEHHOro pacTBOpa XJlopuga HaTpuvs, CyLnmm
Hag cynbdaTtoM MarHusi M KOHLEHTpMpoBanu pac-
TBOp B Bakyyme. [lonydyeHHOe Macno KOpW4YHeBOro
uBeTa o4umLiany NocpeacTBOM KOMOHOYHON XpomaTo-
rpacdpum Ha cunukarene (tonyon). B pesynbTtate no-
nyyanum 1,0 r (60%) (R)-1-(2-asugonponun)-7-MeTokK-
cu-1,4-gurngpounHaeHo[1,2-bjnnppona B Buae Gec-
LBETHOro mMacna.

B) 1 r (3,7 mmonsa) (R)-1-(2-asvgonponun)-7-
MeTokcu-1,4-aurnapovHaeHo[1,2-bjnnppona, pacTteo-
peHHoro B 50 mn 6e3BogHoOro ataHona, rmgpuposanu
B npucyTtcteum 100 Mr oKMCY NNaTUHbI B TEYEHUE 4 4.
3aTem OTMNbLTPOBLIBaNM OT KaTanm3aTopa, NpoMbl-
Banu 3TaHOMOM W pPacTBOPUTENb OTIOHANM B BaKyy-
me. [NonyyeHHoe GecuBeTHOe Macno pacTBOpsSNU B
100 mn 6e3BOAHOrO AMITMNOBOIO 3gmpa, PUNbTPO-
Banu v npv nepemMeLuBaHum obpabaTeiBanu pacTeo-
pom 240 wmr (2,07 mmons) dyMapoBOW KUCNOTkI, pac-
TBOpeHHon B 20 mn metaHona. lMocne aTtoro nepe-
MelumBanu B TedeHre 18 4 npu KOMHaTHOW Temnepa-
Type 1 3aTteM OTMNbTPOBLIBaNU Genble KpucTansbl.
B pesynbtate nonyyanu 760 mr (68%) dymapata
(R)-2-(7-meTokcu-1,4-gurngpovHaeHo[1,2-blnuppon-
1-un)-1-metunatunamuna (1:0,5) ¢ T.nn. 207°.

Mpumep 29

a) Pacteop 2,5 r (12,0 mmonein) (RS)-2-(2-okco-
a™1n)-6-xnop-1-nHgaHoHa n 100 Mr n-Tomyomncynb-
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dokucnotsbl B 120 mn 6e3BogHOro Tornyorna Harpesa-
nv B BogooTAenuTene. B kunsawmn pacteop B Teve-
Hve 5 MWH pobGasnsanu no kannsM pacTteop 3,6 T
(47,9 mmonen) (S)-1-amuHo-1-nponaHona B 20 wmn
6e3BogHoro Tonyona. 3aTemM MpoOAoIDKanNu KUNATUTbL
ewe B TedeHne 30 MWH, Npuyem obbem pacTBopuTe-
na cokpawanu go 20 mn. OxnaxaeHHy peakLMoH-
HYI0 CMECb OYMLLAanu NoCcpPeACcTBOM KONTIOHOYHOW Xpo-
matorpaduM Ha cwunukarene (3Tunauerart/Tonyon
1:1). B pesynbTtate nonyyanu 1,56 r (53%) (S)-1-(7-
xnop-1,4-gurnapovnHaeHo[1,2-b]nuppon-1-un)-npo-
naH-2-ona B BuAe KOPWYHEBOro Macrna, KOTopoe He-
NMOCPeACTBEHHO UCMOMb30Banu B MOCreayloLwen pe-
akumun.

6) B oxnaxgeHHbln go 0° pactBop 1,55 r
(6,3 mmonewt) (S)-1-(7-xnop-1,4-gurngpounHgeHo[1,2-
b]nuppon-1-un)-nponax-2-ona n 3,5 mn (25,0 mmo-
new) TpuatunammnHa B 40 mMn guxnopmeTtaHa npu ne-
peMewwuBaHuM pfobaensnu no kannsm 0,97 mn
(12,5 mmonen) meTaHcynbOoHUMNXIopmaa 1 Npogon-
Xanuv nepemelunsaTb elle B TedeHue 1,5 4 npun aton
TemnepaTtype. 3aTtem peakuMOHHYyl0 cMmecb pa3bas-
nann 200 mn guxnopmeTtaHa, ABaxAdbl NpoMblBanu
COOTBETCTBEHHO MopumsiMu no 70 M HacbILLEHHOro
pactBopa rugpokapboHata HaTpus U COeAUHEHHble
BOAHble da3bl OAMH pa3 aKCTparnpoBanm ¢ NOMOLLbIO
70 mn guxnopmetaHa. CoegnHeHHble OpraHu4eckue
dasbl npombiBany 70 M HacbIWEHHOro pacTBopa
Xropvga HaTpus, CyLuMnu Hag cynbdaToM MarHus u
ynapveanu B Bakyyme. [lonyyeHHoe Kopu4HeBoe
macno pacteopsnv B 30 mn 6e3BOgHOrO AMMETWII-
dopmamunga, obpabateisanu 815 mr (12,5 mmoneint)
asvga HaTpusi U peakuMOHHY0 CMeChb Mpu nepeme-
LUMBaHUN HarpeBanu B TeveHue 17 4 go 60°. Mocne
oxnaxaeHus pactsop Bbinueanu B 140 mn BoAbl n
ABaXdbl 3KCTparMpoBany COOTBETCTBEHHO NOpLUMSAMU
no 140 mn atunauetata. CoeguHEHHbIE OpraHuye-
ckve ¢hasbl NMpoMbIBanM No OQHOMY pa3y COOTBETCT-
BeHHO 140 mn Boabl M 140 Mn HaCbILWEHHOro pacTBo-
pa xnopuaa HaTpusl, CyLUMNN Had cynbgaToM mMarHus
M KOHLeHTpMpoBanu pacTtBop B Bakyyme. [lonydeH-
HOe Macrio KOPUYHEBOro LiBeTa ouvuLiany nocpeacT-
BOM KOMIOHOYHOW Xpomatorpadmm Ha cunukarene
(Tonyon). B pesynbTtate nonyyanu 833 mr (49%) (R)-
1-(2-asupgonponun)-7-xnop-1,4-gurngpovHaeHo[1,2-b]
nvppona B Buge macna.

B) 750 mr (2,8 mmons) (R)-1-(2-asngonponun)-7-
xnop-1,4-aurngponHaeHo[1,2-bjnuppona, pacTBopeH-
Horo B 30 mn 6e3BogHOro aTaHona, rMApvMpoBanu B
NPUCYTCTBUN 75 Mr OKUCK NNaTtuHbl B TedyeHue 16 u.
3aTem OTuNLTPOBLIBANM OT KaTanu3aTopa, NpoMbl-
Bany 9TaHOMOM W pacTBOpUTENb OTIOHANM B BaKyy-
me. lMonyyeHHoe GecuBeTHOe Macno pacTBOpsnv B
70 mn 6e3BogHOr0 AMATMNOBOro achupa, punbTpoBa-
nM 1 nNpy nepemewwBaHnM obpabaTtbiBanu pacTBo-
pom 154 mr (1,3 mmonsl) dymapoBON KWCHOTbI B
15 mn mMeTaHona. 3aTem nepeMelLnBanv B TeYeHue
64 Npu KOMHaTHOM TemnepaType, Mocfe 4ero oT-
dunbTpoBbIBanM benble kpuctannel. B pesynbtate
nonyyanu 633 mr (76%) dymapara (R)-2-(7-xnop-
1,4-gurmpgpounHaeHo[1,2-blnuppon-1-un)-1-metun-
atunamuHa (1:0,5) ¢ T.nn. 195°.

Mpumep 30

a) PactBop 3 r (13,9 mmonen) (RS)-2-(2-okco-
aTun)-7-metokcu-1-tetpanoHa m 150 mr n-tonyon-
cynbdokmcnoTtbl B 130 mn 6e3BogHoro Tomyona Ha-
rpeBanu B BogooTAaenutene. B kunsawwmn pacteop B
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TeyeHue 5 MvH fobaBnsnu no kannsm pacteop 4,16 ©
(55,5 mmonen) (S)-1-amuHo-2-nponaHona B 20 mn
6e3BogHoro Tonyona. 3aTeM MpoAoSpKanu KUNATUTb
eue B TedeHve 30 MUH, Npuyem obbem pacTBopuTe-
ns cokpawanu go 25 mn. OxnaxaeHHy peakLMoH-
HYI0 CMECb OYMLLAnM NocpeacTBOM KOFIOHOYHOWM Xpo-
martorpadmm Ha cunukarene (aTunauetat/Tonyon
1:1). B pesynbtate nonyyamu 3,0 r (84%) (S)-1-(4,5-
avrnppo-8-metoken-1H-6eH3[g]vHaon-1-un)-nponaH-

2-ona B BMAe KOPWYHEBOro Macna, KOTopoe Hemno-
CPEACTBEHHO  MCMonb3oBanu B MOcCnegyoLen
peakuuu.

6) B oxnaxpgeHHbii oo 0° pacteop 31 (11,7 Mmo-
nen) (S)-1-(4,5-pnrmppo-8-metokcmn-1H-6eH3[g]uH-
pon-1-un)-nponax-2-ona un 6,55 mn (46,7 mmonen)
TpuatTunamunHa B 80 Mn guxnopmeTaHa npu nepeme-
LwmBaHum aobaenanu no kannam 1,8 mn (23,3 mmons)
MeTaHCynbOHUNXNopuaa M npogosbkanu nepeme-
LmBaTh elle B TedeHve 1,5 4 npu aTon TemnepaType.
3aTem peakumoHHyo cmecb pasbasnsanu 300 mn gu-
3TUNoBoro adupa, ABaXAbl NPOMbIBANM COOTBETCT-
BeHHo nopuusimy no 100 Mn HackIWeHHOro pactesopa
rmgpokapboHata HaTpusi U COedVHEHHble BOAHblE
dasbl oanH pas aKcTparuposanu ¢ nomoluso 100 mn
anatnnosoro agmpa. CoeduHeHHble oOpraHnyeckune
¢asbl npombiBanu 100 MmN HacbIWeHHOro pacteopa
XropvAa HaTpus, CyWUnn Hag cynbdaToM MarHus u
ynapusanu B Bakyyme. [lonyyeHHoe Macno pacTBo-
psnu B 70 mn 6e3BoaHoro agumeTtundopmammaa, ob-
pabatbiBanu 1,52 r (23,3 mmonsa) asuga Hatpus u
peakUMOHHYI0 CMeCb NpW NepemMeLlvMBaHuM Harpesa-
nn B Tedenne 15 4 go 60°. MNMocne oxnaxaeHus pac-
TBOP BbiNMBanu B 140 Mn BoAbl 1 ABaXAbl IKCTparu-
poBanu COOTBETCTBEHHO nopuusmu no 140 mn agu-
aTunosoro agumpa. CoegnHeHHble opraHnyeckue da-
3bl NPOMbIBANM NO OOHOMY pa3sy COOTBETCTBEHHO
100 mn Boabl 1 100 MN HacbILWEHHOro pacTBopa Xro-
puga HaTpus, CylWMnu Hag cynbdatoMm MarHus u
KOHLIEHTpMpOBanu pacteop B Bakyyme. [MonyyeHHoe
KOPWMYHEBOE Macso o4YumLLany NocpeacTBOM KOMOHOY-
HOW xpomartorpachmm Ha cunukarene (Tonyon). B pe-
synbTate nonydann 1,9 r (58%) (R)-1-(2-asugonpo-
nun)-4,5-gurnapo-8-metokcun-1H-6eH3[gluHaoona B Bu-
Ae XentosaToro mMacna.

B) 1,91 (6,4 mmonen) (R)-1-(2-asangonponun)-4,5-
anrnppo-8-metoken-1H-6eH3[gluHaona, pacTBOpeH-
Horo B 100 mn Ge3BogHOro ataHona, rMapvpoBany B
npucytcTeum 190 Mr okucu nNnNatuHebl B TedeHne 16 u.
3aTem OTMNbLTPOBLIBaNM OT KaTanm3aTopa, NpoMbl-
Banu 3TaHOMOM W pacTBOPUTENb OTFOHANW B BaKyy-
me. B pesynbTarte nonyyanu 1,64 r (95%) (R)-2-(4,5-
anrnppo-8-metoken-1H-6eH3[g]luHaon-1-nn)-1-metun-
aTunamvHa B Buae OecuBeTHoro Mmacna, 440 wmr
(1,7 mmons) koToporo pacTteopsinu B 70 mn 6e3Boa-
Horo Aguatunosoro acmpa, dpunbTpoBanm 1 obpaba-
TblBanu npv nepemelumBaHum pactsopom 200 mr
(1,7 mmons) doymapoBoi kucnoTtsl B 20 M MmeTaHona.
3aTem nepemelLnBany B Te4eHne 2 Y Npy KOMHAaTHOM
Temneparype, nocre 4yero otTpunbTpoBbLIBaNK Genble
kpuctannel. B pesynbtate nonydanu 450 mr (70%)
dymapata (R)-2-(4,5-aurngpo-8-metokcun-1H-6eH3[g]
nHgon-1-nn)-1-metunatnnammya (1:1) c T.nn. 194°.

Mpumep 31

a) Pacteop 1,2 r (4,7 mmons) (R)-2-(4,5-gurugpo-
8-meTtokcun-1H-6eH3[gluHgon-1-un)-1-meTunatunamm-
Ha, 0,52 r (5,1 mmonen) TpuatunammHa mn 0,83 r
(5,8 Mmonei) atunosoro admpa TpUPTOPYKCYCHON
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kucnoTbl B 50 mn 6e3BogHOro MetaHona nepemeLun-
Banu B TeyeHue 27 4 npu KOMHATHOW TemnepaType.
[Mocne OTroHkM pacTBOpWUTENsd B BaKyymMe OCTaTOK
pacTtBopsnu B 70 mn 6e3BogHoro AgvokcaHa, fobas-
nsanm 1,8 (7,9 mmoneit) OOB 1 kMnaTunm B TedeHne
1,5 4 c obpaTHbIM xonogunbHUKOM. 3aTem peakuu-
OHHYI0O CMeCb KOHLeHTpMpOBanu B Bakyyme, W ocTa-
TOK OYMLanu mnocpegcTBOM KOMOHOYHOW XpomaTo-
rpacbum Ha cunukarene (guxnopmMeTtaH/aueToH 4:1). B
pesynbtate nomydyarm 0,97 r (59%) (R)-N-[2-(8-
meTokeu-1H-6eH3[gluHaon-1-un)-1-metunatun]-tTpu-
dTopaueTamuaa B BUAe CBETIOKOPUYHEBOIO TBEPAO-
ro BellecTBa, koTopoe 6e3 AarnbHeilleih nepekpu-
cTannu3auMvM  WCMomnb3oBanuM B MocregyoLen
peakuuu.

6) Cmecb 0,97 r (2,8 mmons) (R)-N-[2-(8-
meTokeu-1H-6eHs[gluHaon-1-un)-1-meTunatun]-tTpu-
dTopauetamuga, 1 r (17,8 Mmonein) ruapookucy Ka-
nusa, 2 mn BoAbl n 40 Mn MeTaHona KUMATUMKU B TeYve-
Hve 15 4 ¢ obpaTHbIM XOnoAMIbHUKOM. 3aTeM peak-
LIMOHHYI0 cMech Bbinveanu B 80 mn 1H egkoro HaTpa,
ABaXdbl 9KCTparnpoBanu COOTBETCTBEHHO NOpUMAMU
no 80 mn gmatunosoro adpupa U oauH pa3 80 mn
aTunaueTtarta, CcoeduHeHHble opraHuyeckue dasbl
OAMH pa3 npombiBany 120 Mn HacbILWEHHOro pacTBo-
pa xnopuga HaTpusl U CyLUMNM Hag cynbdaTom mar-
Hus. ocne KOHUeHTpauuMn B Bakyyme OCTaToK pac-
TBOpsinu B 100 mn 6e3BoAHOrO AMaTMNOBOrO admpa,
dunbTpoBanu 1 obpabaTbiBanu nNpyu nepemeLuvBa-
HUKM pactBopom 322 wmr (2,77 mmons) (oymapoBoM Ku-
crnotel B 30 mMn meTaHona. 3aTtem nepemelLnBanv B
TeyeHve 3 Y NpM KOMHaTHOW TemnepaTtype, nocre Yye-
ro oTcdunbTpoBbIBanM Genble Kpuctanmsl. B pesynb-
Tate nonyyanu 600 mr (69%) cdymaparta (R)-2-(8-
meTokeu-1H-6eH3[gluHaon-1-mn)-1-meTunatunaMmmtHa
(1:0,5) c T.nn. 209°.

Mpumep 32

a) 254 wmr (1,0 mmonb) N-[2-(4,5-gurmgpo-8-
meTokeu-1H-6eHs[gluHaon-1-un)aTun]-auetamnga B
aTmocdepe aproHa pactsopsnv B 10 Mn AuokcaHa,
pobaenanu 238 mr (1,05 mmons) 006 v HarpeBanu B
TeyeHne 1 4 c obpaTHbIM XonoAwnbHUKOM. Bbinas-
lUKMe KpucTannbl ydananmu nytem  dunbTpaumu,
dunbTpaT ynapveanu u octaTok Xpomartorpadupo-
Banu Ha 50 r cunukarens ¢ NOMOLLBIO METUIEHXITO-
pvaa/aueToHa B cooTHoweHun 9:1. B pesynbTate
nonysanm 211 wmr  (83%) R-[2-(8-meTokcn-1H-
6eH3[g]ugon-1-un)aTun]-auetamuga B Buae TBepaoro
BellecTBa crnerka xenrtoeaToro ugera. TX (cunwvka-
renb): R=0,25 (MeTunenxnopua/aueToH 9:1).

6) 211 wmr (0,83 mmons) N-[2-(8-meTokcu-1H-
6eH3[g]uHgon-1-un)aTun]-auetammga B atMmocdepe
aproHa Harpesanu B 3 M aTuneHmukons/soabl 2:1 B
npucytcteum 0,25 1 (4,4 Mmonsa) rMApPOOKACK Kanusi B
TedyeHve 9,5 4 go 140°. 3aTeM peakLUMOHHYI0 CMeCh
oxnaxganu n Bolnveanu B 20 Mn NOMYKOHLEHTPUPO-
BaHHOro pacteopa xnopuga Hatpus. 3atem Tpuxapl
3KCTparMpoBanu C MOMOLLbI AMSTUMOBOro admpa,
COeANHEHHbIE 3KCTPaKTbl OOQMH pa3 MPOMbIBAnU Ha-
CbILLEHHbIM PpacTBOPOM Xfopuaga HaTpus, CyLwunm
Hag cynbcaTtom HaTpus, hunbTpoBamu 1 ynapusanu.
Chblpoi NpoayKkT pacTBopsAnM B 2 M MeTaHona, rno-
cne yero gobasnsanu 70 mr (0,6 mmons) cdbymapoBson
kucnoTbl. MNocne po6aekn 5 mn guatunosoro acupa
Kpuctannbel oTUNbTPOBLIBANM U NepekpucTanimso-
BbiBanu u3 8,5 mn metaHona/AM® 16:1. B pesynbTa-
Te nonyyanu 142 wmr (53%) dymapata 2-(8-meTokcu-
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1H-6eH3[g]uHaon-1-nn)-aTunamuHa (1:1) B Buae Ge-
nbIX KpyUcTannos ¢ T.nn. 200-201°.

Mpumep 33

a) PacteBop 20 r (104 mmons) 5,6-gumeTtokcu-1-
mHaaHoHa, 21,5 mn (0,25 mons) 3-6yteH-2-ona u
200 mMr n-tonyoncynbdokucnotel B 21,5 mn 2,2-au-
MeTtokcunponaHa n 200 mn 6e3BogHoOro Tonyona B
TeyeHe 24 4 KMNATUNM C OBpaTHbIM XONOAWIbHU-
KOM. 3aTem peaKLUMOHHY CMeCb KOHLEHTpMpOBanu B
BaKkyymMe M ouvuMLany nocpeacTtBOM KONIOHOYHOW Xpo-
matorpaduM Ha cunukarene (rekcad/aTunauerat
3:2). B pesynbtate nonyyamm 6,8 r (27%) (R)-2-(2-
6yTeH-1-un)-5,6-gumeTokcK-1-nHaaHoHa B BMAE Xen-
TOro macna.

6) Yepes oxnaxgeHHbIn oo -70° pacteop 6,8 r
(27,6 mmonen) (RS)-2-(2-6yTeH-1-un)-5,6-gumeTokcu-
1-uHgaHoHa B 100 mn 6e3BogHOro guxrnopMeraHa u
20 mn 6e3BogHOro MetaHona npv nepemeLuMBaHum
nponyckanu B TedeHne 30 MnH NoTok o3oHa (3 r 030-
Ha/yac). 3aTem pacTBoOp B TeYeHVe 5 MVMH NpoayBanu
KucnopogoMm u B TedeHne 10 MuH aproHom. [locne
nobaskun 4 mn (54,3 mmons) aumetuncynbguaa ne-
pemMelumBanu B TedeHne 15 4 npm KoMHaTHON Temne-
paTtype. PeakunoHHyto cMecb ynapuBanu B Bakyyme,
ocTaTtok obpabaTtbiBanv 250 mn guxnopmeraHa 1 no-
cne po6asku 10 mn Bogbl M 10 M TpMdTOPYKCYCHOW
KMCMOTbl NepemMelunBany B TedeHne 1,5 4 npu Kom-
HaTHOM TemnepaType. 3aTeM CMeCb BbinuBany B
100 mn BOABI M NpY NepemMeLLIMBaHMN HENTpanmM3oBa-
nn, pobaBnsas ¢ NOMOLUBIO Wnatens rugpokapboHat
HaTpus. 3aTem pobasnsanum ewe 70 mMn BoAbl, pas-
Aensanu dasbl 1 BogHylo asy ABaxabl IKCTparnpo-
Barnu COOTBETCTBEHHO nopumsamu no 120 mn amnxnop-
meTaHa. CoeMHeHHble opraHuyeckme asbl CyLInnm
Hag cynbgaToM MarHusl, KOHLEHTPUpOBanu B BaKyy-
Me M MONyYeHHbIN CbIPOW NPOAYKT KpUCTannnsoBanm
13 AMITUNOBOro admpalrekcaHa. B pesynbTaTe nony-
yarmm 4,7 1 (73%) (RS)-2-(2-okcoatun)-5,6-gumeTok-
cu-1-MHOaHOHa B BUAe >XenToBaToro TBep4oro BeLle-
ctBa c T.nn. 122°

B) PactBop 2 r (8,5 mmonen) (RS)-2-(2-okco-
a1un)-5,6-gumeTtoken-1-nHgaHoHa n 80 Mr n-tonyorn-
cynbdokucnoTtel B 70 mn 6e3BogHoro Tonyona Ha-
rpesanu B BogooTAaenuTene. B kunsawmn pacteop B
TeyeHne 5 MMH JobaBnanNu No kannsm pacteop 2,56 ©
(34,2 mmons) (RS)-1-amuHo-2-nponaHona B 20 mn
6e3BogHOro Tonyona. 3aTteM MpoAoSiKanu KUNATUTb
ewe B TedeHne 30 MWH, Npuyem obbem pacTBopuTe-
na cokpawanu go 20 mn. OxnaxaeHHy peakLMoH-
HYI0 CMECb OYMLLAnu NocpeacTBOM KOFTOHOYHOW XpO-
matorpaduyM Ha cwunukarene (3Tunauerat/Tonyon
2:3). B pesynbtate nonyyann 0,91 r (40%) (RS)-1-
(1,4-amrnaopo-6,7-gumeTtokcmuHaeHo[1,2-bjnnppon-1-
un)-nponax-2-ona B Buge macna.

r) B oxnaxgeHHen go 0° pactBop 0,91 r
(3,3 mmonsa)  (RS)-1-(1,4-gurnapo-6,7-4MMeTOKCMUNH-
AeHo[1,2-blnuppon-1-nn)-nponax-2-ona 1 1,86 mn
(13,4 mmonen) TpuaTunammHa B 25 mn guxrnopmeTta-
Ha npv nepemewvBaHuM [o6aBnNANM Mo Kanmasm
0,52 mn (6,7 mmonen) MeTaHcynbdoHMNXIopMaa u
npodorkanu nepemelinBaTtb elle B TedyeHne 1,5 4
npu 3ToM TemnepaType. 3aTeM peakLMOHHYH CMeChb
pasbasnsanu 140 mn guxnopmeTaHa, ABaxAbl Mpo-
MbIBanu COOTBETCTBEHHO nopumsMu no 70 mMn Hackl-
LLleHHOro pacTBopa ruagpokapboHaTa HaTpus U co-
edVHeHHble BoAHble (ha3bl O4MH pa3 dKCTparvposanm
¢ nomotupio 70 mn guxnopmeTtaHa. CoegnHeHHbIe op-
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raHnyeckvne asbl npombiBanu 70 M HaCbILLEHHOrO
pacTBopa xnopuaa HaTpus, CyLUMNN Hag cynbdaTtom
MarHus v ynapveanu B Bakyyme. lNonyyeHHoe kopuy-
HeBoe macrno pacteopsinu B 40 mn 6e3BogHOro Au-
meTundopmamuaga, obpabateisanu 0,43 r (6,7 mmo-
new) asuga HaTpPMA U peakLMOHHYI0 CMeChb Npu nepe-
MeLLMBaHWM Harpesanu B TeyeHne 15 4 go 60°. lNo-
cne oxnaxaeHus pactsop Bbinvsanu B 140 mn BoAbI
W ABaxAbl 3KCTparmpoBany COOTBETCTBEHHO MOpLus-
Mu no 140 mn atunauetaTta. CoeaMHEHHbIE OpraHu-
Yeckue ¢asbl NPOMbIBaANM Mo OQHOMY pasy COOTBET-
cteBeHHO 100 mn Bogbl 1 100 M HacbILWEHHOro pac-
TBOpa Xopuga HaTpus, CyWunu Hag cynbdaTom
MarHus 1 KOHLEHTPMpOoBanu pacteop B Bakyyme. [lo-
fly4eHHOe Macro KOPWYHEBOrO LBeTa ouuLiany no-
CPEACTBOM KOSIOHOYHOW XxpomaTtorpadhum Ha cunuka-
rene (tonyon/atunauertat 4:1). B pesynbTtate nony-
yanm 400 wmr (40%) (RS)-1-(2-asvpgonponun)-1,4-
anrnapo-6,7-gumetokennHaeHo[1,2-bjnvppona B Bu-
Ae macna, kotopoe 0e3 ganbHenwein O4MCTKU uC-
nonb30Banu B nocnenyoLlen peakumu.

a) 0,4 r (1,3 mmonsa) (RS)-1-(2-asupgonponun)-
1,4-anrnapo-6,7-gumeTtokennHaeHol1,2-blnuppona,
pactBopeHHoro B 20 mn 6e3BogHoro ataHona, rva-
pvpoBanu B npucyTcTBum 40 Mr oKMCK NNaTuHbI B Te-
YeHve 16 4. 3aTteM OTHUMBLTPOBBLIBANM OT KaTtanusa-
Topa, NMpOMbIBanM 3TAaHOMOM W pacTBOPUTENb OTro-
Hanu B Bakyyme. [lonyyeHHoe 6GecLBeTHOe Macro
pacTtBopsnu B 25 mn 6e3B04HOIO AN3ITUIIOBOrO achu-
pa, dunbTpoBanu 1 obpabaTeiBany Npu nepemeLUn-
BaHWM pacTtBopoM 62,2 mr (0,54 mmonsi) dymapoBon
KMCnoTbl B 5 Mn MeTaHona. 3ateMm nepemelumsanv B
TeyeHne 18 4 Npu KOMHaATHOW Temnepartype, nocne
Yyero oTdunbTpOBbIBaNM Oenble kpucTannbl. B pe-
synbTate nonyyamu 314 mr (71%) cdymapara (RS)-2-
(1,4-gurvgpo-6,7-gumetokcuunHgeHo[1,2-blnmppon-1-
un)-1-metunatunamuna (1:0,5) ¢ 7.nn. 203-205°.

Mpumep 34

a) PactBop 48 r (0,324 mons) 4-xpomaHOHa,
67 mn (0,78 mons) 3-6yTeH-2-ona u 500 Mr n-Tonyon-
CynbokMcnoTbl B 67 Mn 2,2-gUMeTOoKcUnponaHa u
500 mn Ge3BogHOro Tonyomna KWNATUAW B TeveHue
46 4y c obpaTHbIM XONOAUIEHUKOM. 3aTeM peaKLMoH-
HYI0 CMeCb KOHLIEHTPMPOBAnu B BakyymMe W ouuLLanu
NMOCPeACTBOM KOFIOHOYHOW XpomaTorpadum Ha cunu-
Karene (rekcaH/amMaTunnoBbln acpup 4:1). B pesynbTa-
Te nonyyanu 24,7 r (38%) (RS)-2-(2-6yTeH-1-un)-4-
XPOMaHOHa B BWAE XenToro mMacna.

6) Yepes oxnaxgeHHbIn go -70° pacteop 24,6 1
(0,12 mons) (RS)-2-(2-6yTeH-1-un)-4-xpomaHoHa B
450 mn 6e3BogHoro amxnopmetaHa u 150 mn Ges-
BOOHOrO MeTaHonNa npu nepeMeLlnBaHnm NponycKanm
B TeyeHue 2 4 noTok o3oHa (3,5 r o3oHa/yac). 3atem
pacTBOp MpoAyBanu B Te4eHUe 5 MWH KMCMOPOAOM U
B TedyeHne 15 muH aproHom. Mocne gobaekn 13,4 mn
(0,18 moms) gumeTtuncynbduga nepemelinsanv B
TedyeHve 20 4 Npyn KOMHaTHOW TemnepaType. 3aTem
peaKkLMOHHYI0O CMeCb ynapuBanu B Bakyyme, OoCTaTok
obpabatbiBanu 250 mMn guxnopmeTaHa u nocne go-
6aBku 40 mn Bogpbl 1 40 M TPUATOPYKCYCHOMN KMUCMO-
Tbl MepeMellnBany B TeveHue 4 4 npu KOMHaTHOM
Temnepatype. 3atem cmecb Bbinueanu B 100 mn Bo-
Obl U NpW NepemeLlunBaHun HenTpanusosanu, gobas-
NAs € NOMOLBIO LINaTtens rugpokapboHaT HaTpus.
3aTtem pgobaensinu ewe 70 mn BoAbl, hasbl pasgens-
N n BodHyl hasy ABaxAbl IKCTParMposanu CooT-
BETCTBEHHO nopuusMn no 120 mMn guxrnopmeTaHa.
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CoeaunHeHHble opraHudeckue dasbl CywnnuM Hag
CcynbaTtoM MarHWs U KOHLEHTpMPOBanu B BakyyMme.
B pesynbTtaTte nonyyanu 22,7 r (99%) 2-(2-okcoatun)-
4-xpomaHoHa B BMAe XenToro macna, kotopoe 6e3
JanbHenwWwen OYMCTKM WMCNOMb30Banu B MOCNeAyio-
Len peakuuu.

B) PactBop 1,9 r (10 wmmonen) (RS)-2-(2-
0KCOoaTUM)-4-xpomaHoHa u 80 Mr n-Tonyoncysb-
dokucnoTel B 70 M 6e3BoAHOrO Tonyona Harpesanu
B BogooTAenuTene. B kunAwwmii pactBop B TeveHue
5wmuH  pgobaenamm no kannam  pacteBop 3,0 T
(40 mmonen) (RS)-1-amuHo-2-nponaHona B 20 mn
6e3BogHoro Tomnyona. 3aTeM MpOAoSDKanM KUNATUTb
ele B TedeHve 35 MUH, Npuyem obbem pacTBopuTe-
ns cokpawanu go 20 mn. OxnaxaeHHylo CMecb O4u-
Lanu NnocpeacTBOM KOMOHOYHOW XpomaTorpadum Ha
cunukarene (atunauetar/tonyon 2:3). B pesynbtate
nonydsarm 1,82 r (79%) (RS)-1-(1,4-gurmapo-
[1]6eH30onupaHo[4,3-b]jnnppon-1-un)-nponaxH-2-ona B
BMAE XXeNToro macna.

r) B oxnaxgeHHen go 0° pactBop 1,82 r
(7,9 mmonen)  (RS)-1-(1,4-pgurnapo-[1]6eH3onnpaHo
[4,3-blnuppon-1-un)-nponaxH-2-ona 1 44  w™Mn
(31,7 mmons) TpuatunammHa B 50 mn 6e3BogHoro
AnxrniopmMeTaHa npu nepemMelunBaHnyM gobasnsnu no
kannam 1,23 mn (15,9 mmonen) metaHcynbdOoHUI-
XropvAaa v Npoaorxany nepeMeLunBaTh elle B Teye-
Hue 1,5 4 nNpu aTon Temnepartype. 3aTeM peakuMoH-
Hytl0 cMecb pa3basnsany 280 mn 4MaTuUnoBoro acupa,
ABaXdbl NPOMbIBaANM COOTBETCTBEHHO MNOPUMSMU MO
70 Mn HacblLWeHHOro pacTBopa rugpokapboHaTa Ha-
TPMS 1 coedMHeHHble BOAHble (ha3bl OOMH pa3 3KCT-
parmposanu ¢ nomotusto 70 Mn AM3TUNOBOIO adupa.
CoeauHeHHble opraHuyeckve asbl MPOMbIBANM
140 Mn HacbIWeEeHHOrO pacTBopa xnopuaa HaTpus,
Cywmnu Hag cynbdatom MarHus v ynapusanu B Ba-
Kyyme. [NonyyeHHoe KOpUYHEBOE Macrno pacTBOPSM
B 50 mn 6e3BogHoro gumetundopmamuaa, obpaba-
TeiBann 1,03 r (15,9 mmoneit) asvaa HaTpus U peak-
LMOHHYIO CMeCb NpV NepemeluMBaHMK Harpesanu B
TeyeHne 17 4 go 60°. lMNocne oxnaxgeHusi pacTBop
BbinvBanu B 140 mn BoAbl M ABaXAbl 9KCTParnposanm
COOTBETCTBEHHO nopumamu no 140 mn AN3TUIOBOrO
admpa. CoeguHeHHble opraHudeckne casbl NPOMbi-
Banu no ogHomy pasy cootBeTcTBeHHO 100 mn BoAbl
1 100 Mn HacblWweHHOro pacTeopa Xropuga HaTpus,
CyLIMnu Hag cynbgaTom MarHust U KOHLEeHTpUpoBanu
pacTBop B Bakyyme. [lonyyeHHOe Macno KopuyHeBO-
ro uBeTa ouuLlany nocpeacTBoM KOSIOHOYHOWM Xpoma-
Torpacdun Ha cunukarene (tonyon). B pesynbTate
nonydanun 1,44 r (71%) (RS)-1-(2-asmgonponun)-1,4-
avrngpo-[1]6eHsonmpaHo[4,3-bjnuppona B Buae Hec-
LBETHOro mMacna.

a) 1,44 r (5,7 mmonen) (RS)-1-(2-asugonponun)-
1,4-gurmgpo-[1]6eH3onmpaHol4,3-blnuppona, pactso-
peHHoro B 60 mn 6e3BogHOro aTtaHona, rmapupoBanm
B npucyTtcTeum 150 Mr okucy NNatuHbl B TeYEHUE 4 4.
3aTem OTuMNbLTPOBLIBaNM OT KaTanm3aTopa, NpoMbl-
Banu 3TAaHOMOM W pacTBOPUTENb OTIOHANM B BaKyy-
me. [NonyyeHHoe GecuBeTHOe Macno pacTBOpsSNU B
100 mn 6e3BOAHOrO AMITMNOBOIO agmpa, DUnbTPo-
Banu n obpabaTtbiBanu Npyn nepeMeLlLnBaHnUM pacTBo-
pom 329 wmr (2,83 mmonsi) dymapoBOWN KUCIOTbl B
20 mn meTaHona. 3aTteM nepemeLlMBany B TeveHue
18 4 nNpu KOMHaTHOW TemnepaTtype, nocrie 4ero oT-
dunbTpoBbiBany benble kpuctannel. B pesynbtate
nonyvanu 1,42 r (88%) dymapata (RS)-1-(1,4-gun-
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rnapo-[1]6eHsonmpaHo[4,3-blnnppon-1-un)-1-metun-
atunamwuHa (1:0,5) ¢ 1. nn. 208-209°.

Mpumep 35

a) B oxnaxpeHHbn go -70° pactBop 2,96 r
(18,3 mmornen) 6-meToken-1-nHgaHoHa B 300 mn Ges-
BOOHOro TeTparmgpodpypaHa npu nepemeLlunBaHun
nobaBnsanu No  Kannsam CBEXernpuUroToBIIEHHbIN U3
3,12 mn (22 mmons) gumsonponunamuHa u 13,8 mn
(22 mmons) 1,6H H-ByTUNNUTUSI B rekcaHe pacTBop
nutungmmsonponunammaa B 40 mn 6e3BogHOro TeT-
parngpodypaHa. 3ateMm Npogomkanu nepeMeLlLnBaTtb
ewe B TedeHne 30 MVH nNpu 3TOW Temnepatype, Mo-
cne 4vero B TedeHve 10 MuH Mo Kannam gobasnsanu
pacteop 2,03 mn (20,2 mmonen) 3-xnop-2-6yTeHoHa
B 40 mn 6e3BogHoro TtetparngpodypaHa. B TeueHne
30 MVH peaKLMOHHOM cMecu AaBanu ocTbiTb 4o 0° n
3aTteM nepemeluvBanu eule B TeveHne 30 MUH npu
aTon Temnepatype. [locrne 3TOro peakuMOHHYO
cmech BbinuBanu B 150 mn nbaa, gobaensanun 150 mn
HacCbILEHHOro pacTBOpa Xflopuaa HaTpusa 1 oTaens-
nu opraHuyeckyto dasy. BoaHyto a3y ofmH pas aKc-
Tparvposanu ¢ nomotubio 400 Mn AM3TUNOBOMO aghu-
pa, COeduHeHHble opraHuyeckve asbl oauH pas
npombiBany 200 MN HacbILLEHHOrO pacTBopa Xropu-
Oa HaTpus, Cywnnu Hag cynbdaTtom MarHus M KOH-
LeHTpupoBanu B Bakyyme. NonyyeHHoe macno kpac-
HOro uBeTa ouuwanM MoCPeACTBOM KOMOHOYHON
XpomaTorpadmmn Ha cunukarene (rekcaH/guatunoBbIv
acmp 3:2). B pesynbTaTe Hapsgy ¢ 0,93 r sgykTa no-
nyyamu 1,56 r (37%) pauemumyeckoro 6-meTokcu-2-(3-
OKCO-2-6yTunn)-1-MHAaHOHa B BMAE XEeNnToro Macna.

6) Pacteop 1,5 r (6,46 Mmonen) pauemMuyeckoro
6-meToKCn-2-(3-0kco-2-6yTnn)-1-nHgaHoHa u 80 mr n-
TonyoncynedokucnoTel B 70 mn 6e3BogHoro Tonyona
HarpeBanu B Bogootaenutene. B kunawmi pactsop B
TeyeHve 5 MWH no kannam gobaenanu pacteop 1,94 r
(25,8 mmonew) (R)-1-amuHo-2-nponaHona B 20 mn
6e3sogHoro Tonyona. 3aTemM MpOAoIDKaNM KUNATUTbL
ewle B TedyeHne 85 MuH, Nnpuyem obbem pacTeBopuTe-
na cokpawanu go 20 mn. OXnaxaeHHy peakLoH-
HYI0 CMeCb O4MLLanu NocpeacTBOM KONOHOYHOW Xpo-
maTorpaduM Ha cwunukarene (3Tunauerat/Tonyon
2:3). B pesynbTate nonydanu 1,23 r (70%) (R)-1-(7-
meTokcu-2,3-aumeTun-1,4-aurnaponHaeHol1,2-blnup-
porn-1-un)-nponaH-2-ona B BUAE XenToro macna.

B) B oxnaxgeHHbwn go 0° pactBop 1,22 r
(4,5 mmons) (R)-1-(7-meTtokcu-2,3-gumetnn-1,4-
avrngpovHaeHo[1,2-blnmppon-1-nn)-nponan-2-ona u
2,5 mn (18 mmonen) TpuatunammHa B 50 mn gmxrop-
MeTaHa npu nepemMeLlunBaHnM Jo6aBnNanmM nNo Kanmsm
0,7 mn (9,0 mmonei) meTaHcynbdoOHUNXIopUaa K
npogorkanu nepemellnBatb ele B TeyeHne 1,5 4
npu 3TOM TemnepaType. 3aTeM peakuMOHHYI0 CMeChb
pa3basnsnu 100 mn guxnopmeTtaHa, ABaXAdbl Npo-
MbIBann COOTBETCTBEHHO nopumsMu no 60 mn Hackl-
LLleHHOoro pacTBopa ruagpokapboHaTa Hatpusa U co-
eVHeHHble BoAHble da3bl OAMH pa3 aKCTparMposanm
¢ nomotypsio 60 mn guxnopmetaHa. CoegnHeHHbIe op-
raHnyeckve asbl npombiBan 70 M HacCbILLEHHOrO
pacTBopa Xnopvaa HaTpws, CYLUMNN Haj cynbdaTtom
MarHus u ynapveanu B Bakyyme. lNonyyeHHoe kopuy-
HeBoe macrno pacteopsinn B 40 mn 6e3BogHOro Au-
meTundopmamuaa, obpabateisanm 0,58 r (9,0 mmo-
new) asnga HaTpuUs U peakLMOHHYI0 CMeCb HarpeBanm
B TeueHue 18 4 npu nepemewmsaHum go 80°. Mocne
oxnaxgeHns cmecb Bbinveanu B 70 mn BoAbl M ABa-
XObl 3KCTParMpoBann COOTBETCTBEHHO MOPLUAMMK MO
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100 mn atnnauetata. CoequHEHHbIE OpraHuyeckne
dasbl NPOMbIBanNu Mo O4HOMY pa3dy COOTBETCTBEHHO
70 mn Boabl 1 70 MN HacbILLEHHOrO pacTBopa Xrnopu-
Aa HaTpus, CyWWnn Hag CynbaTtom MarHWs WU KOH-
LeHTpupoBanu pactesop B Bakyyme. lNony4yeHHoe Ko-
pUYHEBOE MAacro O4umLiany NOCPEACTBOM KOMOHOY-
HOW xpomartorpadmm Ha cunukarene (Tonyon). B pe-
synbTate nonyyanu 0,64 r (48%) (S)-1-(2-asugonpo-
nun)-7-meTokcu-2,3-gumeTtnn-1,4-ournaponHaeHo
[1,2-blnuppona B Buae 6neaHo-xentoro macna.

r) 0,63 r (2,12 mmons) (S)-1-(2-asugonponun)-7-
MeTokcu-2,3-aumeTnn-1,4-auruaponHaeHo[1,2-blnump-
pona, pactBopeHHoro B 40 mn 6e3BogHOro araHona,
rMapupoBanu B NpUCYTCTBUM 63 Mr OKMCU NNaTuHbl B
TeyeHue 2,5 4. 3aTeM OTUNLTPOBLIBANM OT KaTanu-
3atopa, MPOMbIBanu 3TaHOIOM U pacTBOPUTENb OT-
roHsnu B Bakyyme. [lonyyeHHoe 6negHo-xentoe
macno pacteopsAnm B 50 mn 6e3BoAHOro An3aTMNOBO-
ro acdmpa, unbLTpoBanu u Npu nepemeLlnBaHnm ob-
pabaTtbiBanu pactsopom 123 mr (1,06 mmons) dyma-
poBon kucroTel B 10 Mn meTaHona. 3atem nepeme-
LuMBanu B TedeHne 16 4 npu KOMHaTHON Temnepary-
pe, nocrne Yero oTUNbLTPOBLIBANM XentoBaTble Kpu-
ctannbl. B pesynbTtate nonyyanun 528 mr (76%) dy-
mapaTta (S)-2-(7-meTokcu-2,3-gumetun-1,4-guruapo-
nHgeHo[1,2-blnnppon-1-un)-1-meTnnatmnammnHa
(1:0,5) c T.nn. 197°.

Mpumep 36

a) B oxnaxgeHHbn go -70° pactBop 2,96 r
(18,3 mmoren) 6-meToken-1-nHgaHoHa B 300 mn Ges-
BOOHOro TeTparngpodypaHa npu nepemeLumBaHmmn no
Kannam obaBnsnu  CBEXENPUIOTOBMIEHHbIN U3
3,12 mn (22 mmons) aumsonponunamuHa u 13,8 mn
(22 mmons) 1,6H H-ByTunnuTUsi B rekcaHe pactBop
nutunammsonponunammaa B 40 mn 6e3BogHoro Tet-
parngpodypaHa. [NepemelunBaHue npogomkanu eLe
B TedeHne 30 MUH Npu 3TON Temnepartype, nocne 4ye-
ro B TedyeHne 10 muH gobaBnanm no kannsim pacTeop
1,62 mn (20,2 mmonen) xnopaueTtoHa B 40 mn 6e3-
BOOHOro TeTparmgpodypaHa. PeakuuoHHyl0 cmech
oxnaxganu B TedeHre 90 MUH 10 KOMHaTHOW TeMmre-
paTypbl U NPOAoIXanv nepemeLlrBaTh elle B Teve-
Hve 45 MWH nNpu 3Tow TemnepaType. 3atem peakuu-
OHHyI0 cMecbh Bbinuanu B 100 mn nbaa, gobasnsnm
100 mMn HacblIWEeHHOro pacTeopa xrnopuga HaTtpusa 1
oTaoenanu opraHudeckyro ¢asy. BogHyo dasy oauH
pas akcTparmposanu ¢ nomoLubo 300 M AU3TUNOBO-
ro admpa, coeguHeHHble opraHuyeckne dasbl OAMH
pa3 npombiBann 100 MM HacbIWeHHOro pacTBopa
Xropvaa HaTpus, CyLWIWnn Hag cynbdaToM MarHus u
KOHLIEHTpMpoBanu B Bakyyme. [MonyyeHHoe kpacHoe
Macso ouYuLwani NocpeacTBOM KOFIOHOYHOW XpoMaTo-
rpacdbum Ha cunukarene (rekcaH/AMaTUNOBLIN 3P
3:2). B pesynbtaTte nonyyanu 2,24 r (56%) (RS)-6-
MeTOKCU-2-(2-okconponun)-1-uHaaHoHa B BuAe Xen-
TOro TBEpAoOro BellecTBa, koTopoe 6e3 [OoMofHu-
TENbHOW NepekpucTannu3aumMn KUCrnonb3oBanu B Mo-
crnegyloLen peakuuu.

6) PactBop 1,45 r (6,64 wmmonen) (RS)-6-
MeTOoKcK-2-(2-okconponwun)-1-nHgaHoHa n 60 mr n-
TonyoncynegokucnoTel B 70 mn 6e3BogHoro Tonyona
HarpeBanu B Bogootaenutene. B kunawmin pacteop B
TeyeHne 5 MnH gobaensnu no kannsm pacteop 2,0 r
(26,6 mmonewn) (R)-1-amuHo-2-nponaHona B 20 mn
6e3BogHoro Tonyona. 3aTeM MpoAosiKanu KUNATUTb
ewe B TedeHne 90 MWH, Npuyem obbem pacTBopuTe-
na cokpawanu go 20 mn. OxnaxaeHHy peakLMoH-
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HYI0 CMECb OYMLLanu NocpeacTBOM KONTIOHOYHOW Xpo-
matorpaduM Ha cwunukarene (3Tunauerart/Tonyon
2:3). B pesynbTate nonydanun 1,05 r (61%) (R)-1-(7-
MeToKcu-2-meTun-1,4-gurngpounHaeHo(1,2-blnnppon-
1-vn)-nponaH-2-orna B BuAe XenToro TBEpAoro Be-
wectsa ¢ T.nn. 110°.

B) B oxnaxgeHHwbin go 0° pacteop 0,8 r
(3,1 mmons) (R)-1-(7-meToken-2-metun-1,4-aurnapo-
nHaeHo[1,2-blnnppon-1-un)-nponax-2-ona n 1,73 mn
(12,4 mmonen) TpuaTunamuHa B 40 mn guxrnopmeTta-
Ha npv nepemewwvBaHuM [o0aBNANM MO Kanmsm
0,48 mn (6,2 MMmonel) MeTaHcynbdoHunxmopmaa 1
npodorkanu nepemelinBaTtb ele B TedyeHne 1,5 4
npu 3TOM TemnepaType. 3aTeM peakuMOHHY CMeChb
pasbasnanu 100 mn guxnopmeTtaHa, ABaxAbl Npo-
MbIBanu COOTBETCTBEHHO nopumsMu no 60 mn Hackl-
LLleHHOro pacTBopa ruapokapboHaTa Hatpus U co-
edVHeHHble BoAHble a3kl O4MH pa3 dKCTparMposanm
¢ nomotupio 60 mn guxnopmeTtaHa. CoegnHeHHbIe op-
raHnyeckvne dasbl npombiBanu 70 M HaCbILLEHHOrO
pacTBopa xnopuaa HaTpws, CyLUMNN Hag cynbdaTtom
MarHus u ynapveanu B Bakyyme. lNonyyeHHoe kopuu-
HeBOe Macrno pacteopsinu B 25 mn 6e3BogHOro Au-
meTundopmamuaa, obpabateisanu 0,40 r (6,2 mmo-
new) asnga HaTpuUs 1 peakLMOHHYI0 CMeCb HarpeBanm
B TeveHue 16 4 npu nepemewmsaHum go 60°. Mocne
oxXnaxgeHns pacTtBop BbinuBanu B 70 mn BoAbl K
ABaXdbl 3KCTparMpoBany COOTBETCTBEHHO NOpLUUAMU
no 100 mn atunauetata. CoeguHEHHbLIE OpraHuye-
ckve ¢hasbl NMpoMbIBanM No O4HOMY pa3y COOTBETCT-
BeHHO 70 Mn BoAbl M 70 MN HacbILWEHHOro pacTeopa
Xropvga HaTpus, CyLuMnu Hag cynbdaToM MarHus u
KOHLIEHTpMpOBanu pacteop B Bakyyme. [lonyyeHHoe
Macrno KOPWYHEBOrO LBETa o4uLany nocpeacTBoMm
KONOHOYHOW Xpomatorpaduvmn Ha cunvkarene (Tony-
on). B pesynbtate nonyvanu 0,44 r (50%) (S)-1-(2-
asugonponun)-7-MeTokeu-2-meTun-1,4-gurngponHae-
Ho[1,2-b]nuppona B Buae 6rnegHo-xentoro macna.

r) 0,44 r (1,56 mmons) (S)-1-(2-asngonponun)-7-
MeToKcu-2-MmeTun-1,4-guruaponHaeHo[1,2-blnuppo-
na, pactBopeHHoro B 35 mn 6e3BogHoro ataHona,
rMAPVMPOBanu B NpuUcyTCTBUM 45 Mr oKMCU NNaTuHbI B
TeyeHne 16 4. 3atem OTUNLTPOBLIBANM OT KaTanu-
3aTopa, NPOMbIBanN1 3TaHOMIOM W pacTBOpUTENb OT-
roHsnum B Bakyyme. [lonyyeHHoe 6negHo-xentoe
mMacno pacteopsinu B 35 mn 6e3BogHOro An3aTUIOBO-
ro admpa, dunbTpoBanu 1 Npu nepemeLlnBaHnm ob-
pabatbiBanu pactsopom 90 mr (0,78 mmons) dyma-
pOBOW KMCNOTbI B 7 M1 MeTaHona. 3aTem nepemeLum-
Banu B TedeHue 18 4 npu KOMHaATHOW TemnepaType,
nocrne 4ero OTUNbLTPOBbLIBANM XeNnToBaTble Kpu-
ctannbl. B pesynbTtate nonyyanun 414 mr (84%) dy-
mapata (S)-2-(7-meTokcn-2-metun-1,4-gurngpounHae-
Ho[1,2-blnuppon-1-un)-1-metunatunamuua (1:0,5) ¢
T.nn. 199°.

Mpumep 37

a) PactBop 14,0 r (84 mmonsi) 4-xnop-1-mHaaHo-
Ha, 17,3 mn (0,20 mons) 3-6yteH-2-ona n 140 mr n-
Tonyoncynedokucnotel B 140 mn 2,2-guMeToKCK-
nponaHa B TeyeHve 64 4 KunATUAM ¢ oBpaTHLIM XO-
NogunbHUKOM B BogooTAenutene, 3anofiHeHHOM MO-
nekynsipHeim cutom (0,4 HM, rpaHynbl 2 Mm). 3aTem
PeaKkLMOHHYI0O CMECb KOHLIEHTPUpOBanu B Bakyyme u
oyumLiany nocpeacTBOM KOFIOHOYHOWM XxpomaTtorpadum
Ha cunuvkarene (rekcaH/guaTnnosbin achup 6:1). B pe-
synbTtate nonyyamm 15,2 r (81%) (RS)-2-(2-6yTeH-1-
nn)-4-xnop-1-mHgaHoHa B BUAE XXenToro macna.
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6) Yepes oxnaxaeHHbI go -70° pacteop 15,1 r
(68,4 mmonen) (RS)-2-(2-6yTeH-1-un)-4-xnop-1-nHga-
HoHa B 200 mn 6e3BogHoro auxnopmetaHa n 40 mn
6e3B0O4HOIO MeTaHomna npu nepemeLumMBaHMmn Npomnyc-
Kanu B TedeHne 90 MUH NOTOK 030Ha (3 r 030Ha/vac).
3aTem pacTBop npogdyBanu B TeYeHne 5 MUH Kucro-
pogom u B TedeHne 10 muH aproHom. Nocne gobasku
7,55 mn (103 mmonsa) aumetuncynbduga nepeve-
wuBanu B TedeHne 20 4 Npy KOMHaATHOW Temnepary-
pe. PeaKUuMOHHYyl0 CMecb ynapusanu B Bakyyme, OC-
TaTok obpabatbiBanu 200 Mn AMxnopMeTaHa 1 nocrne
pobaeku 25 mn Bogbl U 25 Mn TpUTOPYKCYCHOM Ku-
CNOThbl NepemMeLLnBani B TedeHre 2 Y nNpy KOMHaTHOMN
Temnepatype. 3ateM cmecb Bblnmeanu B 200 mn Bo-
Abl U Npy NepeMeLlLnBaHny HenTpanusosanu, Jobas-
NS89 C NOMOLUBI0 WnaTtens rugpokapboHaT HaTpus.
Mocne atoro pob6aensanu ewe 100 mn BoAabl, pa3ae-
nsanu dasbl U BOAHY0 hasy ABaXAbl dKCTparnposanu
COOTBETCTBEHHO nopumamu no 120 mn guxnopmeta-
Ha. CoeanHeHHble opraHuyeckve dasbl CyLUMnu Hag
cynbaTtoM MarHWs U KOHLEHTpMpOBanu B BaKkyyMme.
B pesynbTate nonyyanu 13,9 r (97%) (RS)-2-(2-okco-
aTun)-4-xnop-1-vHgaHoHa B BWAE >KenToBaToro
macna.

B) Pacteop 2,08 r (10,0 mmone) (RS)-2-(2-okco-
a™1n)-4-xnop-1-nHgaHoHa n 80 Mr n-tonyoncynbdo-
kvucroTbl B 70 mn 6e3BogHOro Tornyona Harpesanu B
BogooTAenuTtene. B kunAwwmin pactBop B TedeHuwe
5 muH gobasnsanu no kannam pacteop 3,0 r (40 mmo-
newn) (RS)-1-amuHo-2-nponaHona B 20 mn 6e3BogHO-
ro Tonyona. 3aTem NpogomKanu KUnsTUTb elle B Te-
YeHve 45 MUH, NpuyeM obbem pacTBOPUTENS COKpa-
wanu go 20 mn. OxnaxgeHHy0 peakLMOoHHYI0 CMeCh
oumLLanM NocpeacTBOM KONTIOHOYHOW XpomaTorpadum
Ha cunukarene (atunauetat/rekcaH 1:2). B pesynbTa-
Te nonyyamu 1,47 r (59%) (RS)-1-(5-xnop-1,4-aurmna-
pouHaeHo[1,2-b]nuppon-1-un)-nponaH-2-ona B Buae
KOPWYHEBOro mMacna.

r) B oxnaxgeHHen go 0° pactBop 1,47 1
(5,93 mmornen)  (RS)-1-(5-xnop-1,4-auruaponHaeHo
[1,2-blnupponn-1-un)-nponax-2-oma 1 3,3 M~
(23,7 mmons) TpuatunamuHa B 50 mn guxnopmeTtaHa
npv nepemewmsarHmn gobaensanu no kannsm 0,92 mn
(11,9 Mmmoner) meTaHcynbgOHMIXIIoOpMAa U NPOLOS-
Xanu nepemelunsaTb elle B TedeHue 1,5 4 npu aton
TemnepaTtype. 3atem peakuMOHHyl0 cMmecCb pasbas-
nanu 50 mn guxnopmertaHa, ABaXdbl NPOMbIBaNM co-
OTBETCTBEHHO MopuusiMu no 70 MM HacbILEeHHOro
pactBopa rugpokapboHaTta HaTpus M COeAUHEHHble
BOAHble da3bl OAMH pa3 aKCTparmpoBany ¢ NOMOLLBIO
70 mn guxnopmetaHa. CoeguHeHHble OpraHu4eckue
¢asbl npombiBanu 70 MM HacbIWEHHOro pacTBopa
Xropvaa HaTpus, CyWWnn Hag cynbdaToM MarHus u
ynapuBanu B Bakyyme. [lonyyeHHoe KOpWYHeBOe
macrno pacteopsnu B 50 mn 6e3BogHOro aMmeTwn-
dopmamuaa, obpabatbiBanu 0,77 r (11,9 mmonen)
asvga HaTpus U peakuMOHHYI0 CMeCb HarpeBanu B
TeyeHne 17 4 npu nepemewwmBaHun go 60°. lMocne
oxnaxaeHns pacTtBop BbinuBanu B 80 mn BoAbl K
TPWXAblI SKCTpParMpoBasnyM COOTBETCTBEHHO MOPLUAMU
no 100 mn atunauetata. CoeguHEHHbIE OpraHuye-
ckve ¢asbl MpoMbIBanM No ogHOMY pa3y COOTBETCT-
BeHHO 70 mn BoApbl M 70 M HacbILWEeHHOro pacTesopa
Xropvaa HaTpus, CyLWWnu Hag cynbdaToM MarHus v
KOHLIEHTPMpOBanu pacteop B Bakyyme. [MonyyeHHoe
KOpWMYHEBOE Macro o4vuLiany NocpeacTBOM KONOHOY-
HOM  xpomaTorpacpum Ha  cunukarene  (rek-
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caH/atunaueTtar 4:1). B pesynbtate nonyvanm 1,0 r
(62%) (RS)-1-(2-asugonponun)-5-xnop-1,4-auruapo-
uHaeHo[1,2-blnuppona B Buae OGnegHo-xenToro
macna.

a) 1,0 r (3,66 mmons) (RS)-1-(2-asmgonponun)-5-
xnop-1,4-aurngponHaeHo[1,2-bjnuppona, pacTBopeH-
Horo B 50 mn 6e3BogHOro aTaHona, rMapvpoBanu B
npucytcteum 100 Mr oKucKM NNaTuHbl B Te4YeHne 5 u.
3aTem OTMNLTPOBLIBaNM OT KaTanm3aTopa, NpoMbl-
Banu 3TaHOMOM W pacTBOPUTENb OTFOHANW B BaKyy-
me. MonyyeHHoe GecuBeTHOe Macno pacTBOpsSNY B
80 mn 6e3BogHOro AMaTMoBoro acupa, punbTpoBa-
M v npyu nepeMewwnBaHnM obpabaTtbiBanu pacTso-
pom 212 wmr (1,83 mmons)) dymapoBOWN KUCNOTbI B
16 Mn meTaHona. 3aTem nepemMelLBann B TeyeHue
18 4 nNpu KOMHaTHOW TemnepaTtype, nocrie 4ero oT-
dunbTpoBbiBany benble kpuctannel. B pesynbtate
nonyvanu 1,05 r (94%) cdymaparta (RS)-2-(5-xnop-
1,4-gurngpounHaeHo[1,2-blnnppon-1-un)-1-metnn-
atunamuHa (1:0,5) ¢ T.nn. 182°.

Mpumep 38

a) Pacteop 1,8 r (8,25 mmonei) (RS)-6-meTokeu-
2-(2-okconponun)-1-nHgaHoHa n 70 Mr N-Tonyoncynb-
dokucnoTtsbl B 70 Mmn 6e3BogHOrO Tonyorna Harpeeanm
B BogooTAenuTene. B kunawwmin pactBop B TeveHue
5MuH pobaBnsanuM no kannsm  pactBop 2,48 r
(33 mmons) (RS)-1-amuHo-2-nponaHona B 20 mn 6e3-
BOOHOrO Tonyona. 3atem npofosikany KUnsitutb elle
B TeyeHne 90 MWH, Npnyem obbem pacTBopuTENs Co-
kpawanu go 20 mn. OxnaxgeHHYl peakuMOHHYHO
CMeCb O4uLLany NocpeacTBOM KONOHOYHOW XpoMaTo-
rpacoum Ha cunukarene (QUITMNOBBIN 3adhup/rekcaH
7:3). B pesynbtarte nonyyanun 1,37 r (65%) (RS)-1-(7-
MeToKkcu-2-meTun-1,4-gurngpounaeHo(1,2-blnuppon-
1-vn)-nponaxH-2-ona B BuAEe KOPWUYHEBOrO TBEPAOro
BeLLeCcTBa, KOTOPOe HENOCPEACTBEHHO MCMOMNb30Banm
B NnocreayoLuei peakuuu.

6) B oxnaxgeHHbin go 0° pactBop 1,35 r
(5,25 mmonen)  (RS)-1-(7-meTokcu-2-metun-1,4-gn-
rmapouHaeHo[1,2-bjnuppon-1-un)-nponax-2-ona "
2,92 mn (21,0 mmonb) TpuatunamuHa B 60 mn gu-
XropMeTaHa npu nepemeLuMBaHnm obasnsny no ka-
nnam 0,81 mn (10,5 mmonelt) meTaHcynbdoHMNXo-
pvaa v npogorkany nepemelunBaTth elle B TeyeHne
1,5 4 npu aton Temnepatype. 3aTemM peaKkUMOHHYIO
cMmecb pasbasnsnu 120 mn guxnopmeTaHa, ABaXAabl
NpoMbIBanM COOTBETCTBEHHO 70 MM HaCbILLEHHOro
pactBopa rmgpokapboHata HaTpus U COeAUHEHHble
BOOHble a3kl OAMH pa3 aKCTparnpoBanm ¢ NOMOLLbIO
70 mn guxnopmetaHa. CoegunHeEHHble OpraHuyeckme
dasbl npombiBany 90 MN HacbIWEHHOro pacTBopa
Xropvga HaTpus, CyLUMnu Hag cynbdgaToM MarHus u
ynapusanu B Bakyyme. [MonyyeHHOe macro KopuyHe-
BOro uerta pactsopsinn B 40 mn 6e3BogHOro aume-
Tundopmamuga, obpabartbisanm 0,68 r (10,5 mmo-
new) asumga HaTPWS U peakuMOoHHYI0 CMeChb Npu nepe-
MeLuMBaHWM HarpeBanu B TeyeHue 23 4 go 80°. lNo-
cre oxnaxgeHus pacTeop Bbinusanu B 70 M Bogbl v
ABaXdbl 9KCTparnpoBany COOTBETCTBEHHO NOPUMAMU
no 100 mn atunauetata. CoeguHEHHbIE OpraHuye-
ckve hasbl NMpoMbIBany No OQHOMY pa3y COOTBETCT-
BeHHO 70 mn BoAbl M 70 MN HacbILLEHHOro pacTeopa
Xropvga HaTpus, CyLUMnu Hag cynbdgaToM MarHuis u
KOHLIEHTpMpOBanu pacteop B Bakyyme. [lonyyeHHoe
KOpVYHEBOE Macno o4uLiany NocpeacTBOM KOFOHOY-
Hol xpomartorpacuu Ha cunukarene (tonyon). B pe-
synbtate nonydanu 0,93 r (63%) (RS)-1-(2-a3ngo-
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nponwun)-7-meTokcu-2-metun-1,4-gurnaponHaeHo[1,2-
b]nuppona B Buge 6negHo-xenTtoro macna.

B) 0,92 r (3,26 mmons) (RS)-1-(2-asugonponun)-
7-meTokeu-2-metun-1,4-aurngpovHaeHo[1,2-bjnuppo-
na, pactBopeHHoro B 70 mn 6e3BogHOro ataHona,
rmapuposanu B npucyTcTeum 90 Mr oKMCU nNnaTuHbl B
TedyeHve 16 4. 3atem oTUNLTPOBLIBANM OT KaTanu-
3aTopa, MPOMbIBanu 3TaHOIOM U pacTBOPUTENb OT-
roHsnu B Bakyyme. [MonyyeHHoe macro, crerka Ook-
palleHHOe B XXenTbIi LBET, pacTBopsinu B 70 mn 6e3-
BOAHOIO AMSTWUMOBOro 3dmpa, unbTpoBanM 1M npu
nepemelwBaHun obpabateiBanu pactsopom 189 mr
(1,63 mmons) dymaposoi kucnotel B 15 mn meTaHo-
na. 3atem nepemelumBanu B Te4eHve 18 4 npu Kom-
HaTHOWM TemnepaTtype, nocre 4Yero oThubTPOBbLIBaM
KpucTannel, crerka okpalleHHble B XenTbii uBeT. B
pesynbTate nonyyanu 800 mr (78%) dymapata (RS)-
2-(7-meTokcu-2-metun-1,4-gurnapovnHaeHo[ 1,2-blnup-
pon-1-un)-1-metunatunamuHa (1:0,5) ¢ T1.nn. 187-
188°.

Mpumep 39

a) Pacteop 11,2 r (64,1 mons) 6-nsonponun-1-
uwHpaHoHa, 13,3 mn (0,15 mons) 3-6yteH-2-ona u
110 mr n-tonyoncynecokucnotsl B 110 mn 2,2-
AMMETOKCUNponaHa kunatunu B TedeHne 89 4 c 06-
paTHbIM XONOAMIbHMKOM B BOJOOTAENUTEnNe, 3anos-
HEHHOM MoneKynspHeiM cuTom (0,4 HM, rpaHynbl
2 mm). 3aTeM peaKUMOHHYI0 CMeChb KOHLIEHTP1poBanm
B BakyymMe W OuuMLlanyM MnocpegcTBOM KONOHOYHOM
XpomaTorpadmmn Ha cunuvkarene (rekcaH/guaTunoBbIi
admp 5:1). B pesynbTtate Hapsagy ¢ 6,6 r agykta no-
nyyanm 56 1 (38%) (RS)-2-(2-6yTteH-1-un)-6-uso-
nponun-1-nHgaHoHa B BUAE XenToro macna.

6) Yepes oxnaxgeHHbIi go -70° pacteop 5,6 r
(24,5 mmonsa) (RS)-2-(2-6yTteH-1-un)-6-n3onponun-1-
wHaaHoHa B 125 mn 6e3BogHOro guxrnopMeraHa u
25 mn 6e3BogHOro MetaHona npu nepemeLuMBaHm
nponyckanu B TedeHne 50 MnH NOToK 030Ha (2 r 030-
Ha/yac). 3aTtem pacTBop npodyBanv B TeYeHWe MUH
KkucnopodoM U B TedeHne 10 MuH aproHom. [locne
pobaskn 2,7 mn (36,8 mmonen) gumetuncynbduaa
nepemMeluvBanu B TedyeHme 15 4 Nnpu KOMHaTHON TeM-
nepatype. PeakunoHHyt0 CMeCb ynapvBanu B Bakyy-
Me, ocTaTok obpabaTtbiBanu 60 mn guxnopmeTraHa u
nocne gobaskn 10 mn Bogbl n 10 Mn TpudTOPYKCYyC-
HOM KMCMNOTbl MepeMelunBann B TeyeHne 3 4 npu
KOMHaTHOW TemnepaType. 3aTteM CMecCb BbiNMBanu B
50 mn BOAbl M HeWTpanusoBanu MNpu nepemeLunBa-
HUKM, oBaBnsAs C NOMOLLBIO LWNaTens rugpokapboHaTt
HaTpus. 3atem gobasnsnu ewe 50 mn BoAbl, pas3ge-
nanu dasbl U BOAHY0 a3y ABaXAbl IKCTparnposanu
COOTBETCTBEHHO nopuuamu no 200 mn AnxrnopmeTa-
Ha. CoeduHeHHble opraHuyeckue asbl CyLUMNW Hag
CcynbdaTtoM MarHusi U KOHLEHTPUMpOBanu B BaKkyyMme.
B pesynbtate nonyyamu 5,08 r (95%) (RS)-2-(2-
OKCO3TWM)-6-n3onponuin-1-nHgaHoHa B BUAE XKEMTOro
macna.

B) PactBop 2,16 r (10 wmmonen) (RS)-2-(2-
0oKCoaTWM)-6-n3onponun-1-nigaHoHa mn 80 mr n-
TonyoncynegokucnoTel B 60 mn 6e3BogHoro Tonyona
HarpeBanu B Bogootaenutene. B kunawmin pactsop B
TeyeHne 5 MuH gobasnsny no kannam pacteop 3,0 r
(40 mmonewn) (RS)-1-amuHo-2-nponaHona B 20 mn
6e3BogHoro Tonyona. 3aTemM MpoAoSmKany KUNATUTbL
elle B TeveHne 45 MuH, Nnpuyem obbem pacTeBopuTe-
na cokpawanu go 20 mn. OxnaxaeHHy peakLMoH-
HYI0 CMECb OYMLLAanu NocpeacTBOM KONIOHOYHOW Xpo-
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martorpaduu Ha cunukarene (AmMaTMnoBbLIN
admp/rekcaH 7:3). B pesynbtate nonyyarm 1,4 r
(55%) (RS)-1-(7-n3onponun-1,4-gurngponHgeHo[1,2-
blnuppon-1-nn)-nponanH-2-ona B BUAE KOPUYHEBOIO
macna.

r) B oxnaxgeHHewn go 0° pactBop 1,38 r
(5,4 mmonen)  (RS)-1-(7-nsonponun-1,4-4uruaponiH-
AeHo[1,2-b]nuppon-1-un)-nponan-2-ona u 3,01 wmn
(21,6 mmons) TpuatunamuuHa B 50 mn gMxnopmeTtaHa
npu nepemeLlumBaHun gobasnsanum no kannam 0,84 mn
(10,8 mMmonein) meTaHcynbdOHMXIOPMAA M NpoJos-
Xanuv nepemeluvsatb B TedeHune 1,5 4 npun aTon Tem-
nepatype. 3ateM peakuMOHHYl0 CMmecCb pasbaBnsnu
150 mn guxnopmeTtaHa, ABaXAbl NPOMbIBaNM COOT-
BETCTBEHHO nopumamm no 70 MA HacbILWEHHOro pac-
TBOpa ruapokapboHaTa HaTpus 1 coeanHeHHbIe BOA-
Hble ha3bl OAMH pa3 3IKCTparMpoBanu C MOMOLLbIO
70 mn guxnopmetaHa. CoednHeHHbIe OpraHuyeckme
dasbl npombiBany 100 mMn HacbleHHOro pacTteopa
Xropvga HaTpus, CyLUMnu Hag cyrnbdgaToM MarHus u
ynapveanM B Bakyyme. [lonyyeHHoe Kopu4HeBoe
mMacno pacteopsnu B 50 mn 6e3BOgHOrO AMMETWII-
dopmamunga, obpabateiBanu 0,7 r (10,8 mMmonen)
asvga HaTpusi U peakuMOHHY0 CMeCb Mpu nepeme-
LUMBaHUM HarpeBanu B TeveHue 17 4 go 60°. Mocne
oxnaxgeHns pacTtBop BbinuBanum B 70 mn BoAbl K
ABaXdbl 3KCTparMpoBany COOTBETCTBEHHO NOpUMAMU
no 100 mn atunauetata. CoeguHEHHbIE OpraHuye-
ckve hasbl NMpoMbIBanM No OQHOMY pa3y COOTBETCT-
BeHHO 70 mn BoAbl M 70 MN HacbILLEHHOro pacTeopa
Xropvga HaTpus, CyLUMnu Hag cyrnbdgaToM MarHus u
KOHLIEHTpMpOBanu pacteop B Bakyyme. [lonyyeHHoe
KOpVYHEBOE Macno o4uLiany NocpeacTBOM KOSOHOY-
Hol xpomatorpacuu Ha cunukarene (tonyon). B pe-
synbtate nomydanm 1,08 r  (72%) (RS)-1-(2-
asugonponun)-7-m3onponun-1,4-aurngponHaeHol1,2-
blnuppona B BMAe macna, cnerka OKpalleHHOro B
XKENTbIA LBET.

a) 1,06 r (3,78 mmons) (RS)-1-(2-a3upgonponun)-
7-nzonponun-1,4-gurugpouHaeHo[1,2-blnuppona,
pactBopeHHoro B 50 mn 6e3BogHoro ataHona, rva-
pvpoBanu B npucytcTBuM 110 Mr okMCKM NnaTuHbl B
TeyeHue 4 4. 3aTem oThUNbTPOBLIBANW OT KaTanusa-
TOopa, MPOMbIBanM 3TAaHOMOM M PacTBOPUTENb OTro-
Hanu B Bakyyme. [lonyyeHHoe GecuBeTHOe Macro
pacTtBopsnv B 80 mn 6e3B04HOrO AN3ITUNIOBOrO achu-
pa, dunbTpoBanu 1 Npu nepemeluBaHnm obpabartbl-
Banu pacteopom 219 mr (1,89 mmons) cdymapoBoi
kucnoTel B 15 Mn meTaHona. 3aTem nepemelLnBany B
TedyeHne 15 4 nNpu KOMHATHOM TemnepaType, nocne
Yyero oTdunbTpoBbIBanM 6enble kKpuctannbsl. B pe-
synbTate nonyyanu 918 wmr (78%) dpymapara (RS)-2-
(7-n3onponun-1,4-gurngponHaeHol1,2-b]nuppon-1-
nn)-1-metunatunamuxa (1:0,5) ¢ T.nn. 203°.

Mpumep 40

a) PactBop 2,16 r (10 mmonen) (RS)-2-(2-okco-
aTun)-6-n3onponun-1-nHaaHoHa mn 80 mr n-tonyon-
cynbdokmcnotel B 70 mn 6e3BogHoro Tomyona Ha-
rpeBanu B BogooTAaenutene. B kunswmn pacteop B
TeyeHve 5 MuH gobasnsanu no kannam pacteop 3,0 r
(40 mmonew) (R)-1-amuHo-2-nponaHona B 20 mn 6es-
BOLHOrO Tonyona. 3atem Npogosmkany KUnsTuTtb ele
B TeyeHue 45 MuH, npnyem obbem pacTBopuTens co-
kpawanu go 20 mn. OxnaxaeHHyl peakUMOHHYIO
CMeCb O4MLLanM NocpeacTBOM KONOHOYHOW XpOMaTo-
rpacdum Ha cunukarene (atunauetat/tonyon 1:1). B
pesynbTate nonyvann 1,78 1 (70%) (R)-1-(7-
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n3onponun-1,4-gurngponHaeHo[1,2-bjnuppon-1-un)-
nponax-2-ona B B1UAe KOPUYHEBOro macna.

6) B oxnaxgeHHbln go 0° pactBop 1,78 r
(6,97 mmonen)  (R)-1-(7-nsonponun-1,4-oUruapovin-
aeHo[1,2-blnmppon-1-un)-nponan-2-ona u 3,86 wmn
(27,9 mmonen) TpuaTunammHa B 50 mn guxnopmeTta-
Ha npuv nepemewvBaHuM [o6aBnANM MO Kanmnsam
1,08 mn (13,9 Mmonen) meTtaHcynbdOHWUIXNopuaa u
npogormkanu nepemelunBaTtb elwe B TeveHne 1,5 4
npu aTon TemnepaTtype. 3aTeM peakLMOHHYI0 CMeCh
pasbaenanu 70 Mn guxnopMmetaHa, ABaxAdbl MPOMbI-
Banu COOTBETCTBEHHO mopuusMu no 70 mMn Hackl-
LLleHHOro pacTBopa rugpokapboHaTa HaTpus U co-
edViHeHHble BogHble (ha3bl OAMH pa3 KCTparnposanm
¢ nomoLupto 70 mn guxnopmertaHa. CoegnHeHHbIe op-
raHndeckune dasbl npomMbisany 100 Mn HacbILLEHHOTO
pacTBopa Xrnopuaa HaTpus, CyLUMNN Hag cynbdaTom
MarHua v ynapvsanu B Bakyyme. onyyeHHoe kopuy-
HeBOoe macno pacteopsiiu B 50 mn 6e3sogHoro Au-
MeTundopMammnaa, obpabaTtbiBanu 0,91 r
(13,9 mmorent) asnga HaTpus U peakUMOHHY CMeCh
npu nepemelunMBaHMN HarpeBanu B TeveHne 16 4 go
60°. lMocne oxnaxgeHws pacTBOp BbIMMBaNM B
150 mn BOAbI M ABaXObl AKCTparMpoBann CooTBETCT-
BeHHO nopumamu no 200 mn atunauetata. Coegu-
HeHHble opraHnyeckue dasbl MPOMbIBaNM N0 OQHOMY
pasy cootBetrctBeHHO 100 mn Boabl 1 100 mn Hachbl-
LLleHHOro pacTBopa Xfopuaa HaTpus, Cywnu Hag
cynbdaTtoM MarHusi U KOHLEHTpUpoBanu pacteop B
Bakyyme. [lonyyeHHoe KOpWYHEBOE Macno oYuLLanu
NocpeaAcTBOM KOMOHOYHOWM XpomaTorpadpum Ha cunu-
karene (tonyon). B pesynbtate nonyvanu 1,12 r
(57%)  (S)-1-(2-asmgonponun)-7-n3onponwun-1,4-gu-
rmapouHaeHo[1,2-bjnuppona B Buage 6GecuBeTHOro
macna.

B) 1,12 r (3,99 mmons) (S)-1-(2-asngonponun)-7-
nsonponun-1,4-gurngpovHaeHo[1,2-bjnuppona, pac-
TBOpeHHoro B 100 mn 6e3BogHOro ataHona, rmapu-
poBanu B NpuUcyTCTBMU 112 MI OKUCK NnaTuHbI B Te-
YeHue 3 4. 3aTtem OoThuNbLTPOBLIBANM OT KaTanusaTo-
pa, NPOMbIBaNN 3TaHONOM W PacTBOPUTENb OTIOHSMM
B Bakyyme. lNony4yeHHoe GecuBeTHOe Macno pacTBo-
psiv B 100 mn 6e3BogHOrO AUITMNOBOrO 3dmpa,
unbTpoBanu u nNpu nepemMelunBaHum obpabaTtbiBa-
nn pacteopoM 232 mr (2,0 Mmonst) coymMapoBOW Ku-
crnotel B 10 Mn meTaHona. 3atemM nepemelunBany B
TeyeHue 5 Y Npu KOMHaTHON TemnepaTtype, Nocne ye-
ro otcpunsTpoBbIBany G6enble kpuctansl. B pesynb-
Tate nonyydanu 371 mr (29%) dymapata (S)-2-(7-
nsonponun-1,4-gurmagponHaeHo[1,2-bjnuppon-1-un)-
1-meTunatunamuia (1:0,57) ¢ T.nn. 179-181°.

Mpumep 41

a) Pacteop 11,0 r (58,0 mmonewt) 6-TpeT.-6yTun-
1-nHAaHoHa, 12,5 mn (145 mmonei) 3-6yTeH-2-ona u
110 mr n-tonyoncynbdgokucnotel B 110 mn 2,2-
AVMETOKCUMpPONaHa KunstunM ¢ obpaTHbIM  XOfo-
AWINbHUKOM B TeyeHwe 41 4 B BogooTaenutene, 3a-
MOSTHEHHOM MOreKynsipHbIM cuToMm (0,4 HM, rpaHynbl
2 mm). 3aTeM peaKUMOHHYIO CMeChb KOHLIEHTP1poBanm
B BakyymMe W oOuuLlanyM nocpencTBOM KONOHOYHOWM
XpomaTorpadmu Ha cunuvkarene (rekcaH/guaTunoBbIv
adwmp 6:1). B pesynbtate nonyyanm 7,35 r (53%)
(RS)-2-(2-6yTeH-1-nn)-6-TpeT.-0yTMN-1-nHgaHoHa B
BMAE XXeNnToro macna.

6) Yepes oxnaxgeHHbln go -70° pacteop 7,35 1
(30,5 mmonen) (RS)-2-(2-6yTteH-1-un)-6-tpet.-6yTnn-
1-nHgaHoHa B 150 mn 6e3BogHOro auxrnopmMertaHa u
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30 mn 6e3BogHOro MeTaHona npu nepemeLuMBaHun
nponyckanu B TedeHne 35 MMH NoTok o3oHa (3 r 030-
Ha/yac). 3aTem pacTBop NpoAdyBanun B TedeHue 5 MuH
kucnopogoMm u B TedeHne 10 MuH aproHom. [locne
pobaskn 3,36 mn (45,8 mmonen) aumetuncyneduaa
nepeMeLuMBany B Te4eHme 17 4 npu KOMHaTHON TeM-
nepatype. PeakunMoHHy0 CMeCb ynapveanu B Bakyy-
Me, ocTaTok obpabaTtbiBann 100 mn guxnopmeTtaHa v
nocne gobasku 15 mn Bogkbl 1 15 mn TpudTOPYKCYC-
HOM KMCNOTbl NepeMelunBann B TeyeHne 3 4 npu
KOMHaTHOW TemnepaTtype. 3aTteM CMeCb BbiMBanu B
100 mn BoAbl M NpW NepemMelLnBaHUN HelTpanM3oBa-
nn, pobaBnss ¢ NOMOLBIO LWnaTens rmgpokapboHaT
HaTpusi. 3atem gobasnanu ewe 50 mn BoAbl, ¢hasbl
pasgensnu n BogHyto dasy ABaxabl 9KCTparMposanm
COOTBETCTBEHHO nopuuamu no 150 mn anxnopmeta-
Ha. CoefuHeHHble opraHuyeckme asbl CyLUMNM Hag
CcynbdaTtoM MarHusi U KOHLEHTPUpOBanu B BaKkyyMme.
B pesynbtate nonyyanm 6,44 r (92%) (RS)-2-(2-
OKCO3TWM)-6-TpeT.-byTun-1-nHaaHoHa B Buae xento-
ro macna.

B) PactBop 2,3 r (10 mmonen) (RS)-2-(2-okco-
aTun)-6-tTpet.-6yTun-1-nHgaHoHa n 80 mr n-tonyon-
cynbdokucnotel B 70 mn 6e3BogHoro Tomyona Ha-
rpesanu B BogooTAaenutene. B kunsawmn pacteop B
TeyeHne 5 MuH gobasnsAanu no kannam pacteop 3,0 r
(40 mmonen) (R)-1-amuHo-2-nponaHona B 20 mn 6es-
BOOHOrO Tonyona. 3atem npogosukany KUnsiTute elle
B TeyeHue 45 MuH, npnyem obbem pacTBopuTeENs Co-
kpawanu go 20 mn. OxnaxgeHHyl peakuMOHHYHO
CMeCb O4MLLanM NocpeacTBOM KONOHOYHOW XpOMaTo-
rpacdbum Ha cunukarene (atunauetat/tonyon 1:1). B
pesynbTate nonydanu 1,9 r (70%) (R)-1-(7-TperT.-
o6ytun-1,4-gurugpounaeHo[1,2-blnmppon-1-un)-npo-
naH-2-ona B BUAe KOPUYHEBOro macrna.

r) B oxnmaxgeHHbin go 0° pactBop 1,9 1
(7,05 mmonen) (R)-1-(7-TpeT.-6yTnn-1,4-4MrnapoviH-
AeHo[1,2-b]nuppon-1-un)-nponanH-2-ona u 3,9 wmn
(28,2 mmonen) TpuaTunamuHa B 55 mn guxrnopmerta-
Ha npv nepemelvBaHWM [o0aBNANM MO Kanmsm
1,1 mn (14,1 MMonen) meTaHcynbgoHUNXIopuaa u
npogorkanu nepemellnBatb ele B TedeHne 1,5 4
npu 3TOM TemnepaType. 3aTeM peakuMOHHYI0 CMeChb
pasbasnsnu 150 mn guxnopmeTtaHa, ABaxAdbl Npo-
MbIBanu COOTBETCTBEHHO nopumsMu no 70 mMn Hackl-
LLleHHOoro pacTBopa ruapokapboHaTa Hatpusa U co-
eVHeHHble BoAHble da3bl OAMH pa3 aKCTparMpoBanu
¢ nomotypsto 70 mn guxnopmeTtaHa. CoegnHeHHbIe op-
raHudeckue dasbl npombisany 100 M HacbIWEeHHOro
pacTBopa Xnopvaa HaTpws, CYLUMNWN Haj cynbdaTtom
MarHus 1 ynapvsanu B Bakyyme. [lonyyeHHoe macno
Kopu4HeBoOro useta pactsopsinu B 50 mn 6e3BogHoro
anmetundopmamuga,  obpabateiBamm 0,83 1
(12,6 mMonelt) asmaga HaTpyst U PeaKLMOHHYI0 CMECh
npu nepemelLnBaHUM Harpesanu B TeyeHne 16 4 go
60°. TMocne oxnaxgeHWs pacTBOp BbIMMBaNIM B
120 mn BoAbl N ABaXAbl 3KCTparMposanu CoOOTBETCT-
BeHHO nopuuamn no 120 mn atunauetata. Coegu-
HeHHble opraHuyeckune asbl NPOMbIBANM Mo OJHOMY
pasy cootBetcTBeHHO 100 mn Boabl 1 100 Mn Hackl-
LLleHHOro pacTBopa Xxfopwga HaTpus, CyLMnu Hag
cynbdaTtoM MarHus U KOHLEHTpUpoBanu pacteop B
Bakyyme. [MonyyeHHoe KOpWYHEBOE Macno ouuLanu
NMOCPEeACTBOM KONOHOYHOW XpomaTorpadum Ha cunu-
karene (tonyon). B pesynbtate nonyyanu 0,82 r
(44%) (S)-1-(2-asmgonponun)-7-TpeT.-0yTnn-1,4-
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aurngpoviHaeHo[1,2-bjnuppona B Buge macna Kopuu-
HeBaToOro LBeTa.

a) 0,82 r (2,8 mmons) (S)-1-(2-asmgonponun)-7-
TpeT.-6yTun-1,4-gurngpovHaeHo[1,2-bjnuppona, pac-
TBOpeHHoro B 30 mn 6e3BogHOro aTaHona, rmapupo-
Banu B npucytctaum 80 Mr okncu nnaTuHbl B Te4eHne
2 4. 3aTeM OTWMBLTPOBBLIBANM OT KaTanusaTopa,
npoMmbIBany 3TaHOMIOM W PacTBOPUTENb OTFOHANW B
Bakyyme. [lonyyeHHoe GecuBeTHOe Macno pacTBo-
psiv B 50 mn 6e3BogHoOro AuaTMNoBoro adupa,
unbTpPOBanu u nNpu nepemMelunBaHun obpabaTtbiBa-
nn pacteopoM 163 mr (1,4 Mmons) cbymapoBoy Ku-
cnotel B 10 Mn meTaHona. 3ateMm nepemelunBanyi B
TedeHne 15 4 npu KOMHaATHOW TemnepaType, nocne
Yero oTUNbLTPOBLIBANM KpMCTansbl pO30BaToro LiBe-
Ta. B pesynbtate nonyyamm 0,33 r (36%) cdpymapaTta
(S)-2-(7-tper.-6yTVin-1,4-gurngponnHaeHol[1,2-bjnup-
pon-1-un)-1-metunatunamuna (1:0,5) ¢ T1.nn. 188-
190°.

Mpumep 42

a) Pacteop 9,73 r (45 mmonen) 5'-metoken-2',3'-
aurngpocnupolunknoneHTan-1,1'-[1H]uHaeH]-3'-oHa,
9,3 mn (108 mmonen) 3-6yteH-2-ona u 100 mr n-
Tonyoncynbgokncnotel B 100 Mn 2,2-AnmeToKcunpo-
naHa Kunatunm ¢ obpaTHbIM XONOAUIbHVMKOM B Teue-
Hve 90 4 B BogooTAenuTene, 3anofiIHEHHOM MOMeKy-
napHbiM cuToMm (0,4 HM, rpaHynbl 2 MM). 3aTem peak-
LIMOHHYIO CMECb KOHLIEHTpMPOBanu B Bakyyme, nocre
Yero ouyuMLanM MoOCPeacTBOM KOFIOHOYHOW Xpomaro-
rpacdpum Ha cunukarene (rekcan/atunauetat 7:1). B
pesynbTate Hapsagy ¢ 4,0 r agykta nonydanu 6,24 r
(51%) (RS)-2'-(2-6yTeH-1-nn)-5-metokcun-2',3'-guru-
apocnupo[umknoneHTtaH-1,1'-[1H]uHaeH ]-3'-oHa B BU-
Ae XenToro macna.

6) Yepes oxnaxgeHHbIi go -70° pacteop 6,2 r
(22,9 mmons) (RS)-2'-(2-6yTeH-1-nn)-5-metokcmn-2',3'-
anrngpocnupolunknonenTan-1,1'-[1HuHgeH]-3'-oHa B
80 mn 6e3BogHoro guxnopmetaHa u 20 mn 6e3Boa-
HOro MeTaHona Mpu nepemeLuMBaHWM NPoMnyckanu B
TeyeHne 40 MVH MOTOK 030Ha (2,5 r o3oHa/vac). 3a-
TeM pacTBOp MPOAyBanu B TevyeHue 5 MuH Kucnopo-
OoM u B TedeHne 10 MuH aproHoM. [Nocne pobasku
2,52 mn (34,4 mmonsa) gumetuncynbduga nepeme-
wmBanu B TedeHune 17 4 npu KOMHaTHOW TemnepaTy-
pe. PeakuMOHHyl0 CMecb ynapusanu B Bakyyme, OC-
TaTok obpabatbiBanu 100 Mn guxnopmMeTaHa 1 nocne
nobaskn 15 mn Bogbl n 15 mMn TpudTOpyKCYyCHOM Ku-
CMoTbl NepemMeLuMBany B TedeHre 2,5 4 npu KOMHaT-
HOM TemnepaType. 3aTteM cMmech BbinmBanu B 150 mn
BOObl M NpU NepemMelunBaHnM HewWTpanusosanu, Ao-
6aBnss C¢ nomowbio naTtens rugpokapboHaT Ha-
Tpusa. 3atem gobasnsnum ewe 50 mn BoAbl, pasgens-
nn casbl 1 BoaHylo dasy ABaxAbl IKCTparmposanu
COOTBETCTBEHHO nopuuamu no 100 mn anxnopmeTa-
Ha. CoefuHeHHble opraHuyecke asbl CyLUMNW Hag
CcynbdaTtoM MarHusi U KOHLEHTPUpOBanu B BaKkyyMme.
B pesynbtate nonyvanu 5,74 r (97%) (RS)-2'-(2-
0KCO3TWM)-5'-MeToKCK-2',3'-4MrngpocnmpolUmKoneH-
TaH-1,1-[1H]uHaenH]-3'-oHa B  BMae kenToBaToro
macna.

B) PactBop 2,58 r (10 mmonewn) (RS)-2'-(2-
OKCO3TWM)-5'-MeToKCK-2',3'-4Urngpocnmpo[UmKIoneH-
TaH-1,1-[1H]uHaen]-3'-oHa 1 80 mr n-tonyoncynsgo-
kucnoTbl B 70 mn 6e3BogHOro Tonyorna Harpesanv B
BogooTdenutene. B kunawwmn pactBop B TeuveHue
5 muH gobasnsnu no kannam pacteop 3,0 r (40 mmo-
nen) (R)-1-amuHo-2-nponaxona B 20 mn 6e3B04HOrO
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Tonyona. 3aTemM NpoJormKkany KUnsTuTb ele B Teye-
Hue 45 MuH, npuyem obbem pacTBOpUTENs COKpaLla-
nm go 20 mn. OxnaXOgeHHYl peakuMOHHYH CMeCb
ouuLanM NocpeacTBOM KONOHOYHOW XpomaTtorpadum
Ha cunukarene (atunauetat/rekcaH 1:1). B pesynbTa-
Te nonydyann 1,98 r (67%) (R)-1-[7'-meTokcu-1'4'-
aurngpocnupol[uuknoneHTtan-1,4'-uHgeHo[1,2-bjnnp-
pon]-1'-unjnponaH-2-ona B BUAE XeNToro Macna.

r) B oxnaxgeHHewn go 0° pactBop 1,95 r
(6,6 mmonen)  (R)-1-[7'-meTokeun-1',4'-gurngpocnupo
[umknoneHTaK-1,4"-uHaeHo[1,2-blnuppon-1'-un]  npo-
naH-2-ona u 3,65 mn (26,2 MMonew) TpUaTMNaMmMHa B
50 mn guxnopmetaHa npu nepemelunBaHuy gobas-
nsinv no kannam 1,02 mn (13,1 MMonein) MeTaHcynb-
doHunxnopuga v Npogomkany nepemelLnBaTth eLle
B TeyeHne 1,5 y npu aTon Temnepatype. 3aTtem pe-
aKLMOHHYl0 cMecb pasbasnanu 100 mn guxrnopmerta-
Ha, ABaXAbl NPOMbIBaNM COOTBETCTBEHHO MOPLUSIMU
no 70 Mn HacblWeHHOro pacTtBopa rmgpokapboHara
HaTpus 15 1 coeauHeHHble BOAHbIE a3kl OAMH pas3
JKCTparMpoBanu ¢ nomoubio 70 Mn AuxrnopmeTaHa.
CoeaunHeHHble opraHuyeckve asbl NPOMbIBANU
70 Mn HacbILWEeHHOro pacTBopa xfopuaa HaTpus, cy-
LUMAW Hag cynbgaTom MarHus v ynapveanu B Bakyy-
me. [lonyyeHHOe 3eneHoe Macno pacTBOpsnM B
50 mn 6e3BogHoro avmeTnndopmammuga, obpabatbl-
Banu 0,86 r (13,2 Mmmornen) asmga HaTpus 1 peakum-
OHHYI0O CMeCb MpW NepemMeLlMBaHWN Harpesanu B Te-
YyeHve 5 y go 70°. lMNocne oxnaxaeHus pacTBoOp Bbl-
nveanu B 70 M BOAb! U TPWKABI SKCTparmpoBanm co-
OTBETCTBEHHO nopuuamu no 100 mn aTunauerara.
CoeaunHeHHble opraHudeckne dhasbl NpombiBanM Mo
ofHoMy pasdy cooTBeTcTBeHHO 70 mn BoAbl 1 80 mn
HacbILEHHOro pacTBopa Xflopuaa HaTpus, CyLIvmm
Hag cynbdaTtoM MarHus M KOHLEHTpMpOBanu pac-
TBOp B Bakyyme. [lony4yeHHOe KOpU4YHEBOEe Macno
ouuLany NocpeacTBOM KONOHOYHOW XpomaTorpadum
Ha cunukarene (rekcan/atunauetar 4:1). B pesynbTa-
Te nonyyanu 1,45 r (68%) (S)-1'-(2-asngonponun)-7'-
mMeTokcu-1',4'-aurngpocnupol[umknoneHTaH]-1,4'-nH-
geHo[1,2-bjnuppona B BMAe Macra >XenToBaToro
uBeta.

a) 1,45 r (4,5 mmons) (S)-1'-(2-asngonponun)-7'-
mMeTokeu-1',4'-aurnagpocnupol[umknoneHTan]-1,4'-nH-
AeHo[1,2-b]nuppona, pactBopeHHoro B 60 mn Ges-
BOOHOIO 9TaHoMa, rMgpupoBann B MNPUCYTCTBUM
145 Mr okvucu nnatuHbl B TeyeHne 14 4. 3aTem oOT-
dunbTpoBLIBaNM OT KaTanuaaTopa, NpoMblBanu aTta-
HOMOM W pacTBOpPUTENb OTFOHSANW B Bakyyme. [lony-
YyeHHoe GecueTHoe Macno pacteopsnu B 100 mn
6e3BogHOro AMatunoBoro aduvpa, GUNbLTPoBanu 1
obpabatbiBanu npu NepeMellnBaHuM  PacTBOPOM
522 mr (4,5 mmons) dpymapooi kucnotel B 10 mn
MeTaHona. 3aTeM nepemelLnBany B TedeHne 5 4 npu
KOMHaTHOW TemnepaTtype, nocne 4Yero oTunbTPOBbI-
Banu Genble kpuctannbl. B pesynbTtate nomydyanu
1,47 1t (79%) dpymapata (S)-1-meTnn-2-(7'-meToKCK-
1',4'-gurngpocnupolumknoneHTtax-1,4"-uHgeHo[1,2-b]
nuppon]-1-nn)-atunammna (1:1) ¢ T.nn. 183-185°.

Mpumep 43

a) PacteBop 25,0 r (116 mmonewn) 5'-metnn-2',3'-
avrnagpocnupoluuknorekcad-1,1'-[1HuHaeH]-3'-oHa,
24,1 mn (280 mmonen) 3-6yTeH-2-oma n 250 mr n-
Tonyoncynegokucnotel B 250 Mn  2,2-AnuMeToKCU-
npornaHa KMNATUIM C obpaTHbIM XOMOAWMBHWKOM B
TeyeHve 88 4 B BogooTgenutene, 3anofiHEHHOM MO-
nekynsipHeim cutom (0,4 HMm, rpaHynbl 2 Mm). 3aTem
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peakLMOHHYI0 CMeCb KOHLEHTPUpOBanu B Bakyyme U
oymLLany NocpeacTBOM KOSTIOHOYHOWM XxpomaTtorpadum
Ha cunukarene (rekcan/aTunauetar 6:1). B pesynbTa-
Te Hapsgy c 8,4 r agykta nonyyarm 18,4 r (59%)
(RS)-2'-(2-6yTeH-1-un)-5'-meTnn-2',3'-gurngpocnmpo
[unknorekcaH-1,1'-[1H]uHOeH]-3'-0Ha B BMAE XenToro
macna.

6) Yepes oxnaxpeHHbin go -70° pacteop 18,4 r
(68,5 mmonen) (RS)-2'-(2-6yTten-1-un)-5'-metnn-2',3'-
aurngpocnupoluuknorekcas-1,1-[1HuHaeH]-3'-oHa B
300 mn 6e3BogHoro guxnopmetaHa u 60 mn 6e3Boa-
HOro MeTaHona nMpu nepemeLuMBaHWM NpPonyckanu B
TeyeHne 75 MMH NOTOK 030Ha (3 r o3oHa/vac). 3aTem
pacTBOp NpogdyBanu B Te4eHue 5 MUH KUCIIOPOAOM U
B TedeHne 10 muH aproHoMm. Nocne pobaeku 7,55 mn
(103 mmonsa) gumetuncynbguga nepemelumBany B
TeyeHue 16 4 nNpu KOMHATHOW Temnepatype. Peakuu-
OHHYI0O CMeCb ynapvBanu B Bakyyme, ocTaTok obpa-
6ateiBanu 200 mn auvxnopmeTaHa v nocrne fobaeku
30 mn Boabl 1 30 Mn TPUGPTOPYKCYCHOW KUCNOThI Me-
pemelumBanu B Te4deHWe 3 4 Npu KOMHAaTHOW Temne-
patype. 3atem cmecb BbinuBanu B 200 mn BoAbl U
npu nepemMeLuBaHnM HenTpanu3osanu, fobasnss c
noMoLLpBI0 LWNaTens rmgpokapboHat HaTpus. 3atem
pobaenanu ewe 50 mn Boabl, pasgensnu asbl u
BOAHYl0 chasy OBaxdbl IKCTparmposanu COOTBETCT-
BEHHO nopuusimu no 150 mn guxnopmetana. Coegu-
HeHHble opraHuyeckne asbl CylIMnM Hag cynbda-
TOM MarHus U KOHLEHTpupoBanu B Bakyyme. B pe-
synbTate nonyyanm 17,0 r (97%) (RS)-2-(2-
0oKCcoaTUn-5'-metnn-2',3'-gurngpocnupo[umKrorekcaH-
1,1'-[1H]uHaeH]-3'-oHa B BMAE enToro Macna.

B) PactBop 2,56 r (10 mmonewn) (RS)-2'-(2-
0KCcoaTUM)-5'-meTumn-2',3'-AMrngpocnupo[LMKIorek-
caH-1,1"-[1H]ungeH]-3'-oHa 1 80 Mr n-Tonyoncynego-
kmcnoTbl B 70 mn 6e3BogHOro Tonyona Harpesanu B
BogooTAenuTtene. B kunAwwmin pactBop B TedeHuwe
5 MuH no kannam gobasnsnu pacteop 3,0 r (40 mmo-
nen) (R)-1-amuHo-2-nponarona B 20 mn 6e3B04HOrO
Tonyomna. 3aTemM NpoJorKanM KunsTuTb ele B Teye-
Hye 45 MuH, npvyem o6bem pacTBopuTEns Cokpalla-
nm go 20 mn. OxnaXaeHHyl peakuMOHHYH CMeCb
oumLLanv NocpeacTBOM KONOHOYHOW XpomaTorpadumm
Ha cunukarene (aTunauetat/rekcaH 2:3). B pesynbTa-
Te nonyvann 2,45 r (83%) (R)-1-[7'-metun-1',4'-
anrngpocnupoluunknorekcan-1,4-uHaeHo[1,2-b]nunp-
pon]-1'-unjnponaH-2-ona B B1Ae Macna KOpU4HEBOro
ugeta.

r) B oxnaxgeHHein go 0° pactBop 2,45 r
(8,3 mmoneit) (R)-1-[7"-meTnn-1',4"-gurngpocnupo
[umknorekcaH-1,4"-ungeHo[1,2-b]nnppon]-1'-unj-npo-
naH-2-ona un 4,57 mn (33,2 MMonsa) TpuaTUnamvHa B
50 mn guxnopmeTaHa npu nepemelnBaHuy gobas-
nanu no kannam 1,3 mn (16,6 Mmonen) meTaHcyb-
dhoHunXxnopuaa v Npogomkany nepemelLnBaTtb eLle
B TeyeHune 2,5 4 npu aTon Temnepatype. 3atem pe-
aKUMOHHY cmeck pasbasnsnv B 100 mn guxnopme-
TaHa, ABaxAbl NPOMbIBaIM COOTBETCTBEHHO NOpLMUS-
MK o 70 M HacbILWEHHOro pacTBopa rmapokapboHa-
Ta HaTpusA N coeduHeHHble BoAHble a3bl OAMH pa3
3KCTparmpoBanu ¢ nomolubo 70 Mn guxrnopmeTaHa.
CoeaunHeHHble opraHuyeckne pasbl  MPOMbIBANM
70 MN HacbIWEHHOro pacTBopa xfopuaa HaTpus, cy-
LINAW Hag cynbgaTom MarHus 1 ynapvsanu B BaKyy-
Me. [lonyyeHHoe xenToe Macno pacTBopsinv B 75 Mn
6e3BogHoro gumetundopmamuaa, obpabartbiBanu
1,08 r (16,6 MMonew) asuga HaTPUS U PeaKkUMOHHYHO
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CMeCb HarpeBanu npv MNepeMellBaHnuM B TeyeHune
16 4 go 60°. Mocne oxnaxaeHns pacTBOp BbiMBaNU
B 140 mn BoAbl U TpWXAbI 3KCTparnposanu CooTBET-
cTBeHHO nopuusmu no 100 mn atunauetarta. Coegu-
HeHHble opraHuyeckue dasbl MPOMbIBaNM NO OAHOMY
pa3sy cootBeTcTBeHHO 90 mn BoAbl M 90 Mn Hachbl-
LLleHHOro pacTBopa Xfopwuga HaTpus, CyLvnu Hap
cynbdaTtoM MarHusi U KOHLEHTPUpoBanu pacteop B
Bakyyme. [Mony4yeHHoe KOpMYHEBOE Macrno ouuanu
NMOCPeACTBOM KOMIOHOYHOWM XpomaTorpadpum Ha cunu-
Karene (rexcan/aTunauetat 4:1). B pesynbTaTe nony-
yanm 1,76 r (66%) (S)-1'-(2-asmgonponun)-7'-meTnn-
1',4'-gurugpocnupolumknorekcaH]-1,4'-uHaeHo[1,2-b]-
nMppona B BuAe Macna, crerka OKpalleHHOro B
KpacHbIN LBET.

a) 1,76 r (5,49 mmonen) (S)-1'-(2-a3ugonponun)-
7'-metun-1',4'-gurngpocnupolunknorekcan]-1,4'-nHae-
Ho[1,2-b]nuppona, pacteopeHHoro B 100 mn 6e3Boa-
HoOro aTaHona, rmgpvposanu B npucyTtcTsum 170 mr
OKMCM MNaTuHbl B TedeHue 4 4. 3ateM oTUNbTPOBbLI-
Banu OT KaTanusartopa, NPOMbIBanu 3TaHONIoM 1 pac-
TBOpUTENb OTIOHANM B Bakyyme. [MonyyeHHoe macno
kopuyHeBaToro ugeta pactesopsanu B 100 mn 6e3sog-
HOro Auatunosoro acwupa, punbTpoBanm n obpaba-
ThiBaNW MNpu nepemeLlBaHun pacTtBopom 637 Mr
(5,49 mmonen) dymaposon kucnotel B 10 Mn meTa-
Hona. 3aTteM nepemeluvMBanu B TeveHue 22 4 npwu
KOMHaTHOW TemnepaTtype, nocre Yero oTgunbTPOBbI-
Banu Genble kpuctannel. B pesynbtate nomyyanu
1,7 r (76%) dymapaTta (S)-1-metnn-2-(7'-metun-1',4'-
aurngpocnupoluuknorekcaHs-1,4'-nHaeHo[1,2-b]-
nuppon]-1-nn)-atunammna (1:1) ¢ T.nn. 195-196°.

Mpumep 44

a) Pacteop 17,0 r (84,8 mmonsa) 5'-metnn-2',3'-
avrnagpocnupoluuknoneHtan-1,1'-[1HJuHaeH]-3'-oHa,
17,5 mn (204 mmons) 3-6yteH-2-ona u 170 mr n-
TonyoncynsdokucnoTsl B 170 Mn 2,2-4UMETOKCUNpo-
naHa KunATUNM ¢ obpaTHbIM XONOAUIBHUKOM B Teve-
Hve 71 4 B BOgOOTAeNWTENe, 3anofHeHHOM MOJeKy-
nsipHeiM cuToMm (0,4 HM, rpaHynbl 2 MM). 3aTeM peak-
LIMOHHYIO CMECb KOHLIEHTPMPOBanu B Bakyyme U o4u-
Lan” NocpeacTBOM KOMOHOYHOW XpomaTtorpaduu Ha
cunukarene (rekcaH/amaTtunosbin acwmp 4:1). B pe-
3ynbTate Hapsagy c¢ 4,0 r agykta nonyvanu 12,7 r
(59%) (RS)-2'-(2-6yTeH-1-un)-5'-metun-2',3'-guruapo-
cnupo[uuknoneHTtaH-1,1-[1HJuHaeH]-3'-oHa B BUAe
Xentoro macna.

6) Yepes oxnaxaeHHbin go -70° pacteop 12,7 1
(50,1 mmonen) (RS)-2'-(2-6yten-1-un)-5'-metun-2',3'-
avrngpocnupo[uuknonerTtan-1,-[1H]uHaeH]-3'-oHa B
250 mn 6e3BogHoro anxnopmetaHa n 50 mn 6e3Boa-
HOro MeTaHomna npornyckanu npy nepemMelunBaHun B
TeyeHve 60 MMH NOTOK 030Ha (3 r o30Ha/yac). 3aTem
pacTBOp MpPOAyBanu B Te4eHNe 5 MWH KMCMOPOAOM U
B TedyeHne 10 muH aproHom. Mocne gobaeku 5,54 mn
(75,5 mmonen) gumeTtuncyneduaa nepeMelLnsany B
TeveHne 17 4 Npu KOMHaTHOM Temnepatype. Peakuu-
OHHYI0O CMECb yrnapvBanu B Bakyyme, ocTaTok obpa-
6atbiBanu 160 mn guxnopmeTaHa u nocrne Aobaeku
15 mn BoAbl 1 15 M TPUATOPYKCYCHOM KUCMOTHI Me-
pemMewwmBann B TedyeHne 2,5 4 npm KOMHaTHOW TeM-
nepatype. 3atem cmecb Bbinveanu B 150 mn Bogbl 1
npu nepemeLuMBaHMN HemTpanu3oBanu, Jobasnsas ¢
nomoLlbio Wnatens rugpokapboHat Hatpus. lMocne
aToro gobasnanu ewe 50 mn Boabl, pasgensnu da-
3bl M BOAHYIO dha3y ABaxAbl IKCTpParMposanu CooT-
BETCTBEHHO nopuusMn no 150 Mn guxnopmeTaHa.
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CoeaunHeHHble opraHudeckue dasbl CywnnuM Hag
CcynbaTtoM MarHWs U KOHLEHTpMPOBanu B BakyyMme.
B pesynbtate nonyvanm 12 r (99%) (RS)-2'-(2-
okcoatun)-5-metun-2',3'-aurnapocnmpolumknoneH-
TaH-1,1'-[1H]uHgeH]-3'-oHa B BMAe Macna, crerka ok-
paLUEeHHOro B KPAacCHbIN LBET.

B) PactBop 2,42 r (10 mmonen) (RS)-2'-(2-
okcoaTun)-5-metun-2',3'-AurnapocnmpolumKnoneH-
TaH-1,1"-[1H]uHaeH]-3"-oHa u 80 Mr n-tonyoncynego-
kucnoTbl B 70 mn 6e3BogHOro Tornyona Harpesanu B
BogooTAenuTtene. B kunAwwmin pactBop B TedeHuwe
5 mMyH no kannam go6asnanu pacteop 3,0 r (40 mmo-
nen) (R)-1-amuHo-2-nponaxona B 20 mn 6e3BogHOro
Tonyona. 3ateM nNpogormkanM KUnsaTuTb elle B Teye-
Hue 45 MUH, npuyem obbem pacTBOpuTENs CoKpalla-
nm go 20 mn. PeakuuoHHyo cMech ouuLLany nocpea-
CTBOM KOJIOHOYHOW Xpomartorpaduu Ha cunvkarene
(amaTnnosbIn admp/rekcaH 3:2). B pesynbTarte nony-
yarim 2,06 r (73%) (R)-1-[7-metun-1'4'-gurmapo-
cnupo[uuknoneHTtaH-1,4'-uHaeHo[1,2-b]nuppon]-1'-
un]-nponax-2-ona B BMAe KpAacHOro macna.

r) B oxnaxgeHHein go 0° pactBop 2,06 r
(7,32 mmonen)  (R)-1-[7"-meTun-1',4"-gurugpocnupo
[umknoneHTaH-1,4'-uHaeHo[1,2-blnuppon]-1'-un]-npo-
naH-2-ona u 4,03 mn (14,6 MMonewn) TpMaTunamMmHa B
50 mn guxnopmeTaHa npu nepemelumBaHun gobas-
nanu no kannam 1,15 mn (14,6 MMonen) MeTaHcyb-
doHuMnXxnopuaa 1 nNpogorkany nepemelLnBaTth eLle
B TeyeHne 1,5 4 npu aton Temnepatype. 3aTem pe-
aKUMOHHY cmecb pasbasnanu 100 mn guxnopmeta-
Ha, ABaXObl NPOMbIBANIM COOTBETCTBEHHO MOPLIMSIMU
no 70 Mn HacblLeHHOro pacTBopa rmgpokapboHata
HaTpus N coednHeHHble BogHble dha3bl OAMH pa3 JKC-
TparmpoBanu ¢ nomolupto 70 mn guxnopmetaHa. Co-
edViHeHHble opraHuyeckne dasbl npombiBanm 70 mn
HacCbILWEHHOro pacTBOpa XJlopuaa HaTpus, CyLnnmn
Hag cynbdaToM MarHusi U ynapveanu B BaKyyMme.
lMonyyeHHoe 3eneHoe mMacno pacTBopsnu B 75 mn
©e3BogHoro gumetundopmamuga, obpabaTtbiBanu
0,95 r (14,6 mmonelt) asnaga HaTpUsi N peakLMOHHYHO
CMeCb HarpeBanu npu nepemelunBaHUM B Te4veHue
54 po 70°. MNocne oxnaxaeHusi pacTBOp BbIiNMBanu B
100 mn BoAbl U TPWXAbLI 3KCTpParMposan COOTBETCT-
BeHHO nopuuamu no 100 mn atunauetarta. Coegu-
HeHHble opraHuyeckue dasbl MPOMbIBaNM NO OQHOMY
pa3y cootBeTcTBeHHO 70 mn Boabl U 70 Mn Hacbl-
LLleHHOro pacTBopa Xflopuaa HaTpus, Cyvnu Hag
cynbdaTtoM MarHusi U KOHLEHTPUpoBanu pacteop B
Bakyyme. [MonyyeHHoe KOpWYHEBOE Macfo oYuLianu
NMoCpeACcTBOM KOMOHOYHOWM XpomaTorpadpum Ha cunu-
karene (rekcan/aTunauerat 4:1). B pesynbTaTe nony-
yanu 1,34 r (60%) (S)-1-(2-asmgonponun)-7'-meTnn-
1,4'-gurngpocnupolumknoneHTaH]-1,4'-uHaeHo[1,2-b]-
nMppona B BuAe Macna, crnerka OKpalleHHOro B
KpacHbIN LBET.

a) 1,34 r (4,37 mmons) (S)-1'-(2-asupgonponun)-7'-
meTtun-1',4'-gurngpocnupolumknoneHtan]-1,4'-nHae-
Ho[1,2-b]nuppona, pacTtBopeHHoro B 75 mn 6e3Boa-
Horo aTtaHona, rmgpuposanu B npucytcTeun 135 mr
OKMCU MnaTuHbl B TedeHue 4 4. 3ateM oTUNbTPOBbI-
Banu OT katanusatopa, NMpoMbIBann 3TaHOMOM M OT-
rOHANM pacTeopuTenb B Bakyyme. [MonyveHHoe bec-
uBeTHoe macno pacteopsinu B 80 mn 6e3BogHoro au-
aTunoBoro adgwmpa, dunbTpoBanu 1M obpabaTtbiBanu
npu nepemelunBaHun pactsopom 507 mr (4,37 mmo-
nsa) dymaposoin kucnotel B 10 Mn meTtaHona. 3aTem
nepemeLUVBany B Te4eHne 4 Npyu KOMHaTHOW Temne-
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patype n OoTdunbTpoBbIBaNM Genble kpucTanmnbl. B
pesynbTate nonyyamu 1,23 r (71%) dymaparta (S)-1-
mMeTun-2-(7'-metun-1',4'-gurnapocnmpo[LnKnoneHTaH-
1,4'-nngeHo[1,2-blnuppon]-1-un)-atunamuHa  (1:1) ¢
T.nn. 192°.

Mpumep 45

a) Pacteop 1,05 r (4,13 mmons) (RS)-1-(2-a3mpo-
nponwn)-7-rmgpokcu-1,4-gurnaponHaeHo[1,2-blnmp-
pona n 0,77 mn (8,26 mmonein) nsonponunépomunaa,
1,14 r (8,26 mmonei) kapboHaTa kanusi B 30 mn N,N-
aumeTtundopmMmamMmaa HarpeBanu B TedeHune 48 4 o
50°. Tocne oxnaxgeHWs pacTBOp BbIMMBaNM B
150 mn BOAbI M ABaXAbl IKCTparMpoBanu COOTBETCT-
BeHHO nopuuamn no 150 mn atunauetarta. Coegn-
HeHHble opraHuyeckue casbl NPOMbIBANM OWMH pa3
70 Mn nonyHackILLEHHOro pacTBopa xnopuaa HaTpus,
CyLIMnu Hag cynbaTtom MarHusi U KOHLEHTPUpOBanm
pactBop B Bakyyme. CbIipor NpodykT ouuwanu no-
CPEACTBOM KOFIOHOYHOM XpomaTtorpadum Ha cunuka-
rene (tonyon). B pesynbtate nonyyanu 0,35 r (28%)
(RS)-1-(2-a3mponponun)-7-n3onponokcu-1,4-gurna-
pounHaeHo[1,2-blnuppona B BuAge macna opaHXeBoro
uBeTa, KOTOpPOe HernoCpeACTBEHHO MCMONb3oBanu B
nocrneayloLLen peakumm.

6) 0,35 r (1,17 mmons) (RS)-1-(2-asugonponun)-
7-n3onponokcu-1,4-gurngponHaeHo1,2-bjnuppona,
pactBopeHHoro B 40 mn 6e3BogHoro ataHona, rva-
pvpoBanu B npucyTcTBuM 40 Mr OKMCK NNaTUHLI B Te-
YyeHue 4 4. 3atem oTuNLTPOBLIBaANM OT KaTtanusaTo-
pa, NPOMbIBaNM 3TaHONIOM W PacTBOPUTENb OTIOHSMN
B Bakyyme. [Nony4yeHHoe GecuBeTHOe Macrno pacTBo-
psim B 70 mn 6e3sogHoro Auatunosoro adwupa,
dunbTpoBanu 1 nNpu nepemMellnBaHnmM obpabaTtbiBa-
nn pactBopom 68 mr (0,58 mmons) cdymapoBoi ku-
crnotel B 10 Mn meTaHona. 3atem nepemelLnBani B
TedyeHne 17 4 Npu KOMHATHOW TemnepaType, nocne
Yyero oTuNbTPOBbIBANM Oenble kpucTannbl. B pe-
synbTate nonyyanu 0,22 mr (57%) dymapaTta (RS)-2-
(7-n3onponokcu-1,4-gurugponHaeHo[1,2-b]nuppon-1-
un)-1-metunatunamuna (1:0,5) ¢ T.nn. 192°.

Mpumep 46

a) PactBop 8,0 r (54 mmons) 6-rmgpokcmn-1-
uHAaHoHa, 6,3 mn (59,4 MMoneit) LMKNoneHTunopo-
muaa, 16,4 r (119 mmoneit) kapboHata kanus n 10 mn
N,N-ammetundopmammaa B 100 mn aueToHa Harpe-
Bann B TedeHne 35 4 go 75°. lMNocne oxnaxaeHus
pacTteop Bbinveanu B 150 mMn BoAdbl U ABaXAbl IKCT-
parmpoBsany COOTBETCTBEHHO nopuuamu no 200 mn
atunauetata. CoeauHeHHble opraHunyeckne dasbl
NpoMbIBanv No 0gHOMY pa3dy cooTBeTcTBeHHO 100 mn
BoAbl 1 100 MmN HacbILLEHHOro pacTBopa xropuaa Ha-
TpWS, CyLUMNN Hag CynbdaTtoM MarHWs U KOHLEHTPU-
poBanu pacteop B Bakyyme. CbIpoi MPOAyKT oumLua-
NN NOCPEACTBOM KOMOHOYHOW XpomaTtorpacum Ha
cunukarene (rekcaH/atunauetat 3:1). B pesynbtate
nonyyanu 9,45 r (81%) 6-UumKnoneHTokcu-1-uHaaHoHa
B BMOe Macra OpaHXeBOro LBeTa, KOTOpoe Hemo-
CPEACTBEHHO  UCMoNb3oBanu B MocnedyoLen
peakumm.

6) PactBop 9,45 r (43,7 mmons) 6-UMKNONeHT-
okcu-1-mHgaHoHa, 9,0 mn (105 mmonen) 3-6yTeH-2-
ona un 100 mr n-tonyoncynedokucnotsl B 100 mn 2,2-
OVMETOKCUMponaHa Kunatunu ¢ obpaTHelM  Xxomno-
OWNbHUKOM B TeyeHune 63 4 B BogooTAenuTene, 3a-
NONHEHHOM MonekynspHbIM cutom (0,4 HM, rpaHynbl
2 mm). 3aTeM peakUMOHHYI0 CMECb KOHLEHTpUpoBanum
B Bakyyme, NMocrne 4ero ouuLanu nocpeacTsBoM Komo-
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HOYHOW XxpomaTorpacpum Ha cunukarene  (rek-
caH/anaTnnoBbin acdup 6:1). B pesynbTate nonyyanu
8,1 r (69%) (RS)-2-(2-6yTeH-1-nn)-6-LmMKnoneHToKcH-
1-nHOaHoHa B BMAE XENToro Macna.

B) Yepe3 oxnaxgeHHbih go -70° pacteop 8,1 r
(29,9 mmonen) (RS)-2-(2-6yTeH-1-un)-6-LuknoneHT-
okcu-1-mHgaHoHa B 150 mn 6e3BogHoro guxnopme-
TaHa 1 30 mn 6e3BoAHOrO MeTaHoMNa nponyckany npu
nepemeLwBaHnm B TeyeHne 60 MWH MOTOK O30HA
(1,5 r o3oHa/uac). 3atem pacTBop npogyBanuv B Teye-
HMe 5 MWH KmucriopodoM M B TedeHue 10 MuH apro-
HoMm. lMocne po6Gaskm 3,29 mn (44,9 mmons) aume-
TMncynbcuaa nepemelumsann B TedeHve 21 4 npu
KOMHaTHOW TemnepaTtype. PeakumnoHHyio cmecb yna-
pvBanu B BaKyyme, ocTtaTok obpabaTtbiBanu 75 mn
anxnopmeTaHa u nocne gobaekn 12,5 mn Bogbl U
12,5 Mn TpUGTOPYKCYCHOM KUCMNOThl NepemeLlunBanu
B TeyeHune 5 4 npu KoMHaTHOW Temnepatype. 3atem
cMmechb BbinuBanu B 150 mn BoAbl U Npu nepemeLun-
BaHWM HenTpanu3oBanu, 4obaBnsAs ¢ MOMOLUBIO LuMna-
Tens rugpokapboHaT HaTpus. 3atem gobasnanu ewe
50 mn Boabl, pasgensnu dasbl 1 BogHyo dasy ABa-
XAbl 9KCTparnpoBanu COOTBETCTBEHHO MOPUUAMM MO
150 mn gmuxnopmetaHa. CoegnHeHHbIe opraHuyeckue
asbl CyLInnu Hag CynbdaToM MarHusi U KOHLEHTpU-
poBanu B Bakyyme. B pesynbtaTte nonyyvanu 5,63 r
(73%) (RS)-2-(2-okcoatun)-6-umknoneHTokeu-1-nHaa-
HOHa B BMAEe Macna opaHXeBoro LBeTa.

r) Pacteop 2,58 r (10 mmonen) (RS)-2-(2-okco-
3TUN)-6-LuKnoneHToken-1-nHagaHoHa n 80 mr n-tony-
oncynbgokucroTel B 70 Mn 6e3Bo4HOroO Tonyona Ha-
rpeBanu B BogooTAenuTene. B kunsawwmn pacteop B
TeyeHne 5 MWH no kannam gobasnsnu pacteop 3,0 ©
(40 mmonen) (RS)-1-amuHo-2-nponaHona B 20 mn
6e3BogHOro Tonyona. 3aTteM MpoAoSiKanu KUNATUTb
ewe B TedeHve 45 MuH, Nnpuuem obbem pacTBopuTe-
na cokpawanu go 20 mn. OxnaxaeHHy peakLMoH-
HYI0 CMECb OYMLLANun NocpeacTBOM KOFTOHOYHOW XpO-
maTtorpadum Ha cunukarene (anMaTnnoBbIN
admp/rekcaH 7:3). B pesynbtate nonyyarmm 1,44 r
(48%) (RS)-1-(7-umknoneHTtokeu-1,4-guUrnaponHgeHo-
[1,2-blnuppon-1-un)-nponaH-2-ona B Buae 6GnegHo-
Xentoro macna.

a) B oxnmaxpeHHbin go 0° pactBop 1,44 1
(4,8 mmons)  (RS)-1-(7-uuknoneHTtokcu-1,4-amrnapo-
nHAeHo[1,2-b]nmppon-1-nn)-nponaxH-2-ona u 2,66 mn
(19,3 mmonen) TpuaTunammHa B 55 mn guxnopmerta-
Ha npuv nepemewvBaHuM [obaBnAnM Mo Kanmnsm
0,75 mn (9,6 MMonew) meTaHcynbdoHunxopmaa u
npogornkanu nepemewnsate B TeveHne 1,5 4 npu
3ToV TemnepaType. 3aTeM peakuMOHHY0 CMeCb pas-
6asnanu 100 mn guxnopmMeTtaHa, ABaXAbl NPOMbIBa-
11 COOTBETCTBEHHO NOpLMAMM Mo 70 MM HACbILEHHO-
ro pacteopa rmgpokapboHata HaTpusi U COeguHEH-
Hble BoAHble dhasbl OQMH pa3 3KCTparmpoBsanu c no-
mMowbto 70 mn gmxnopmeTtaHa. CoeduHeHHble opra-
Hudeckne dasbl npombiBany 100 Mn HacbIWEHHOro
pacTBopa xrnopuga HaTpus, CyLUMNN Hag cynbdaTtom
MarHus » ynapusanu B Bakyyme. NonyyeHHoe 3ene-
Hoe macno pacteopsinu B 30 mn 6e3BogHOr0 AMme-
Tundopmamuga, obpabateisanu 0,62 r (9,6 mmonen)
asuaa HaTpusi U peakuMOHHY0 CMeCb Harpesanu npu
nepemeLuvBaHum B TedeHne 16 4 go 60°. MNocne ox-
naxaeHus pactsop Bbinueanu B 100 mn BoAbl 1 ABa-
XAbl 9KCTparnpoBanu COOTBETCTBEHHO MOPUMAMMU MO
100 mn atunauetata. CoeQuHEHHbIE OpraHu4eckne
hasbl NpoMbIBaNy Mo O4HOMY pa3y COOTBETCTBEHHO
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70 mn Bodbl M 70 MI HACBILLEHHOro pacTBopa Xnopu-
Aa HaTpus, CyIMnWU Hag cynbdaToM MarHus U KOH-
LeHTpupoBanu pacteop B Bakyyme. [lonyveHHoe Ko-
pVYYHEBOE Macrio O4uLiany NocpeacTBOM KOMOHOY-
HOM xpomaTtorpacdum Ha cunukarene (aTunaue-
Tat/rekcaH 1:4). B pesynbTate nonyyanu 1,27 r (82%)
(RS)-1-(2-a3ngonponun)-7-uuknoneHTokcun-1,4-guru-
apounHaeHo[1,2-blnuppona B Buae cnerka XenrtoBa-
TOro TBEPAOro BeLecTBa, KOTOPOe HenocpeacTBEHHO
MCrnonb3oBanu B NOCneayoLLen peakumm.

e) 1,27 r (3,93 mmons) (RS)-1-(2-asugonponun)-
7-umnknoneHTokeu-1,4-aurnapovHaeHo[1,2-bjnuppo-
na, pacTtBopeHHoro B 75 mn 6e3BogHoro ataHona,
rMapupoBanu B NpUCcyTCTBUMM 125 Mr okKucu nnaTuHbl
B TeyeHne 16 4. 3aTem oTMNbLTPOBLIBANM OT KaTa-
nv3aTtopa, MpoMbiBanM 3TaHONOM W pacTBOpPUTENb
OTroHANM B Bakyyme. [MonyyeHHoe macno, crierka ok-
palleHHoe B KpacHbli uBeT, pactBopsnu B 80 mn
6e3BogHOro AuatunoBoro acduvpa, GUNLTPOBaNU K
npu nepemewmnBaHun obpabaTbiBanM pacTBOPOM
198 mr (1,7 mmonsi) dpymapoBoi kncnotbl B 20 mn
MeTaHona. 3areM nepemelunBanu B TeyeHue 17 4
npu KOMHaTHOW TemnepaType, nocrne 4yero oTpunbT-
poBbIBaNy KpUCTanmbl, Crerka OoKpalleHHble B pO30-
Bbli uBeT. B pesynbTate nonyyanu 926 mr (80%)
dymapata (RS)-2-(7-umknoneHTokcu-1,4-oUrmaponH-
AeHo[1,2-b]nuppon-1-un)-1-metunatunammHa  (1:0,5)
¢ 1.nn. 196-198°.

Mpumep 47

a) B oxmaxgeHHbin go 0° pactBop 12,0 r
(81 Mmonb)  6-rmagpokcn-1-mHgaHoHa w452  wmn
(162 mmons) TpuatunamuHa B 350 mn guxnopmeTtaHa
npu nepemelunBaHMn fobaensany no kannsm 12,6 mn
(162 mmonsa) meTaHcynbgoHUNXnopnga n npogon-
Xanu nepemelunsaTb elle B TedeHue 1,5 4 npun aton
TemnepaTtype. 3aTteM peakuMOHHyl0 cMmecb pa3sbas-
nann 200 mn guxnopmeTtaHa, ABaxAdbl NpoMblBanu
COOTBETCTBEHHO nopumsiMu no 150 mMn HacbILeHHOro
pactBopa rugpokapboHata HaTpus U COeAUHEHHble
BOOHble da3bl OAMH pa3 aKCTparnpoBanm ¢ NOMOLLbIO
100 mn guxnopmeTtaHa. CoegnHEHHbIe opraHu4eckue
dasbl npombiBany 200 MmN HacblLLEHHOro pacTBopa
Xropvga HaTpus, CyLUMnu Hag cyrnbgaToM MarHuis u
ynapvBanM B Bakyyme. B pesynbTate nonyuyanu
18,31 (99%) 6-me3nnokcu-1-nHaaHoHa B BMAe KO-
pVYYHEBOro TBEPAOro BeLlecTBa, KOTOpoe Hernocpea-
CTBEHHO MCMOoMb30Bany B NocneayoLwen peakumm.

6) PactBop 18,5 r (80,9 MMonen) 6-me3nnokcmn-1-
uwHaaHoHa, 16,7 mn (194 mmons) 3-6yTeH-2-ona wu
300 mr n-tonyoncynbdokucnotsl B 400 mn 2,2-aun-
MeTOKCUNpOMNaHa K1NATUnM ¢ obpaTHbIM XONOAUIb-
HMKOM B TeuyeHue 46 4 B BOgooOTAenuTene, 3anorn-
HeHHOM MoneKynsipHeiM cutom (0,4 HM, rpaHynbl
2 mm). 3aTeM peakUMOHHYI0 CMECb KOHLEHTpUpoBanum
B BakyymMe W ouuwanM nocpegctBOM KONOHOYHOW
XpomaTorpadum Ha cunukarene (rekcaH/atunauerar
4:1). B pesynbTate Hapsagy ¢ 8,31 r agykra nonyyanu
11,3 r (50%) (RS)-2-(2-6yTteH-1-un)-6-me3unokcu-1-
MHAAHOHA B BUAE XXenToro macna.

B) Yepe3 oxnaxaeHHbin oo -70° pacteop 11,3 r
(40,3 mmonen) (RS)-2-(2-6yTeH-2-un)-6-me3nnokcu-
1-uHgaHoHa B 300 mMn 6e3BOAHOrO AuXropMeTaHa u
60 mn 6e3BogHOro MeTaHona npu nepemelunBaHun
nponyckanu B TedeHne 55 MVH NOTOK 030Ha (2 r 030-
Ha/vac). 3aTtem pacTBop NpoayBanu B TedyeHne 5 MuH
kucrnopodoMm U B TedeHne 10 MuH aproHom. [locne
pobaskn 4,51 mn (61,5 mmons) gumetuncynbduaa
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nepemeLuvsany B TedeHve 15 4 npu KOMHaTHON TeM-
nepatype. PeakunoHHylo cmMecb ynapueanu B Bakyy-
Me, ocTtaTok obpabaTtbiBanu 250 mn guxnopmeTaHa u
nocne gobasku 25 mn Bogbl 1 25 Mn TpUdTOPYKCYyC-
HOM KMCIOTbl MepemellnBann B TeveHue 4 4 npu
KOMHaTHOW Temnepatype. 3atem cMecb BbiNMBanu B
200 mn Boabl U NpW NepemMeLLIMBaHUN HENTpanu3oBa-
nv, pobaensas ¢ NOMOLUBIO LWnaTtens rugpokapboHaT
HaTpus. 3atem gobasnsnu ewe 50 mn Boabl, pasge-
nsanu dasbl U BOAHY0 (hasy ABaXAbl dKCTparnposanu
COOTBETCTBEHHO nopumamu no 200 mn guxnopmeta-
Ha. CoeanHeHHble opraHunyeckme dasbl CyLUMnu Hag
CcynbaTtoM MarHWs U KOHLUEHTpMpOBanu B BaKkyyMme.
B pesynbtate nonyyamm 9,38 r (85%) (RS)-2-(2-
OKCO3TWM)-6-Me3nnokcun-1-uHgaHoHa B Buae crerka
OKpalLleHHOro B KOPUYHEBbIN LBET TBEPAOro BeLLecT-
Ba c T.nn. 85-87°.

r) Pacteop 2,31 r (8,59 wmmonen) (RS)-2-(2-
OKCO3TUM)-6-me3nnokeu-1-uigaHoHa m 110 mr n-
TonyoncynbdokucnoTel B 70 mn 6e38ogHOro Tonyona
HarpeBanu B Bogootaenutene. B kunswmin pacteop B
TeyeHue 5 MyH no kannsm gobaensnu pacteop 2,58 r
(34,4 mmons) (RS)-1-amuHo-2-nponaHona B 20 mn
6e3BogHoro Tomnyona. 3aTemM MPOAoSDKanM KUNATUTb
elwe B TedeHve 45 MuH, Nnpuyem obbem pacTBopuTe-
ns cokpawanu go 20 mn. OxnaxaeHHy peakLMoH-
HYI0 CMECb OYMLLANM NoCcpeacTBOM KOFIOHOYHOW Xpo-
matorpaduM Ha cunukarene (aTunauetat/rekcaH
2:3). B pesynbTarte nonyyanu 0,74 r (28%) (RS)-1-(7-
mMesurnokcu-1,4-gurnaponHaeHo[1,2-blnuppon-1-un)-
nponaH-2-ona B BUAe TBEPAOro BeLLEeCTBa KOPU4YHe-
BaTOro LBeTa, KOTOpoe HenocpeacTBEHHO MCMONb30-
Banu B nocrneaytoLen peakuum.

a) B oxnmaxpeHHbin go 0° pactBop 0,72 1
(2,38 mmons)  (RS)-1-(7-me3unokcun-1,4-aurnaponH-
aeHo[1,2-blnuppon-1-un)-nponan-2-ona n 1,33 ™mn
(9,53 mmonein) TpuatunammHa B 30 mn guxnopmeTa-
Ha npyv nepemewvBaHuM [o6aBnANM Mo Kanmsam
0,37 mn (4,77 mmonsa) MeTaHcynbgOoHMNXIopmaa u
npodorKanu nepemelunBaTtb ele B TeveHne 1,5 4
npu aTon Temnepatype. 3ateM peakLMOHHYH0 CMeCh
pasbasnanu 100 mn guxnopmeTaHa, ABaxAbl Mpo-
MbIBanu COOTBETCTBEHHO nopumsMu no 70 mMn Hackl-
LLleHHOro pacTBopa rugpokapboHaTa HaTpus U co-
edVHeHHble BogHble (ha3bl OOMH pa3 KCTparnposanm
¢ nomoLpio 70 mn guxnopmertaHa. CoegnHeHHbIe op-
raHnyeckvne asbl NpombiBany 70 MA HacCbILLEHHOro
pacTBopa xropuga HaTpus, CyLUMNn Hag cynbdaTom
MarHus u ynapueanu B Bakyyme. [MonyyeHHoe 3ene-
Hoe macno pacteopsinu B 30 mn 6e3BogHOro AMme-
Tundopmamuaa, obpabateisanu 0,62 r (4,77 mmons)
asvga HaTpusi U peakuMOHHYI0 CMeChb Mpu nepeme-
LUMBaHWUKN HarpeBanu B TeveHue 16 4 go 60°. Mocne
OXNaXAeHns pacTBop BbiMuBanu B 70 mn BoAbl K
ABaXAbl 9KCTParnpoBann COOTBETCTBEHHO MOPLUUSMU
no 70 mn aTunauetata. CoeguHeHHblE OpraHM4eckme
asbl N0 0AHOMY pa3y NPOMbIBANN COOTBETCTBEHHO
70 mn Boabl 1 70 MM HacbILWEHHOro pacTBopa Xopu-
Aa HaTpus, CyUMnW Hag CcynbdaToM MarHuWs U KOH-
LeHTpupoBanu pacteop B Bakyyme. [lonyveHHoe Ko-
pVYYHEBOE Macrio Oo4uLiany NOCPeACcTBOM KOMOHOMY-
HOM xpomaTtorpacdum Ha cunvkarene (aTunaue-
Tat/rekcaH 1:4). B pesynbTate nonyyanu 0,68 r (86%)
(RS)-1-(2-asnponponun)-7-me3unokcu-1,4-gurngpo-
nHaeHo[1,2-b]nuppona B BUAE crerka oKpaLleHHoro B
XentoBaTbIfi LBET TBEPAOro BeLLecTBa, KOTOpoe He-
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NMOCPeACTBEHHO UCMOMb30Banu B MOCreayloLen pe-
akumun.

e) 0,66 r (2,0 mmons) (RS)-1-(2-asugonponun)-7-
Mesunokcu-1,4-gurnapovHaeHo[1,2-bjnuppona, pac-
TBOpeHHoro B 30 mn 6e3BogHOro aTaHona, rmapupo-
Banu B NPUCYTCTBUM 66 Mr OKMCK NNaTWHbl B Te4eHne
4 4. 3ateM OTWMBLTPOBbLIBANM OT KaTanusaTopa,
NpoMbIBanM 3TaHOMIOM W pacTBOPUTENb OTFOHANW B
Bakyyme. [lonyyeHHOe Macno KopuyHeBaToro LBeTa
pacTtBopsnu B 50 mn 6e3B0AHOrO AN3TUNOBOrO adhu-
pa, duneTpoBanu 1 obpabaTeiBanu Npu nNepemeLn-
BaHuM pacTteopom 116 mr (1,0 mmonk) dymapoBson
kmucnoTbl B 10 Mn meTaHona. 3aTem nepemeluvsanu B
TedyeHne 17 4 MpuM KOMHATHOW TemnepaType, nocne
Yero OT(WMbTPOBLIBANM KpUCTannbl, crierka okpa-
LWEeHHble B po30BbIM LBeT. B pesynbTate nonyyanu
400 mr (55%) dymaparta (RS)-2-(7-mesunokcu-1,4-
avrngpovHaeHo[1,2-blnuppon-1-un)-1-metunatmn-
amuHa (1:0,5) c T.nn. 201°.

Mpumep 48

a) B oxnaxpeHHbn go -70° pactBop 3,24 r
(20,0 mmoren) 5-metoken-1-nHaaHoHa B 350 mn Ges-
BOOHOro TeTparmgpodpypaHa npu nepemelunBaHun
[o6aBnsanu no kannsiM pacTBop NUMTUNAUU3ONPONWIT-
ammga B 60 mn GessogHoro TeTparmgpodypaHa,
cBexenpurotoBneHHbin u3 4,25 mn (30,0 mmonen)
aunsonponunamuHa n 18,7 mn (30,0 mmonen) 1,6H H-
OyTnnnutus B rekcaHe. 3atem npogospkanv nepe-
MelmBaThb elle B TedeHne 45 MUH nNpu 3TON Temne-
paType, nocrne 4yero B Te4yeHne 15 MyuH gobasnanu no
kannam pacteop 1,6 mn (20,0 mmorein) xnopaueToHa
B 60 mn 6e3BogHoro TeTparuapodypaHa. PeakunoH-
Hon cMmecu B TedeHne 100 MMH gann oCTbiTb 4O KOM-
HaTHOW TemnepaTypbl 1 NPOAOITKaNM nepeMeLLnBaTb
ele B TedeHve 45 MuH npu aTon TemnepaType. 3a-
TEeM peakUMOHHYI0 cMech Bbinueanu Ha 150 mn neaa,
pobaensnu 150 Mn HackILLEHHOrO pacTBopa xropuaa
HaTpus W OTAeNsnu opraHunyeckyto asy. BogHyto
a3y oanH pas akcTparnposanu ¢ nomotuso 400 mn
OV3TUMNOBOrO 3(Mpa, COeAVHEHHbIe OpraHu4eckue
dasbl oavH pa3 npombiBanu 100 M HacbILWEHHOro
pacTBopa xropuaa HaTpws, CYLUMNN Hag cynbdaTtom
MarHus 1 KOHUEeHTpupoBanu B Bakyyme. NonyyeHHoe
KpacHoe Macrno ouyuLianyu nocpencTBOM KOFOHOYHON
XpomaTorpadmmn Ha cunukarene (rekcaH/guatunoBbIv
acmp 3:7). B pesynbtate nonyyanu 1,67 r cbiporo
npoAykTa, KOTOPbIA NepeKkpUCTannn3oBbIBan U3 au-
aTunoBoro adwmpalrekcaHa. lMocne kpuctannusauuu
nonysanm 1,21 r (56%) (RS)-5-metokcn-2-(2-
okconponun)-1-nHgaHoHa B BUAE XenToBaToro Teep-
Joro BelllecTBa, T.nn. 73°.

6) PacteBop 1,2 r (5,5 mmonen) (RS)-5-meTokcu-
2-(2-okconponun)-1-nHgaHoHa v 60 Mr N-Tonyoncynb-
dokmcnoTel B 70 mn 6€3BOAHOIO Tonyona Harpesanm
B BogooTAenuTene. B kunawwmin pactBop B TeveHue
5wmnH pobaBnsnM no kannam pacteop 1,65 r
(22,0 mmons) (RS)-1-amuHo-2-nponaHona B 20 mn
6e3BogHoro Tonyona. 3aTemM MPOAoIDKaNM KUNATUTL
ewe B TedyeHne 90 MuH, Npuyem obbem pacTBopuTe-
na cokpawanu go 20 mn. OXnaxaeHHy peakLloH-
HYI0 CMeCb O4MLLanu NocpeacTBOM KONOHOYHOW Xpo-
maTtorpadum Ha cunvikarene (AmMaTMnoBbLIN
admp/rekcaH 7:3). B pesynbtate nonyyamm 1,17 r
(82%) (RS)-1-(6-meTokcmn-2-metun-1,4-gurngponHae-
Ho[1,2-b]nuppon-1-un)-nponaH-2-ona B BUAE XENTOro
TBEPAOro BellecTBa, koTopoe 6e3 ganbHewlwen ne-
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pexkpucTtannMsaumMm MCcnonb3oBanu B nocregytoLlen
peakuuu.

B) B oxnaxgeHHem go 0° pactBop 1,16 r
(4,51 mmons) (RS)-1-(6-meTokcun-2-metun-1,4-gurna-
pouHaeHo[1,2-b]-nuppon-1-un)-nponaxH-2-ona 7
2,5mn (18,0 mmonen) TpuatunammHa B 50 mn au-
XropMeTaHa npu nepemeLumMsaHnm gobasnsanm no ka-
nnam 0,7 mn (9,0 mmonen) meTaHcynbOHUNXIopU-
Aa W NpoJjorKanu nepemelunBaTb elle B TeyeHue
1,54 npu aton TemnepaTtype. 3aTteM peakuMOHHYIO
cmecb pasbasnanu 100 mn aMxnopmeTaHa, ABaXAbl
npomblBany COOTBETCTBEHHO nopuusMym no 60 mn
HacbILWEHHOro pacTBopa rugpokapboHaTa HaTpusa u
CoefMHeHHble BOAHble ha3bl OAUH pa3 3KCTparnpo-
Banu ¢ nomowpto 60 mn guxnopmeraHa. CoeanHeH-
Hble opraHuyeckne dasbl npomMbiBanu 70 MN Hacbl-
LLleHHOro pacTBopa Xxfopuaa HaTpus, Cywwnu Hag
cynbdaTtoM marHus 1 ynapusanu B Bakyyme. lony-
YeHHOe Kopu4yHeBoe Macro pacteopsinu B 40 mn 6es-
BOAHOro AnmeTundopmamuaa, obpadateisanu 0,58 r
(9,0 mmonen) asnga HaTpus U PeaKUMOHHYH CMECh
npu nepemelunMBaHMN HarpeBanu B TeveHve 16 4 go
80°. MNocne oxnaxaeHust pacTeop BbiNueanu B 70 mn
BOObl W ABaXAbl 9KCTparMpoBanu COOTBETCTBEHHO
nopuusmm no 100 mn atunauetata. CoeanHeHHble
opraHuyeckue asbl NPOMbIBANU MO OZHOMY pasy
cooTtBeTcTBeHHO 70 mn BoAdbl U 70 MN HaCbILWEHHOro
pacTBopa Xrnopuaa HaTpus, CyLUMNN Hag cynbdaTom
MarHus U KOHLEeHTpMpoBanu pacteop B Bakyyme. [lo-
ny4yeHHOe KOpUYHEBOE Macrio ouuLLany nocpeacTBoM
KOFTOHOYHOWM Xpomartorpadvm Ha cunvkarene (Tony-
on). B pesynbtate nonyyanu 0,86 r (68%) (RS)-1-(2-
asugonponun)-6-meTokcu-2-meTnn-1,4-aurnaponHae-
Ho[1,2-blnnppona B BM1Ae xxenToro Mmacna.

r) 0,85 r (3,01 mmons) (RS)-1-(2-asugonponun)-
6-meTokemn-2-metun-1,4-gurngpovHaeHo[1,2-bjnuppo-
na, pactBopeHHoro B 50 mn 6e3BogHoro ataHona,
rMapupoBanu B NpucyTcTBuM 85 Mr oKMCU NnaTuHbl B
TeyeHne 17 4. 3aTem OTPUNLTPOBLIBANM OT KaTanu-
3atopa, NPOMbIBanNu 3TaHOIOM W pacTBOpUTENb OT-
roHsNM B Bakyyme. [Nony4eHHOe Macro enToBaToro
ugeTa pacteopsAnu B 70 mn 6e3804HOIO AMITUNOBOIO
admpa, unbTpoBanu 1 Npu nepemeLlBaHum obpa-
6aTbiBanu pacteopom 175 mr (1,51 mmonst) doymapo-
BOW kucnoTel B 15 mMn meTaHona. 3ateM nepemeLuu-
Banu B TedyeHne 19 4 npmn KOMHaTHOW TemnepaTtype n
oTdunbTpoBbIBaNnM 6GenosaTble kpucTamnbel. B pe-
synbTate nonyyanu 779 mr (82%) dpymapara (RS)-2-
(6-meTokcn-2-metun-1,4-gurngpounnHaeHol1,2-bjnvp-
pon-1-un)-1-metunatunamumna (1:0,5) ¢ T.nn. 218°.

Mpumep 49

a) PactBop 12,3 r (61,2 mmons) 5,6-guxnop-1-
uwHaaHoHa, 12,6 mn (0,15 mons) 3-6yteH-2-ona u
125 mr n-tonyoncynbokucrnoTtel B 125 mn 2,2-an-
METOKCUMpPONaHa KUNATUNM ¢ obpaTHbIM XONOoAUIb-
HVKOM B TeuveHue 68 4 B BogooTAenuTene, 3anorn-
HEHHOM MoneKynsipHeiM cuTom (0,4 HM, rpaHynbl
2 mm). 3aTeM peaKLUMOHHYI0 CMeChb KOHLIEHTPMpOoBanm
B BakyymMe W ouuLlanyM nocpegcTBOM KONOHOYHOWM
XpomaTorpadmu Ha cunuvkarene (rekcaH/guaTuinoBbIv
admp 4:1). B pesynbTtate Hapsagy ¢ 4,3 r agykTa no-
nyyanm 10,8 r (69%) (RS)-2-(2-6yTteH-1-un)-5,6-
Anxnop-1-nHaaHoHa B BuAe Xentoro macna.

6) Yepes oxnaxgeHHbln go -70° pacteop 10,8 r
(42,4 wmmons) (RS)-2-(2-6yteH-1-un)-5,6-guxnop-1-
uwHaaHoHa B 150 mn 6e3BogHOro guxrnopmeraHa u
30 mn 6e3BogHOro MeTaHona npu nepemeLuMBaHun
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nponyckann B TevyeHue 45 MWH MOTOK o3oHa (3,5 1
030Ha/dac). 3atem pacTBOop npodyBanu B TeuveHue
5 MUH kucropogoM U B TedeHne 10 MUH aproHom.
Mocne poGasku 4,66 mn (63,6 mmons) aumeTwn-
cynbduga nepemelumBany B TeveHne 3 4 Npu KOM-
HaTHOM Temnepatype. PeakunoHHylO cMecb ynapu-
Banu B Bakyyme, octatok obpabateiBanv 150 mn gu-
xrnopmeTtaHa 1 nocne gobasku 20 mn Bogbl 1 20 mn
TPUTOPYKCYCHOW KUCMOTbI NepemMelunBany B Teye-
Hve 3 4 nNpu KOMHaTHOW TemnepaType. 3aTeM CMeChb
BoinmBanu B 100 Mn BoAdbl U NpU NepemeLlMBaHun
HelTpanu3oBanu, Ao6aBnsas C NOMOLUBIO LUNaTens
rmgpokapboHat Hatpus. [locne atoro pgobasnsnu
ewe 50 mn BoApl, pasaensanu gasbl U BogHyo dasy
OBaXdbl 3KCTparMpoBanv COOTBETCTBEHHO NOpLUMAMU
no 100 mn guxnopmertaHa. CoegnHeHHbIe opraHunye-
ckue asbl CylIMnU Hag cynbgaToM MarHus U KOH-
LueHTpupoBanu B Bakyyme. B pesynbTate nonyyanu
11,6 r cblporo nNpoaykTa, KOTOpbIA KpUcTannusosanu
u3 rekcaHa/eTunauetata. [locne kpucTannusaumm
nonydann 7,59 r (73%) (RS)-2-(2-okcoatun)-5,6-
auxnop-1-nHgaHoHa B BuAe TBepAoOro BellecTBa
XenToeaTtoro ueTa ¢ T.nn. 93-96°.

B) PactBop 2,0 r (8,23 mmonen) (RS)-2-(2-
0oKCoaTUM)-5,6-anxrnop-1-mHagaHoHa n 70 mr n-tonyon-
cynbdokucnotel B 70 mn 6e3BogHoro Tomyona Ha-
rpesanu B BogooTAaenutene. B kunsawmn pacteop B
TeyeHve 5 MMH gobaBnany No kannsm pacteop 2,47 1
(32,9 mmons) (RS)-1-amuHo-2-nponaHona B 20 mn
6e3sogHoro Tonyona. 3aTemM MpOAoSDKaNM KUNATUTbL
elle B TedeHne 45 MuH, Nnpuyem obbem pacTeBopuTe-
na cokpawanu go 20 mn. OxnaxaeHHy peakLoH-
HYI0 CMeCb OuMLLanu NocpeacTBOM KONOHOYHOW Xpo-
maTtorpadum Ha cunvkarene (AnMaTMNOoBbLIN
admp/rekcaH 4:1). B pesynbtate nonyyanm 0,62 r
(27%) (RS)-1-(6,7-guxnop-1,4-gurngpounHgeHol1,2-
b]nuppon-1-nn)-nponanH-2-ona B BUAE KOPUYHEBOIO
macna.

r) B oxmaxgeHHbin go 0° pactBop 0,6 r
(2,12 mmons) (RS)-1-(6,7-auxnop-1,4-gurngponHge-
HO[1,2-b]nuppon-1-un)-nponan-2-ona wn 1,18 wmn
(8,5 mmonewt) TpmatunamuHa B 30 Mn gMxnopmeTaHa
npu nepemelunBaHmn gobasnsanm no kannam 0,33 mn
(4,25 mmonsa) meTaHcynbOHWUMXIOpMAa U Npodosn-
Xanv nepemelunsaThb elle B TedeHne 1,5 4 npu aTon
TemnepaTtype. 3aTteM peakuMOHHYyl0 cmecb pa3bas-
nanu 50 mn guxnopmMeTtaHa, ABaxabl MPOMbIBanmM co-
OTBETCTBEHHO nopumsamMn no 70 MA HacbILEHHOro
pactBopa rmgpokapboHata HaTpus U COeQUHEHHble
BOAHble a3kl OAMH pa3 IKCTparmpoBanm ¢ NOMOLLbHO
70 mn guxnopmetaHa. CoegunHeEHHble OpraHuyeckme
dasbl npombiBany 70 M HacbIWEHHOro pacTBopa
xropvga HaTpus, CyLUMnu Hag cyrnbdgaToM MarHuis u
ynapveanM B Bakyyme. [lonyyeHHoe Kopu4HeBoe
mMacno pacteopsnuM B 50 mn 6e3BOgHOIO AMMETWIT-
dopmamunga, obpabatbiBanu 275 mr (4,24 mmons)
asuga HaTpus U peakuMOHHY0 CMecb Mpu nepeme-
LUMBaHUMN HarpeBanu B TeveHue 17 4 go 60°. Mocne
OoXNaxaeHusi pacTBop BbinvBanu B 60 mn BoAbl U
TPWXAbI 9KCTParmpoBanu COOTBETCTBEHHO MOPLMAMM
no 90 mn aTunauetata. CoegnHeHHble opraHu4eckme
casbl NpombiBany N0 0g4HOMY pa3y COOTBETCTBEHHO
70 mn Bodbl 1 70 MN HaCbILLEHHOrO pacTBopa Xnopu-
Oa HaTpus, CyWwnnu Hag cynbdaTtom MarHWs U KOH-
LeHTpupoBanu pacteop B Bakyyme. [lonyveHHoe ko-
pVYYHEBOE Macrno ouuLiany nocpegcTBOM KOFOHOM-
Hol xpomartorpacuu Ha cunukarene (tonyon). B pe-
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synbTate nonydanu 0,45 r (69%) (RS)-1-(2-a3ngo-
nponun)-6,7-guxnop-1,4-guruaponHaeHo[1,2-blnup-
pona B Buge 6ecuseTHoro macna.

n) 0,44 r (1,43 mmons) (RS)-1-(2-asngonponun)-
6,7-guxnop-1,4-gurngpovHaeHo[1,2-bjnuppona, pac-
TBOpeHHoro B 30 mn 6e3BogHOro aTaHona, rmapupo-
Banu B NpUCYTCTBUM 45 Mr OKMCK NNaTWHbI B TeYeHne
3 4. 3atem oTunbTPOBLIBaNM OT KaTanusaTopa,
npombiBany 3TaHOMIOM W PacTBOPUTENb OTFOHANU B
Bakyyme. [lonyyeHHoe GecuBeTHOe Macno pacTBo-
psmiv B 30 mn 6Ge3sogHoro AuaTMNoBoro adupa,
unbTpPOBanu u npu nepemMelunBaHun obpabaTtbiBa-
nn pacteopoM 83 mr (0,72 mmonst) cbymapoBou Ku-
cnoTel B 5 Mn metaHona. 3aTemM nepemelunBanv B
TedeHne 17 4 nNpu KOMHATHOW TemnepaType, nocne
Yyero oTdunbTpoBbIBaNM Genble kpuctannbel. B pe-
synbTate nonyyanu 395 mr (81%) dpymapara (RS)-2-
(6,7-gnxnop-1,4-gurnaponHaexol[1,2-blnuppon-1-un)-
1-meTunatunamuHa (12:0,5) ¢ 1.nn. 203°.

Mpumep 50

a) Pacteop 13,0 r (89 mmonewn) 4-metun-1-
uHaaHoHa, 19,2 mn (0,22 mons) 3-6yteH-2-ona u
170 mr n-tonyoncynecgokucnotel B 170 mn 2,2-
AVMETOKCUMponaHa KunsatunM ¢ obpaTtHbIM  XOMo-
OWINBbHUKOM B TeyeHue 46 4 B BogooTaenutene, 3a-
MOSTHEHHOM MOreKynsipHbIM cuToM (0,4 HM, rpaHynbl
2 mm). 3aTem peaKUMOHHYI0 CMeChb KOHLIEHTP1poBanm
B BakyymMe W oOuuMLlanyM MnocpegcTBOM KONOHOYHON
XpomaTorpadmmn Ha cunuvkarene (rekcaH/guaTunoBbIn
adwmp 5:1). B pesynbtate nonyyanm 12,0 r (67%)
(RS)-2-(2-6yTeH-1-un)-4-metnn-1-uHgaHoHa B Buae
Xentoro macna.

6) Yepes oxnaxgeHHbin go -70° pacteop 12,0 r
(60 mmonen) (RS)-2-(2-6yTteH-1-un)-4-metnn-1-nHga-
HoHa B 220 mn 6e3BogHOro AnxnopmeTtaHa un 45 mn
6e3B0AHOrO MeTaHona npu nepemMeLuMBaHUn Nponyc-
kanu B TedeHne 90 MMH NOTOK 030Ha (3 r 030Ha/yac).
3aTem pacTBop npogdysanu B TedeHue 5 MuH Kucno-
pogom u B TedeHne 10 MuH aproHom. Nocne fobaeku
6,6 mn (90 mmonen) gumetuncynbguaa nepeMeLun-
Banu B TeyeHue 15 4 npu KOMHATHOW TemnepaType.
PeakunoHHylo cMecb ynapusanv B Bakyyme, OCTaToK
obpabatbiBanu 160 mn guxnopmeTraHa u nocne do-
6aBkun 20 mn Bogbl 1 20 M TPUTOPYKCYCHON KUCHO-
Tbl MepemMelunBany B TedeHne 2 4 npu KOMHaTHOW
Temnepatype. 3atem cmecb Bbinuanu B 200 mn Bo-
Abl 1 NPV NepeMeLlLnBaHnM HelTpanusoBanu, gobas-
nas8 ¢ NoMoLbio WnaTtens rugpokapboHaTt HaTpus.
Mocne atoro ao6asnsanu ewe 50 mn BoAkl, pasgens-
nn dasbl 1 BoAaHyo dasy, ABaxAbl dKCTparnposanu
COOTBETCTBEHHO nopuuamu no 200 mn anxnopmeTa-
Ha. CoefuHeHHble opraHuyeckue asbl CyLUMNU Hag
CcynbdaTtoM MarHusi U KOHLEHTpUpOBanu B BaKkyyMme.
B pesynbtate nonyyanu 10,6 r (94%) (RS)-2-(2-
0oKCcoaTUM)-4-mMeTun-1-nHgaHoHa B BMAe macna 6nea-
HO-XernToro uBeTa.

B) PactBop 1,9 r (10,0 mmonen) (RS)-2-(2-
okcoaTun)-4-metun-1-nHgaHoHa m 80 mr n-tonyorn-
cynbdokucnoTel B 70 mn 6e3BogHoro Tonyona Ha-
rpeBanv B BogooTAaenuTene. B kunsawmn pacteop B
TeyeHvne 5 MWH no kannam gobasnsanu pacteop 3,0 r
(40 mmonewn) (RS)-1-amuHo-2-nponaHona B 20 mn
6e3BogHoro Tonyona. 3aTeM MpoAoSpKanu KUNATUTbL
ewle B TedeHne 45 MuH, Nnpuyem obbem pacTeBopuTe-
na cokpawanu go 20 mn. OXnaxaeHHy peakLMoH-
HYI0 CMECb OuYMLLanu NocpeacTBOM KONTIOHOYHOW Xpo-
martorpadun Ha cunukarene (AmaTnnosbIn
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acmp/rekcaH 7:3). B pesynbtate nonyyanm 0,63 r
(28%)  (RS)-1-(5-metun-1,4-gurngponHaeHo[1,2-b]-
nuppon-1-un)-nponaH-2-ona B Buae 6enoro Tsepaoro
BeLLeCcTBa, KOTOPOe HENOCPeACTBEHHO MCMOMb30Banm
B NnocreayloLlei peakuuu.

r) B oxnaxgeHHewn go 0° pactBop 0,63 r
(2,8 mmons) (RS)-1-(5-metnn-1,4-gurnapovHaeHo
[1,2-blnuppon-1-un)-nponax-2-ona 1 1,6 mn
(11,2 mmornen) TpuatunammHa B 25 mn guxropmeTta-
Ha npv nepemewvBaHuM [o0aBNANM MO Kanmsm
0,44 mn (5,6 Mmonel) meTaHcynbgoHUnxopmaa 1
npogorkanu nepemelinBatb ewe B TedyeHne 1,5 4
npu 3TOM TemnepaType. 3aTeM peakuMOHHYI0 CMeChb
pa3basnsnu 50 mn guxnopmertaHa, ABaXAbl NPOMbI-
BanM COOTBETCTBEHHO nopuusiMn no 70 mn Hackl-
LLleHHOro pacTBopa ruapokapboHaTa Hatpus U co-
edVHeHHble BoAHble dha3bl OAMH pa3 KCTparMpoBanm
¢ nomotupio 70 mn guxnopmeTtaHa. CoegnHeHHbIe op-
raHnyeckve dasbl npombieanu 70 M HaCbILLEHHOrO
pacTBopa xnopvaa HaTpws, CYLUMNN Hag cynbdaTtom
MarHus u ynapusanu B Bakyyme. lNonyyeHHoe TBep-
[oe BelLecTBO 3eneHoro useta pactsopsnu B 30 mn
6e3BogHoro gumetundopmamuaa, obpabartbiBanu
0,36 r (5,6 mmonelt) asmga HaTpUS N peakLNOHHYIO
CMeCb HarpeBanu npu MnepeMellBaHnM B TeyeHune
16 4 go 60°. MNocne oxnaxgeHWs pacTBOp BbINMBaNu
B 80 Mn BoAbl M TPWXKObI SKCTPArMpoBany COOTBETCT-
BeHHO nopumamn no 100 mn atunauetarta. Coegn-
HeHHble opraHuyeckne dasbl NPOMbIBaNM No OQHOMY
pasy cooTtBeTcTBeHHO 70 mn BoAbl U 70 Mn Hachbl-
LLleHHOro pacTBopa Xxfopuga HaTpus, CyLMnu Hag
cynbdaTtoM MarHusi U KOHLEHTpUpoBanu pacteop B
Bakyyme. [Mony4yeHHoe KOpMYHEBOE Macno ouuLanu
NMOCPeACTBOM KONIOHOYHOW XpomaTorpadum Ha cunu-
karene (tonyon). B pesynbtate nonyyanu 0,69 r
(98%) (RS)-1-(2-a3ngo-nponun)-5-metun-1,4-gurna-
pounHaeHo[1,2-blnuppona B Buae Macna »entoBaToro
uBeta.

a) 0,69 r (2,7 mmons) (RS)-1-(2-asnpgonponun)-5-
meTtun-1,4-gurugpouHaeHo[1,2-blnuppona,  pacTtso-
peHHoro B 30 mn 6e3BogHOro aTaHona, rmgpyvpoBanm
B NpucyTcTBUM 70 M OKUCU NnaTuHbl B TeYeHne 3 .
3aTtem OTuNbLTPOBLIBaNM OT KaTanusaTopa, NpoMbl-
Banu 9TaHOMOM W OTIOHSANM pacTBOPUTENb B BaKyy-
me. lMonyyeHHoe GecuBeTHOe Macno pacTBOpsnv B
80 mn 6e3BogHOro AnMaTunoBoro acupa, punbTpoBa-
nm n obpabatbiBanu Npu nepemelunBaHUN PacTBo-
pom 157 wmr (1,35 mmonsa) dymapoBOiA KMCNOTbI B
15 mn mMeTaHona. 3aTem nepeMelLnBanv B TeYyeHue
18 4 npun KOMHaTHOW TemnepaType, Nocne 4ero oT-
dunbTpoBbIBanM benble kpuctannel.. B pesynbtate
nonyyanu 0,34 r (44%) dymapara (RS)-2-(5-meTtnn-
1,4-purnpgpounHaeHo[1,2-blnuppon-1-un)-1-metun-
atunamunHa (1:0,5) ¢ T.nn. 214°.

Mpumep 51

a) Yepes oxnaxgeHHbln go -70° pacteop 10,1 r
(50 mmonew) (RS)-2-(2-6yTeH-1-un)-4-xpomaHoHa B
100 mn 6e3BogHoro amxnopmetaHa v 300 mn Ges-
BOLHOIO MeTaHoNa Npu nepeMeLlBaHnm NponycKanm
B Te4yeHne 55 mMuH noTok o3oHa (3 r o3oHa/yac). 3a-
TeM pacTBOp MPOAyBanu B TeveHue 5 MuH Kucnopo-
OOM U B TedeHne 15 MUH nepemelumBanu B TedeHue
16 4 npu komHaTHOW Temnepatype. PeakuuoHHyto
CMecb ynapvBanu B BaKyyme, OCTaTOK BMecCTe C
5,621 (55 mmonen) N-auetunaturneHgmamuHa pac-
TBOpPsANN B 100 M KOHLIEHTPUPOBAHHOW YKCYCHOW KU-
CroTbl U KUNATUNKU B TeyeHne 45 MuH ¢ obpaTHbIM



41316

XONOANNBbHMKOM. 3aTeM pPeakUMOHHYI0 CMeCb KOH-
LeHTpypoBanM B Bakyyme W OCTaTOK oyuLianu no-
CPEeACTBOM KOSOHOYHOW XpoMaTorpadum Ha cunuka-
rene (sTunauertaT). B pesynbtaTte monyvanm 5,7 r
(45%)  N-[2-(1,4-purnapo[1]6eH3onmpaHol4,3-blnup-
pon-1-un)-atunjauetammga B BUOE KOPUYHEBOIO
TBEpPAOro BelecTBa, koTopoe 6e3 ganbHenwen ne-
pekpucTtannMsauMm MCnonb3oBanu B nocregytoLlen
peakuuu.

6) Cmecb 2,5 1 (9,7 mmonen) N-[2-(1,4-gurngpo-
[1]6eH3onmpaHo[4,3-b]nmppon-1-un)-aTun]-aueTamu-
aa, 3,28 r (58 mmonew) rugpookucu kanusi, 20 mn Bo-
Abl 1 40 MN 9TUNEHINWKONSA HarpesBanu npu nepeme-
wmnBaHun B TedeHne 23 4 go 110°. MNocne oxnaxae-
HWUS1 peakUMOoHHYylo cmechb Bbinmsanu B 100 Mn Hacbl-
LLIeHHOro pacTBopa XJflopuaa HaTpusi U TPWXKAbl 3KCT-
parmpoBanu COOTBETCTBEHHO nopumsmu rno 200 mn
aTunauetarta. OpraHudeckve dasbl OAUH pa3s Mpo-
MbiBann 200 Mn HacbIWeHHOro pacTteopa Xxropuaa
HaTpuWs, CyWwnnn Hag CcynbdaTtom MarHus U KOHLEeH-
TpypoBanu B Bakyyme. OcTaTok ouuwany nocpeact-
BOM KOJIOHOYHOM Xpomartorpadmu Ha cunvkarene
(amxnopmetan/meTtaHon/ammumak  200:10:1).  Mony-
YeHHoe macro pacTteopsinu B 110 mn 6e3BoaHoro au-
aTunosoro adwpa, unsTpoBanu n obpabaTbiBanu
pacteopom 436 mr (3,8 mmonsi) hyMapoBoW KMCAOTbI
B 20 mn 6e3BogHOro mMeTtaHomna. 3ateM nepemeLuu-
Banu B TeyeHue 18 4 npu KOMHATHOW TemnepaType,
nocne 4ero oTuUNbLTPOBLIBANM Ha HyT4e Genble Kpu-
ctannbl. B pesynbTtate nonyyanun 812 mr (31%) dy-
Mapata 2-(1,4-gurmgpo-[1]6eH3onmpaHo[4,3-b]nup-
pon-1-un)-atunamuna (1:0,5) ¢ T.nn. 180°.

Mpumep 52

a) PactBop 1,9 r (10,0 mmonen) (RS)-2-(2-
0KCcoaTun)-4-xpomaHoHa u 80 mr n-tonyoncynbdo-
kmcroTbl B 70 mn 6e3BogHOro Tonyona Harpesanu B
BogooTAenuTtene. B kunAwwmin pactBop B TedeHuwe
5 munH gobasnsanu no kannam pacteop 3,0 r (40 mmo-
nen) (R)-1-amuHo-2-nponaxona B 20 mn 6e3Bo4HOroO
Tonyona. 3aTemM NpoJormKanM KunsaTuTb ele B Teye-
Hue 35 MUH, NpM4yem obbem pacTBopuTENs Cokpalla-
nm go 20 mn. OxnaXaeHHyl peakLMOHHYI CMeCb
ouMLLanM NocpeacTBOM KONOHOYHOW XpomaTorpadum
Ha cunukarene (sTunauertat/Tonyon 2:3). B pesynb-
Tate nonydarm 1,9 r (83%) (R)-1-(1,4-gurngpo-
[1]6eH30onupaHo[4,3-b]nuppon-1-un)-nponaH-2-ona B
BWAE >XEeNToro macna.

0) B oxnaxgeHnHbi go 0° pactBop 1,88 r
(8,2 mmonen) (R)-1-(1,4-gurngpo-[1]6eH3onmpaHo
[4,3-blnuppon-1-un)-nponan-2-oma u 4,57 wmn
(32,8 mmons) TpuatunammHa B 50 mn 6e3BogHoro
AvxrnopmeTaHa npu nepemMewunBaHnM gobaensanu no
kannam 1,27 mn (16,4 Mmonein) MeTaHCynbdOHWI-
Xropvaa v Npoaorxany nepeMeLunBaTh elle B Teye-
Hve 1,5 4 nNpu aTon Temnepartype. 3ateM peakLMoH-
Hylo cMecb pa3basnsanu 280 mn AuaTmnosoro acupa,
ABaXAbl NPOMbIBaNM COOTBETCTBEHHO MOPLMSMU MO
70 MN HacbILWeHHOro pacteopa ruapokapboHaTa Ha-
TpMS U coeduHeHHble BOAHble (ha3bl OOMH pa3 IKCT-
parmposanv ¢ nomotysto 70 Mn AM3TUNOBOrO adupa.
CoeaunHeHHble  opraHuyeckne pasbl  MPOMbIBANM
140 Mn HacbIWEHHOro pacTBopa xnopuaa HaTpus,
Cywmnu Hag cynbdatom MarHus v ynapusanu B Ba-
Kyyme. [MonyyeHHoe TBepAoe BeLLECTBO KOPUYHEBOIO
useta pacteopsiim B 50 mn 6e3BogHoro AMmeTwn-
dopmamunga, obpabateiBanu 1,0 r (15,2 mMmonen)
asuaa HaTpusi U peakUMOHHY0 CMeCb Harpesanu npu
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nepemewvBaHum B TedeHne 18 u go 60°. MNocne ox-
naxaeHus pactsop Bbinueanu B 140 mn BoAbl U ABa-
XAbl 9KCTparvpoBanu COOTBETCTBEHHO MOPLMSMU MO
140 mn gnatunosoro agmpa. CoegnHeHHbIe opraHu-
Yyeckue ¢asbl NPOMbIBaANM No OQHOMY pasy COOTBET-
ctBeHHO 100 mn Bogbl 1 100 M HackILWEHHOro pac-
TBOpa Xopuaa HaTpus, CyWunu Hag cynbdaTom
MarHus 1 KOHLEHTpMpOoBanu pacteop B Bakyyme. [lo-
fny4yeHHOe KopuyHeBoe Macno. B pesynbtaTe nonyya-
nm 1,67 r (80%) (S)-1-(2-asngonponun)-1,4-gurngpo-
[1]6eH3onupaHo[4,3-b]nuppona B Bnae GecuseTHOro
macna.

B) 1,65 r (6,5 mmonen) (S)-1-(2-asngonponun)-
1,4-gurnagpo-[1]6eHsonmpaHol4,3-blnnppona, pacrtso-
peHHoro B 60 mn 6e3BogHoOro aTaHona, rmapupoBanm
B npucyTcTBum 170 Mr oKUCK NNATUHBI B TEYEHUE 4 4.
3aTem OTMNLTPOBLIBaNM OT KaTanm3aTopa, NpoMbl-
BanuM 3TaHOMOM W OTFOHSANW PacTBOPWUTENb B BaKyy-
me. [NonyyeHHoe Takum nyTem OecuBeTHOe Macrio
pactBopsinn B 100 mn 6e3BOAHOrO AUITMIOBOrO
admpa, unbLTPoBanu U Npu nepemMellnBaHnm obpa-
6aTtbiBann pacteopoM u3 309 mr (2,67 mmons) dy-
MapoBow kucnotbl B 20 mn meTaHona. 3atem nepe-
MelumBanu B TedeHve 18 4 npu KOMHaTHOW Temnepa-
Type, nocrne 4ero oTWMbTPOBbIBaNK Oenble Kpu-
ctannbl. B pesynbtate nonyvanu 1,35 r (73%) dy-
mapata  (S)-1-(1,4-gurmapo-[1]6eH3onmpaHo[4,3-b]-
nuppon-1-un)-1-metunatunamuiya (1:0,5) ¢ T.nn. 194-
195°.

Mpumep 53

a) Pacteop 25 r (0,15 mons) 5-xnop-1-nHaaHoHa,
31 mn (0,36 monsa) 3-6yteH-2-ona n 250 mr n-tony-
oncynbgokucnoTsbl B 31 Mn 2,2-AUMeTOKcUnponaHa v
250 mn Ge3BogHOro ToNyona KWNATUAW B TeveHue
17 4 c obpaTHbIM X0NoAMIbHMKOM. 3aTeM peakuMoH-
HYI0 CMeCb KOHLIEHTPMPOBanu B BakyymMe U ouMLLanu
NMOCPeACTBOM KOMOHOYHOW XpomaTorpadum Ha cunu-
Karene (rekcaH/amaTunnoBbln acpup 5:1). B pesynbTa-
Te nonyyanm 11,9 r (36%) (RS)-2-(2-6yTeH-1-un)-5-
xrop-1-nHaaHoHa B BUAE XenToro macna.

6) Yepes oxnaxgeHHbIn go -70° pacteop 11,9 r
(53,9 mmons) (RS)-2-(2-6yteH-1-un)-5-xnop-1-nHaa-
HoHa B 200 mn 6e3BogHoro auxnopmeraHa u 100 mn
6e3B0gHOIrO MeTaHona nponyckanu npu nepemMeLuu-
BaHWM B TeyeHne 60 MMH NOTOK O30Ha (3 r 030-
Ha/vac). 3aTem pacTBop nNpodyBanu B TeYeHne 5 MuH
kucrnopodoMm 1 B TedeHne 10 MuH aproHom. [locne
pobaskn 5,9 mn (80,9 mmonen) gumetuncynbduaa
nepeMeLuMBany B Ted4eHne 16 4 npm KOMHaTHON TeM-
nepaType. PeakuMoHHyl0 CMecb ynapvBanu B Bakyy-
Me, ocTaTok obpabatbiBanu 50 mn guxnopmeTtaHa u
nocne go6askn 12 mn Bogbl 1 12 Mn TPUETOPYKCYC-
HOM KMCNOTbl NepemMeluBanu B TeyeHne 3 4 npu
KOMHaTHOW TemnepaType. 3aTeM CMecCb BbiMBanu B
100 mn BOAbI ¥ NpU NEpeMeLLINBaHNA HENTpann3oBa-
nn, gobasnsAs ¢ NOMOLLIO Wnatens rmgpokapboHaT
HaTpwusi. MNMocne aToro po6asnsnu ewe 100 mn BoAkl,
pasgensnu dasbl M BoAHyl hasy akcTparMpoBanu
COOTBETCTBEHHO nopuuamy no 150 mn anxnopmerta-
Ha. CoeauHeHHble opraHuyeckme dasbl CyLUUM Hag
cynbdaTtoM MarHusi, KOHLEHTPUpPOBanu B BaKyymMe U
MOSyYEHHbIN CbIPOV MPOAYKT KpUCTannvM3oBanmu M3
aTunauetarta/rekcaHa. B pesynbTtaTte nonyyanm 8,98 r
(80%) (RS)-2-(2-okcoaTun)-6-xnop-1-mHaaHoOHa B BU-
e 6enoro TBepAoro BeLlecTsa c T.nn. 66°.

B) PactBop 2 r (9,6 mmonen) (RS)-2-(2-okco-
aTun)-5-xnop-1-vHagaHoHa n 100 Mr n-Tonyoncynb-
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dokucnoTel B 90 mn 6e3BoAHOro Tonyona Harpesanu
B BogooTAenuTene. B kunAwwmii pactBop B TeveHue
5MvH no kannam pgobaensnu pacteop 2,88 r
(38,3 mmonein) (RS)-1-amuHo-2-nponaHona B 20 mn
6e3BogHoro Tonyona. 3aTeM MpoAoSpKanu KUNAaTUTb
ele B TedeHve 35 MUH, Npuyem obbem pacTBopuTe-
ns cokpawanu go 30 mn. OxnaxaeHHy peakLMoH-
HYI0 CMECb OYMLLANM NoCcpeacTBOM KOFIOHOYHOWM Xpo-
maTorpacdum Ha cunukarene (aTunauertart/Tonyon
1:1). B pesynbTate nonyyanu 1,9 r (80%) (RS)-1-(6-
xnop-1,4-gurnapoviHaeHo(1,2-b]nmppon-1-nn)-npo-
naH-2-ona B BMAe KOPUYHEBOrO Macrna, KOTopoe He-
NoCpeAcTBEHHO UCMOMb30Banu B MocreayroLlen pe-
akumn.

r) B oxnaxgeHHbn go 0° pactBop 1,9 r
(7,7 mmonen) (RS)-1-(6-xrop-1,4-ourmapovHaeHo
[1,2-blnuppon-1-un)-nponax-2-oma 1 43 MmN
(30,6 mmornen) TpuatunamuHa B 60 mn guxnopmeTa-
Ha npv nepemewvBaHuM [o6aBnANM MO Kanmnsam
1,2 mn (15,3 mMmonen) meTtaHcynbdoHUnNxnopuga u
npogorKanu nepemelunBaTtb ele B TeveHne 1,5 4
npu aTon Temnepatype. 3aTeM peakLMOHHYI CMeCh
pasbasnanu 150 mn guxnopmeTaHa, ABaxabl Mpo-
MbIBanu COOTBETCTBEHHO nopumsMu no 70 mMn Hackl-
LLleHHOro pacTBopa rugpokapboHaTa HaTpus U Cco-
edViHeHHble BoAHble (ha3bl OOMH pa3 KCTparnposanm
¢ nomoLpto 70 mn guxnopmertaHa. CoegnHeHHbIe op-
raHnyeckvne asbl NpombiBany 70 M HacbILLEHHOro
pacTBopa Xrnopuaa HaTpus, CyLUMNW Hag cynbdaTom
MarHus v ynapveanu B Bakyyme. NonyyeHHoe kopuy-
HeBoe macno pacteopsiiu B 40 mn 6e3sogHoro Au-
meTundopmamuga, obpabateiBanu 1,0 r (15,3 mmo-
new) asuga HaTpUs U peakLMOHHYI0 CMeChb Mpu nepe-
MeLUUBaHUM HarpeBanu B TedeHue 17 4 go 50°. lNo-
cne oxnaxaeHusa pactsop Bbinmsanu B 140 mn BoAbl
W ABaXAbl 3KCTparMpoBany COOTBETCTBEHHO MOpLMs-
Mn no 140 mn Aguatunosoro admpa M oauvH pas
140 mn atunauetata. CoedMHEHHbIE OpraHMYyeckue
asbl NPOMbIBaNu Mo OAHOMY pa3dy COOTBETCTBEHHO
140 mn Boabl 1 140 MN HacbILLEHHOro pacTBopa XIo-
puga HaTpus, CylWMnu Hag cynbdatoM MarHus u
KOHLIEHTPMpOBanu pacteop B Bakyyme. [MonyyeHHoe
KOpPWMYHEBOE Macso o4vumLLany NocpeacTBOM KOMOHOY-
HOW xpomartorpachmm Ha cunukarene (tTonyon). B pe-
synbTate nonyyanu 0,8 r (38%) (RS)-1-(2-asugonpo-
nun)-6-xnop-1,4-gurngpovnHaeHo[1,2-bjnuppona B Bu-
Ae Macra enTtoBaToro uBeTa.

a) 0,8 r (2,9 mmons) (RS)-1-(2-asmgonponun)-6-
xnop-1,4-aurngponHaeHo[1,2-bjnuppona, pacTBopeH-
Horo B 80 mn 6e3BogHOro aTaHona, rMapvpoBanu B
npucytcteun 80 Mr oKucKM NNatuHbl B TedeHne 3 \.
3aTem OTUNbLTPOBLIBaNM OT KaTanm3aTopa, NPoMbl-
Banu 3TaHOMOM W pacTBOPUTENb OTFOHANM B BaKyy-
me. MonyyeHHoe GecuBeTHOe Macno pacTBOpsSNU B
150 mn 6e3BogHOrO AMATMNOBOrO 3gmpa, PUnbTPo-
Banu v npv nepemMeLueaHum obpabaTeiBany pacTeo-
pom 170 mr (1,46 mmons) ymapoBOW KUCIOThbl B
15 Mn meTaHona. 3aTem nepemMelLvBann B TeyeHue
44 npu KOMHaTHOW TemnepaTtype, mocrne 4ero OT-
dunbTpoBbiBany benble kpuctannel. B pesynbtate
nonyyvanu 780 wmr (87%) dymapara (RS)-2-(6-xnop-
1,4-gurngpounHaeHo[1,2-blnnppon-1-un)-1-meTtun-
atunamwunHa (1:0,5) c T.nn. 212°.

Mpumep 54

a) Pacteop 11,9 r (66,7 mmonein) 7-meToKcu-4-
xpomaHoHa, 13,8 mn (0,16 mons) 3-6yTeH-2-omna u
120 Mr n-tonyoncynbokUcnoTbl B 14 Mn 2,2-agumeT-
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okcunponaHa 1 120 mn 6e3BogHOro Tonyona KUNATK-
nn B TedeHne 24 4 ¢ obpaTHbIM XonoaunbHUKoM. 3a-
TEeM peakLMOHHYI0 CMeCb KOHLEHTPUpOoBanu B Bakyy-
Me M ouMLanu NocpeacTBOM KOMOHOYHOM XpomaTo-
rpacdum Ha cunukarene (rekcaH/AMaTUNOBLIN 3P
4:1). B pesynbtaTte nonyyanu 6,3 r (41%) (RS)-2-(2-
OyTeH-1-un)-7-MeToKCH-4-XpoMaHoOHa B BUAE XKENTO-
ro macna.

6) Yepes oxnaxgeHHbln o -70° pacteop 6,25 r
(26,9 mmonen) (RS)-2-(2-6yTeH-1-un)-7-meToKCK-4-
xpomaHoHa B 90 mn 6e3BO4HOrO AMXIopMeTaHa U
30 mn 6e3BogHOr0 MeTaHomna nponyckanu npu nepe-
MeLlMBaHWM B TeyeHne 1 4 MOTOK o3oHa (3 r o30-
Ha/yac). 3aTem pacTBop NpoAayBanu B TeyeHue 5 MuH
KucrnopoaoMm U B TedeHne 15 MuH aproHom. [locne
pobaskn 3 mn (40,5 mmonen) aumetuncynbduaa ne-
pemMelumBanu B TedeHne 16 4 npu KOMHaTHOW Temne-
paType. 3aTeM peakUMOHHYIO CMeChb ynapusanu B Ba-
Kyyme, octaTtok obpabaTeiBanv 60 mn guxnopmeTtaHa
n nocne go6askn 15 mn Boabl U 15 Mn TpudTopyK-
CYCHOW KWCIOTbl NepemMeLuvBany B TedeHue 3 4 npu
KOMHaTHOW Temnepatype. [locrne 3Toro peakumoHHYHo
cMech Bbinmeanu B 100 mn BoAbl U Npu nepemeLun-
BaHWUU HenTpanuaosanu, 4obaBnss ¢ NOMOLLBIO Luna-
Tensa rmgpokapboHaT HaTpus. 3aTem gobasnanu ewle
70 mn Bodbl, pasgenanu dasbl U BOAHYO a3y ABa-
XAbl 9KCTparMpoBanu COOTBETCTBEHHO MOPLMSMU MO
100 mn amxnopmeTtaHa. CoegnHeHHbIE OpraHu4eckne
a3kl cywumnu Hag cynbdaToM MarHusi U KOHLEHTpU-
poBanu B Bakyyme. B pesynbTate nonyvanu 2,9 r
(49%) 2-(2-okcoaTun)-7-MeToKCU-4-XpOMaHoHa B BUW-
[e xenToro macna.

B) Pacteop 2,38 r (10,8 mmonen) (RS)-2-(2-
OKCO3TWIM)-7-MeTOoKCU-4-xpoMaHoHa 1 80 mr n-tony-
oncynbdokucnoTel B 90 mn 6e3BogHoro Tonyona Ha-
rpesanu B BogooTAaenutene. B kunsawwmn pacteop B
TeyeHne 5 MWH no kannam gobaenanu pacteop 3,25 r
(43,2 mmons) (RS)-1-amuHo-2-nponaHona B 20 mn
6e3BogHoro Tonyona. 3aTem MPOAOIDKaNM KUNATUTbL
ewle B TedyeHne 35 MWH, Npuyem obbem pacTBopuTe-
na cokpawanu go 20 mn. OxnaxgeHHy peakLoH-
HYI0 CMeCb O4MLLanu NocpeacTBOM KOMOHOYHOW Xpo-
matorpadumM Ha cwunukarene (3Tunauerat/Tonyon
2:3). B pesynbTate nonyyanu 1,95 r (70%) (RS)-1-
(1,4-gnrngpo-8-metokeun-[1]6eH3onunpaHo[4,3-b]nmp-
pon-1-un)-nponaxH-2-ona B BM4e Macna KOpu4YHeBOro
uBeTa.

r) B oxnaxgeHHewr go 0° pactBop 1,92 r
(7,4 mmonen) (RS)-1-(1,4-anrnapo-8-metokcmn-[1]6eH-
3onupaHo[4,3-bJnnppon-1-un)-nponaH-2-ona "
4,13 mn (29,6 mmonen) TpuatunamuHa B 50 mn 6e3-
BOOHOIO AUXIOPMETaHa npu nepemelunBaHun [o-
6aBnanm no kannsm 1,15 mn (14,8 mMmoneit) meTan-
cynbdOoHWUMXNopuaa “ NpoaosKanu nepemelunBaTtb
ewe B TedyeHne 1,5 4 npu aton TemnepaTtype. 3aTem
peakuMoHHy0 cMecb pasbasnsanu 280 mn guatuno-
BOro admpa, ABaxAdbl NPOMbIBaNM COOTBETCTBEHHO
nopumsMmn no 70 MmN HacbIWEHHOro pacTeopa rmgpo-
kapboHaTa HaTpus M CoeAuHEeHHble BOAHble hasbl
OOMH pa3 aKCTparnposanu ¢ nomoubo 70 Mn Anatu-
nosoro adpupa. CoeauHeHHble opraHuyeckune dasbl
npombiBany 140 Mn HacbILWEHHOro pacTBopa XIopu-
Oa HaTpus, CyWwunn Hag cynbdaToM MarHus u yna-
pvBanu B Bakyyme. [MonyyeHHOe KOpUYHEBOE Macno
pactBopsinu B 50 mn 6e3BogHoro AumMeTundopm-
amuga, obpabatbiBanu 0,96 r (14,8 mmonein) asuaa
HaTpus M peakuMOHHYI0 CMeCb Mpu nepemMeLlnBaHnm
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HarpeBanu B TeveHue 18 4 go 60°. Mocne oxnaxae-
HUSA pacTtBop BbinuBanu B 140 mn BOAbl U ABaXAbl
3KCTparMpoBanu COOTBETCTBEHHO MOpUMSIMU MO
140 mn guatunosoro acdmpa. CoegnHeHHbIE opraHu-
Yeckve dasbl NPOMbIBANM No 0gHOMY pasy COOTBET-
ctBeHHOo 100 mn Bogbl 1 100 M HacbIWEHHOro pac-
TBOpa Xfopuga HaTpus, CyWuUnu Hag cynbgaTom
MarHusi 1 KOHLeHTpMpoBanu pacteop B Bakyyme. [lo-
ny4YyeHHOe KOpUYHeBOE Macro oYL any nocpeacTsoM
KONTOHOYHOW Xpomartorpadvu Ha cunvkarene (Tony-
on). B pesynbtate nonyvanu 1,58 r (75%) (RS)-1-(2-
asugonponwun)-1,4-gurnapo-8-metokcu-[1]6eH3onupa-
Ho[4,3-b]nuppona B BMae OecLBeTHOro Macna.

a) 1,57 r (5,5 mmonen) (RS)-1-(2-asugonponun)-
1,4-amrnppo-8-metokcu-[1]6eH3onnparo[4, 3-b]nnppo-
na, pactBopeHHoro B 60 mn 6e3BogHoro ataHona,
rmapuposanu B npucytcteumn 160 Mr okucy nnaTuHbl
B TeyeHune 17 4. 3aTem oTMNbTPOBLIBANU OT KaTa-
nu3artopa, NpomblBany 3TAHOMOM W OTIOHSAMM pac-
TBOpUTENE B Bakyyme. [lonyyeHHoe 6OecuBeTHOE
macno pacteopsiiu B 100 mn 6e3BogHoro guatuno-
BOro adwmpa, unbTpoBanu 1M Npu nepemelunBaHum
obpabatbiBanu pactsopoM 281 mr (2,45 mmonsi) dy-
MapoBow kucnoTel B 20 mn MeTaHona. 3atem nepe-
MelumBanu B TedeHne 18 4 npu KOMHaTHOW Temnepa-
Type, mnocne 4ero oTWUMbTPOBbIBanu Oenble Kpu-
ctannel. B pesynbtate nonydanun 1,42 r (86%) dy-
mapata (RS)-1-(1,4-gurngpo-[1]6eH3onunpaHo[4,3-b]
nuppon-1-un)-1-metnnatunamuya (1:0,5) ¢ T.nn. 197-
198°.

Mpumep 55

a) PactBop 50,0 r (0,31 monsa) 5-meTtokcu-1-
nHaaHoHa, 80 mn (0,92 mons) 3-6yTeH-2-ona, 132 mn
(1,08 monsa) 2,2-gumeTtokcunponaHa u 600 mr n-
Tonyoncynbgokncnotel B 500 Mn Tornyona Harpesa-
nm po kunadeHus. O6pasylolytocs cMmecb MeTa-
HOM/aueToH OTFOHSNKW, MOCfe Yero peakUMOHHbIN
pacTBOp MPOAOIKanNM KUNATUTL elle B TedeHne 48 4
¢ obpaTHbIM XxornogurnbHUKOM. [locne oxnaxgeHus
pacTBop ynapusanu B Bakyyme. [locne oumctku Ha
cunukarene (rekcad/gnatunosbin acdup 5:1) nonyva-
mm 19,2 r (31%) (RS)-2-(2-6yTeH-1-un)-5-meTokcun-1-
WHOAHOHA B BUAe Macrna CBETNI0-XeNToro uBeTa.

6) Yepes oxnaxgeHHbln go -70° pacteop 19,2 r
(89 wmmonen) (RS)-2-(2-6yTteH-1-un)-5-meTokcu-1-
uHaaHoHa B 600 mn 6e3BogHOro MetaHona npu ne-
pemeLuMBaHMM npornyckanu B TeyeHne 85 MUH O30H
(3 r o3oHalyac). 3aTem pacTBOp MpoAyBanu Kucro-
poAoMm, Mocne Yero B XONoAHbIN pacTBop Jo6aBnsanm
9,1 mn (0,12 monsa) gumetuncyneduga. B TedeHve
HOYM pacTBOP OCTbIBan A0 KOMHaTHOW TemnepaTypbl,
rocne 4ero ero ynapveanu B Bakyyme. OctaTok xpo-
mMaTorpadupoBanu (GUXIToOpMeTaH) Ha KOMOoHKe C Mo-
MoLLb0 aacopbupoBaHHOIO Ha cunvkarene pacTeopa
wasenesow kncnotbl (600 r cunukarens/100 mn 10%-
HOro pacTBopa LuaBeneBon Kucnotbl). B pesynbTtate
nonydanu 14,1 r (78%) (RS)-2-(2-okcoaTun)-5-meTok-
cu-1-nHgaHoHa B BMAe XenToro macna.

B) Yepe3 oxnaxgeHHbIn go -70° pactBop 13,3 r
(61,5 wmmonsa) (RS)-2-(2-6yTeH-1-un)-5-meToken-1-
uwHaaHoHa B 200 mn 6e3BogHOro guxropmeraHa u
100 mn 6e3BogHOro MeTaHomna npu nepeMmeLLMBaHnm
nponyckanu B TedeHne 60 MMH NoTok o3oHa (3 r 030-
Ha/yac). 3aTem pacTBop NpoAdyBanun B TedeHne 5 MuH
kucnopodoM U B TedeHne 10 MuH aproHom. [locne
nobaskn 6,82 mn (92,2 mmons) aumetuncyneduaa
nepemMeLuBany B Te4eHme 16 4 npu KOMHaTHON TeM-
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nepatype. PeakumoHHyt0 CcMecb ynapvBanu B Bakyy-
Me, ocTaTok obpabaTtbiBann 200 mn guxnopmeTtaHa v
nocne gobasku 25 mn Bogdbl 1 25 mn TpndTOPYKCyC-
HOM KMCNOTbl NepeMelunBann B TeyeHne 3 4 npu
KOMHaTHOW TemnepaTtype. 3aTeM CMecCb BbinMBanu B
100 mn BoAbl M NpW NepemMelLnBaHUn HelTpanM3oBa-
nn, pobaBnss ¢ NOMOLBIO LWnaTens rmgpokapboHaT
HaTpusi. 3atem gobaensanum ewe 100 mn BoAkl, pas-
aensanu dasel U BOAHYH dasy ABaxabl IKCTparmpo-
Barnun COOTBETCTBEHHO nopumamu no 150 mn guxrnop-
meTaHa. CoefMHeHHble opraHudeckne asbl cyLumnm
Hag cynbdatoM MarHus 1 KOHUEeHTpupoBanu B Ba-
Kyyme. B pesynbTtate nonyyanm 11,6 r (92%) (RS)-2-
(2-okcoaTnn)-5-meToKeK-1-MHAaHOHa B BUAE XKENTOro
mMacna, kotopoe 6e3 AanbHelLleh OYMCTKM WCMOorb-
30Banu B nocregyoLen peakumm.

r) Pacteop 2 r (9,8 mmonen) (RS)-2-(2-okco-
3TUN)-5-MeTokcmn-1-nHgaHoHa 1 80 Mr N-Tonyoncysb-
dokmcnoTel B 90 mn 6e3BoAHOrO Tonyona Harpesanm
B BogooTAenuTene. B kunawwmin pactBop B TeveHue
5MuH no kannam pobaensanm pactBop 2,94 r
(39,2 mmonen) (RS)-1-amuHo-2-nponaHona B8 20 mn
6e3sogHoro Tonyona. 3aTemM MpoOAoSHKanNy KUNATUTbL
elle B TedeHne 35 MWH, Npuyem obbem pacTeBopuTe-
na cokpawanu go 25 mn. OXnaxaeHHy peakLoH-
HYI0 CMeCb O4MLLanu NocpeacTBOM KONOHOYHOW Xpo-
matorpacduM Ha cwunukarene (3Tunauerart/Tonyon
1:1). B pesynbTarte nonyyanu 1,6 r (67%) (RS)-1-(6-
meTokcu-1,4-gurnapounHaeHo[1,2-bjnnppon-1-un)-
nponaH-2-ona B BMAE KOPWYHEBOrO Macna, KoTopoe
HernocpeACTBEHHO WCMOMb3oBanM B NoOcneayloLein
peakuuu.

n) B oxnaxgeHHbin pgo 0° pactBop 1,41 1
(5,8 mmonewt)  (RS)-1-(6-meTokcu-1,4-gurngponHae-
Ho[1,2-blnuppon-1-un)-nponanH-2-ona un 3,24 wmn
(23,2 mmons) TpuaTunammHa B 50 mMn guxnopmeTtaHa
npu nepemelumBaHun gobasnsanu no kannam 1,9 mn
(11,6 mmonei) meTaHcynboHUNXIopuaa 1 Npoaon-
Xanv nepemelunsaThb elle B TedeHne 1,5 4 npu aTon
TemnepaTtype. 3aTteM peakuMOHHYyl0 cMmecb pa3bas-
nanu 150 mn gmatunosoro adupa, ABaxAbl MPOMbI-
BanM COOTBETCTBEHHO nopuusimn no 70 mn Hacbl-
LLleHHOoro pacTBopa ruapokapboHaTa Hatpusa U co-
eVHeHHble BoAHble a3kl OAMH pa3 aKCTparMpoBanm
¢ nomolblo 70 mn anatunosoro acpupa. CoeguHeH-
Hble opraHudeckve asbl npombiany 70 mMn Hachbl-
LLleHHOro pacTBopa Xxfopwga HaTpus, CyLUMnu Hag
cynbdatoM marHusa u ynapvsanu B Bakyyme. lNony-
YeHHOe KopuyHeBOoe macno pacTeopsanu B 40 mn 6es-
BOOHOTO  AuMeTundopmamuga,  obpabaTtbiBanu
558 mr (8,6 Mmonei) asvga HaTpUS U PeakLMOHHYIO
CMeCb Harpesanu npu nepeMellBaHnuM B TeyeHune
7 4 go 60°. MNocne oxnaxgeHus pacTBoOp BbiNMBanu B
140 mn BoAbl M ABaXAbl AKCTparMpoBanu CoOOTBETCT-
BEHHO nopumsmMn no 140 mn AnaTUnoBoro adwmpa.
CoeaunHeHHble opraHudeckne asbl NpombiBanM Mo
ofiHomy pasy cootBeTcTBeHHO 140 mn Boabl n 140 mn
HacCbILEHHOro pacTBoOpa Xfopuga HaTpus, Cywunm
Hag cynbdaTtoM MarHus W KOHLEHTPMpOBanu pac-
TBOp B Bakyyme. [lonyyeHHOe KOpUYHEBOEe Macno
oyumLiany nocpeacTBOM KOFIOHOYHOWM xpomaTtorpadum
Ha cunukarene (Tonmyon). B pesynbTate nomny4yanu
0,75 r (48%) (RS)-1-(2-a3ngonponwun)-6-meTokeu-1,4-
avrngpovHaeHo[1,2-blnvppona B Buae 6ecLBeTHOro
macna.

e) 0,75 r (2,8 mmons) (RS)-1-(2-asngonponwun)-6-
mMeTokcu-1,4-aurnapovHaeHol1,2-bjnnppona, pacTtso-
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peHHoro B 30 mn 6e3BogHOro aTaHona, rmapyvpoBanm
B npucyTcTBUM 60 Mr okMCK NnaTuHbl B TeveHne 16 u.
3aTtem OTunbLTPOBLIBaNM OT KaTanusaTopa, NPOMbI-
Banu 3TAaHOMOM W pPacTBOPUTENb OTIOHANW B BaKyy-
me. [MonyyeHHoe GecuBeTHOe Macno pacTBOpPSNU B
50 mn 6e3BogHoro AnaTunoBoro adupa, hunsTposa-
nM n obpabaTtbiBanu npu nepemeluMBaHMn pacTBo-
pom 324 wmr (2,79 mmons)) ¢oyMapoOBOW KUCIOTbl B
50 mn meTaHomna. 3aTtem nepemeluMBanu B TeveHue
16 4 nNpu KOMHaATHOW TemnepaTtype, Nocre 4ero oT-
dunbTpoBbiBany Genbie Kpuctannel. B pesynbtaTe
nonyvann 530 wmr (63%) dymapata (RS)-2-(6-mert-
okcu-1,4-gurmapounnaeHol1,2-blnuppon-1-un)-1-me-
TunatunamuHa (1:0,5) ¢ T.nn. 189°.

Mpumep 56

a) Pacteop 1,9 r (10,0 mmonei) (RS)-2-(2-okco-
atun)-4-xpomaHoHa u 80 Mr n-Tonyoncynboknc-
notel B 70 mn 6e3BO4HOrO TOMNyorna Harpesanu B BO-
pootaenuTene. B kunawmn pacteop B Te4eHue 5 MuH
no kannam pob6asnsnu pacteop 3,0 r (40 mMmonew)
(8)-1-amuHo-2-nponaHona B 20 mn 6e3BogHOro To-
nyona. 3atem npogormkany KUnsiTUTb elle B TedeHne
35 MuH, npuyem obbem pacTBOpUTENS COKpalianm
A0 20 mn. OxnaxgeHHylo peakuMOHHY CMeCb O4u-
Lan” NnocpeacTBOM KOMOHOYHOW XpomaTorpadum Ha
cunukarene (atunauetat/tonyon 2:3). B pesynbtate
nonysanm 1,73 1 (76%) (S)-1-(1,4-gurmapo-
[1]6eH30onupaHo[4,3-b]jnnppon-1-un)-nponaxH-2-ona B
BWAE XXeNToro macna.

©0) B oxnaxaeHHein go 0° pacteop 1,7 r (7,4 MMo-
nen) (S)-1-(1,4-gurngpo-[1]6eH3onmpaHo[4,3-b]-nnp-
pon-1-un)-nponax-2-ona un 4,13 mn (29,7 mmonen)
TpuatunamuHa B 50 mn 6e3BogHOro AuxiopmeraHa
npv nepemelunBanmn gobaensanu no kannsm 1,15 mn
(14,8 mmonew) meTaHcynbgOHUNXIopMaa U NPOAOS-
Xanu nepemelunsaTb eLle B TedeHue 1,5 4 npu aton
TemnepaTtype. 3atem peakuMOoHHyl cMmecb pasbas-
nanm 200 mn aMatunosoro adupa, ABaXAbl NMPOMbI-
Banu COOTBETCTBEHHO MopuusMn no 70 mn Hackl-
LLleHHOro pacTBopa ruagpokapboHaTa HaTpus U co-
edVHeHHble BoAHble (ha3bl OOMH pa3 KCTparnposanm
¢ nomMolwpbo 70 mn anatunosoro acpupa. CoequHeH-
Hble opraHuyeckne gasbl npombiBanu 140 mMn Hacbl-
LLleHHOro pacTBopa Xflopuaa HaTpus, Cyvnu Hag
cynbdatoM marHus 1 ynapusanu B Bakyyme. lNony-
YeHHOe TBepAoe BeLeCTBO KOPUYHEBOrO LiBETa pac-
TBOpsiNM B 50 mn 6e3BogHOro gumertundopmammaa,
obpabateiBanu 0,88 r (13,5 MMonen) asnga HaTpWs 1
peakUMOHHYI0 CMeCb HarpeBanv npu nepemeLLmBa-
HuUM B TedeHne 18 4 go 60°. Mocne oxnaxaeHns pac-
TBOP BbiNMBanu B 140 Mn BoAbl 1 ABaXAbl 3KCTparu-
poBanu COOTBETCTBEHHO nopuusmu no 140 mn au-
aTunosoro agumpa. CoegnHeHHble opraHnyeckue da-
3bl NpOMbIBANM NO OOHOMY pasy COOTBETCTBEHHO
100 mn Boabl 1 100 MN HacbILWEHHOro pacTBopa Xro-
pvga HaTpus, CyLMnW Hag CcynbdatoM MarHus u
KOHLIEHTpMpOBanu pacteop B Bakyyme. [MonyyeHHoe
KOpPWMYHEBOE Macro o4uLLany NocpeacTBOM KOMOHOY-
HOW xpomatorpacmm Ha cunukarene (tTonyon). B pe-
synbTate nonydarm 1,49 r  (79%) (R)-1-(2-
asuponponun)-1,4-gurnapo-[1]6eHsonupaxo[4,3-b]
nvppona B Buae 6ecuBeTHOro Macna.

B) 1,47 r (5,8 mmonen) (R)-1-(2-asngonponun)-
1,4-gurmagpo-[1]6eHsonmpaHol4,3-blnuppona, pactso-
peHHoro B 60 mn 6e3BogHOro aTaHona, rmapupoBanm
B npucytcteum 150 Mr okucu nnaTtuHbl B TeveHue
18 u. 3aTem OT(UNLTPOBLIBANK OT KaTanusaTopa,
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NpoMbIBan 3TaHOMOM W OTFOHSANW PacTBOpPUTENb B
Bakyyme. [NonyyeHHoe 6GecuBeTHOe Macno pacTBoO-
psim B 100 mn Ge3BogHOro AUATMNOBOrO 3dwmpa,
dunbTpoBanu 1 nNpu nepemMelunBaHumM obpabaTtbiBa-
nn pacteopom 294 mr (2,53 mmonsi) doymapoBoK Ku-
crnotel B 20 Mn meTaHona. 3ateM nepemelLvBanv B
TeyeHne 18 4 Npu KOMHaATHOW Temnepartype, nocne
Yyero oTdunbTpoBbIBaNM OGenble kpucTannbl. B pe-
synbTate nonyyarm 1,3 r (79%) dymapara (R)-1-
(1,4-gurugpo-[1]6eH3onmpaHo[4,3-blnnppon-1-un)-1-
metunatunamuHa (1:0,5) ¢ 7.nn. 194-195°.

Mpumep 57

0,5 r (1,8 mmons) N-[2-(4,5-gurngpo-7-meTokeu-
1H-6eH3[g]luHaon-1-nn)atun]-auetammaa Harpesanm
B aTMocdepe aproHa B 21 Mn 3TUneHmukons/soabl
2:1 B npucytcteum 0,60 r (10,7 MMoneit) rmapookmcu
kanus B TedeHne 23 4 go 140°. MNocne oxnaxxaeHus
peakuuoHHyto cMecb BbinuBany B 100 mn nonykoH-
LeHTPUPOBaHHOIO pacTeopa xnopuga Hatpus. 3atem
TPWXAbI 9KCTpPArmposanu C MOMOLLbI AW3TUNOBOTO
admpa, coeduHEeHHble IKCTPaKTbl OAUH pa3 MpPOMbl-
BanM HacbILWEHHbIM PacTBOPOM XMOpuAa HaTtpus,
cywumnu Hag cynbdaTtom HaTtpus, unbTpoBanm u
ynapveanu. Cbipo npogykT pactBopsinu B 20 mn gu-
3TMNoBoro achupa 1 no kannam gobasnsnu B pac-
TBOp 245 ™mr (2,11 mmons) cbymapoBO/ KUCIOThbl B
20 mn meTaHomna. 3aTteM nepemellMBany B TeveHue
1 4, nocne yero oTUNLTPOBLIBANWN KpUCTaNsbl Xen-
ToBaToro ugeta. B pesynbTate nonydanu 241 mr
(38%) dymapata 2-(4,5-gurngpo-7-metokcu-1H-
6eH3[g]uHgon-1-un)-atunamuHa (1:0,8) ¢ T.nn. 195°.

Mpumep 58

a) 35,25 r (0,2 mons) 5-meTokcu-1-TeTpanoHa u
61 mn (0,8 mons) N,N-gumeTnnrmgpasmHa Harpesanm
B aTMocdpepe aproHa B TeyeHve 5 4 go npubnusu-
TenbHo 80°. MNocne oxnaxaeHus gobaensanu 200 mn
10%-Horo pactBopa Xxnopuga HaTpust M HECKOSbKO
pa3 aKcTparmposanv ¢ NMOMOLLb0 AUITUNOBOro 3dhu-
pa. 3aTeM cywwunu Hag cynbdaTtoMm Hatpws, punbT-
poBanu n ynapusanu. MacnsHUCTbIN OCTaTOK OTro-
HSMW C MOMOLLBIO KOMOHKM Burpo (10 cm). B pesynb-
TaTe nony4yanu npu 85-95/0,1 mbap 36,4 r (83%) 5-
mMeTokcu-1-tetpanoH-N',N'-aumeTunruapasoHa B BuU-
[e xenTtoro macna.

6) 3,12 r (14,3 mmone#) 5-meTokcu-1-TeTpanoH-
N',N'-gumetunrugpasoHa n 4,15 mn OMI1 pacteops-
nn B atmocdepe aproHa B 70 mn abcontoTtHoro TI®
1 oxnaxganu go -75°. MNMocne atoro no kannsim goda-
Bnsnu 10,7 mn 1,6 M pactBopa H-6yTunnutus B rek--
caHe. 3ateM B TeueHue 1 4 nepemMeLumBanu npm -75°,
nocre 4ero MeaneHHo obpabateiBanm 2,0 MmN
(17,1 mmonei) GpoMaueTansaervaommeTunaseTans.
Cwmecu AaBanu HarpeTbcst 40 KOMHaTHOW Temnepary-
pbl U NepeMewwBanu B TedeHne 26 u. MNpu npnbnu-
3uTenbHo 0° pobaensanu 20 mn BoAbl U TPWKAbI 3KCT-
parypoBanu ¢ nomMoLlpto atunauetata. NMocne cywku
Hag cynbdgaToM HaTpus unbTpoBanu, ynapusanu,
nocrie Yero ocTaTok XxpomaTorpacupoBany Ha cunu-
Karere cHayana C NOMOLLBIO Tonyona, a 3aTem To-
nyonal/atunauetata 9:1. B pesynbtate nonyyanu
1,62 r (37%) 2-(2,2-gpumeTokcu-1-3Tun)-5-meToken-1-
TtetpanoH-N',N'-gumetunrugpasoHa B Buge macna.

B) 280 mr (0,9 mmons) 2-(2,2-gumeTokeu-1-aTun)-
5-meTokeu-1-tetpanoH-N',N'-gumetunrugpasoHa pac-
TBOpPsiNM B 12,5 mn TI'®, nocne yero gobaensanm 5 mn
docdaTHoro bydepa (nonyyeHHoro u3 2 mn 1/15 M
ruapodocdata kanua n 3 mn 1/15 M rmgpodocdara
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AvHatpus), a Takke 156 mr (0,9 mmons) aurngpara
xnopuga meam (ll). MNocne nepemelBaHus B Teye-
Hue 3,5 r Npu KOMHaTHOM TemnepaType peakuus 3a-
KaHunBanace. 3atem obpabatbiBanm 10 mn 20%-Horo
pactBopa xrnopuga ammonusa n 0,8 Mn KOHUEHTpMpoO-
BaHHOrO ammmaka. locne aToro HeCKOMbKO pa3 3KCT-
parMpoBany C NOMOLLBIO 3TunaueTara, Cylumnu Hag
cynbdatom HaTpus, ounbTpoBanu n ynapusanu. Oc-
TaToK XpoMaTorpacdupoBanu Ha cunukarene cHavana
C MoMoLLbio Tonyona, a 3ateM Tonyona/atunauerara
9:1. B pesynbtate nonyvanu 180 mr (80%) 2-(2-
0KCO3TUM)-5-MeToKCK-1-TeTpanoHa B BuAe XenTosa-
Toro macna (R#=0,31, cunukarens  (Tony-
on/atunauetat 9:1)).

r) 175 wr (0,7 mmons) 2-(2-okcoaTtun)-5-meToken-
1-TeTpanoHa n 144 mr (1,4 mmons) N-aueTunatunex-
AvamuHa HarpeBanu ¢ obpaTHbIM XOMNOAUMbHUKOM B
aTtMmocdepe aproHa B 4 M YKCYCHOW KUCMOTbI B Te-
YeHune 1,5 4. PactBoputens yaansnu B Bakyyme, oc-
TaToOK pacTBoOpsAnM B 25 mMn BoAbl M HECKONbKO pa3
3KCTparvpoBanu ¢ NOMOLLBIO AuxropmetaHa. lNocne
xpomartorpapum Ha 20 r cunukarensi ¢ MOMOLLBIO
aTunaueTarta nony4anu okpalleHHoe B 3efleHOBaThbIN
uBeT macno. [ns o4McTKM Kpuctannusosanu us To-
nyona. B pesynbTtate nonydanu 91 mr (46%) N-[2-
(4,5-anrngpo-6-metokeu-1H-6enHs[gluHgon-1-mn)-
atun]-auetamuga c 1.nn. 133°.

a) 3,34 r (11,7 mmons) N-[2-(4,5-gurmgpo-6-meT-
okcu-1H-6eH3[gluHgon-1-un)atun]-auetammuaa Harpe-
Banu B aTMmocdpepe aproHa B 75 M STUMNEHNUKO-
na/sogbl 2:1 B npucytctBum 3,93 1 (58,8 mmonen)
rmapookucu kanus B Tevenve 23 4 go 140°. Mocne
OXN&KAEHNS1 pPEeaKUMOHHYI0 CMeCb BbiMBanM B
300 MmN MOMYKOHUEHTPUPOBAHHOIO pacTBopa XIopu-
Aa HaTpus. 3aTem TpwXKabl AKCTparmpoBanu ¢ NOMo-
Wb OMITUIIOBOrO 3dhmpa, CyMnu Hag cynbdaTtom
HaTpus, dunbTpoBanu 1 ynapusanu. Cbipoi NpogykT
pactBopsnn B 30 mMn meTaHona u obpabaTtbiBanu
1,61 r (13,8 mmonelt) dbymapoBoi Kucnotbl. Beinas-
LUMe Kpuctanibel nepekpucrannu3oBbiBanvM u3 B 06-
wen cnoxHoctn 140 mn mMetaHona. B pesynbTate
nonyvanu 3,8 r (90%) dymapara 2-(4,5-gurnapo-6-
meTokeu-1H-6eH3[gluHgon-1-un)-atunamuda  (1:1) B
BUZE XKeNToBaThbIX KpUcTanmnos ¢ T.nmn. 198°.

Mpumep 59

6,30 r (22,2 mmonsa) N-[2-(4,5-gurmgpo-8-meT-
okcun-1H-6eH3[gluHgon-1-un)atun]-auetammga Harpe-
Banu B aTMmocdpepe aproHa B 64 Mn STUMEHTMUKO-
nsa/sogbl 2:1 B npucytcteum 7,40 r (132 mmons) rma-
pookucy kanus B TedeHne 21 4 go 140°. Mocne ox-
naxaeHus peakuMoHHYI0 cmecb Bbinmusanu B 250 mn
MONyKOHLEHTPMPOBaHHOrO pacTeBopa xropuga Ha-
Tpua. 3aTemM TpWXKAbl 3KCTparMposanv C MOMOLLbIO
ANSTUNOBOro 3chmpa, COEAUHEHHbIE 3KCTPaKTbl OAUH
pa3 MpOMbIBanM HacblLLEeHHbIM PacTBOPOM XropuAaa
HaTpus, Cylnnun Hag cynbdaToM HaTpusi, UbLTPo-
Banu un ynapueanu. Cblpoii NpodykT pacTBOPSnM B
100 mn meTaHona n obpabartbiBanu 2,6 r (22,4 MMo-
ns1) doymapoBon kncnotel. Beinaslumne kpucrannsl ne-
pekpucTtannusoBblBany 13 B 0OLWEN CMNOXHOCTU
340 mn MetaHona. B pesynetate nonyyanu 3,8 r
(48%) dymapata 2-(4,5-gurngpo-8-metokcu-1H-
6eH3[g]uHgon-1-un)-atunamuHa (1:1) B BMAE XenTo-
BaTbIX KpucTannos ¢ T.nn. 183-185°.

Mpumep 60

a) 8,85 r (49,0 mmonen) 8-xnop-1-TeTpanoHa
pacTtBopsinu B atMocdepe aproHa B 90 mn TeTpa-
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XropmeTtaHa, nocne d4ero pobaensnm 21,0 mn
(245 mmonen) 3-byteHona wn 190 wmr n-tonyon-
CynbdOKNCMOThI. PeaKLuMOoHHYI0 CMeCb Harpesanu c
obpaTHbIM XONOAWMBHUKOM B BOoJoOTAeNuTene B Te-
yeHve 9 gHen. PactBopuTenb ygansanu B Bakyyme U
ocTaTok xpomMaTorpaduposanu Ha 200 r cunu-karens
CHayanma C MOMOLUBI0 rekcaHa/aTunauerata B COOT-
HoweHun 9:1, a 3aTeM C MOMOLBIO rekca-
Ha/aTunauetaTta B cOOTHoweHuM 4:1. B pesynbrate
HapsiQy CO 3Ha4MTeNbHbIM KONMYEeCTBOM He npopea-
rmpoBasLuero agykta (8,3 r) nonyyanu 4,1 r (35%) 2-
(2-6yTeH-1-un)-8-xnop-1-TeTpanoHa B BUAE XENTOro
macna.

6) 7,7 r (32,8 mmonst) 2-(2-6yTeH-1-nn)-8-xnop-1-
TeTpanoHa pacTBopsinu B cmecu 13 220 mn guxnop-
MeTaHa 1 60 Mn MeTaHona u oxnaxaganu oo -75°, no-
cre Yero ABOWMHYIO CBA3b OOblYHbIM 0O6pPa3oM 030HU-
poBanu. [locne npogyBKkW PeakLUMOHHOW CMEeCU Ku-
CrnopogoM 1 aproHoM gobasnsinu no kannsm 4,8 mn
(65,6 mmonew) gumetuncyneduga. 3atem cmecu ga-
Banu MeasieHHO HarpeTbCd A0 KOMHATHOM Temnepa-
Typbl, NOCMe 4ero nepemelunBani eule B TeveHue
15 4. Cbipon npoaykT (10,8 r) pacTBopsinu B Nnpumep-
Ho 100 mn guxnopmeTtaHa n gobaBnsinyM B cMecb 13
12 mn 10%-Ho BoaHOW LiaBeneBon KMcnoTbl, 120 r
cunukarens n 300 mn guxnopmeTtaHa. 3atem nepe-
MeLuMBanu B Te4eHne 2 4 npu KOMHaTHOW Temnepa-
Type. lNocne NpombiBaHWSI C MOMOLLBIO AUXIIOpMETa-
Ha nonyyarmm 6,4 r (83%) 8-xnop-2-(2-okcoatumn)-1-
TeTpanoHa B BuAe Macna CBeTNo-KOPUYHEBOro
useta.

B) 325 wr (1,46 mmons) 8-xnop-2-(2-okcoatnn)-1-
TeTpanoHa 1 290 mr (2,84 mmons) N-auetTunatunex-
AvamunHa HarpeBanu ¢ 06paTHbIM XONOAUIbHUKOM B
aTMocdepe aproHa B 14 Mn YKCYCHOM KUCNOTbI B Te-
YyeHue 1 4. PactBoputenb ygansnu B Bakyyme, ocTa-
TOK pacTBopsinu B 10 M BO4bl U HECKOMBKO pa3 3KC-
TparMpoBanu ¢ NOMOLbO 3Tunauetara. locne xpo-
matorpacdum Ha 20 r cunvkarenss cHadana ¢ rnomo-
LWbtO rekcaHa/aTunauertata 1:1, a 3atem aTunaueraTa
nonyyanu 190 wmr (45%) N-[2-(9-xnop-4,5-aurngpo-
1H-6eH3[gluHgon-1-un)aTun]-auetammga B BUAE
XKenToBaTbIX KPUCTaMmMoB ¢ T.n. 146-147°.

r) 1,55 r (5,3 mmonsi) N-[2-(9-xnop-4,5-aurnagpo-
1H-6eH3[g]luHgon]-1-un)atun]-auetammaga Harpesanu
B aTMocdepe aproHa B 23 MI 3TUNEHMMMKoNs/soabl
2:1 B npucytcteum 1,80 r (32,1 Mmons) rmapookucu
kanus B TedeHne 21 4 go 140°. MNocne oxnaxaeHus
peakuMoHHYI0 CMecb BbinuBanu B 60 Mn nonykoH-
LleHTPUPOBaHHOIO pacTBopa xnopuga HaTpus. 3atem
TPWXObl 9KCTPArMpoBanu C NOMOLLBbIO AWITUOBOrO
admpa, coeduHeHHble IKCTPaKTbl OAUH pa3 MPOMbl-
BanyM HacbIWeEHHbIM PacTBOPOM Xfopuga HaTtpus,
cywunu Hag cynbdaTtom HaTtpus, unbTpoBanm u
ynapusanu. Cbipoii npogykT pacteopsnu B 10 mn me-
TaHona u obpabateiBanu 0,62 r (5,3 mmons) dyma-
poOBOM KWUCMOThbl. BbinaBlime Kpuctannbl nepekpu-
CTannu3oBbIBanu 13 B obuwern cnoxHoctn 20 mn me-
TaHona. B pesynbTate nonyvanu 1,26 r (65%) dyma-
pata 2-(9-xnop-4,5-aurngpo-1H-6eH3[gluHgon-1-nn)-
aTunamuHa (4:5) B BMae XentoBaTbiX KpUCTansios c
T.nn. 181-183°.

Mpumep 61

1,80 r (6,2 mmonew) N-[6-xnop-2-(4,5-anrnapo-
1H-6eH3[glvHgon-1-un)aTun]-auetammga Harpesanu
B aTMocdepe aproHa B 17 Mn aTuneHrnukons/sogbl
12:5 B npucytcteum 0,9 r (16,1 Mmonen) ruapookucu
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kanus B TedeHne 20 4 go 140°. MNocne oxnaxaeHus
obpabatbiBanu 140 mMn nonyHacbILLEHHOro pacTeopa
xropuga Hatpus. 3atem TpwkObl IKCTparmpoBanu c
MOMOLLBIO AMSTUMOBOrO 3chmpa, CoeduHEeHHbIe JKC-
TPaKkTbl OQVH pa3 NPOMbIBaNN HaCbILEHHBbIM PacTBO-
poM xnopuga HaTpusi, Cylmnnu Hag cynbdaToMm Ha-
Tpus, dunbTpoBanu n ynapusanu. KopuiHesoe mac-
no xpomatorpadupoBanu Ha 50 Mr cunukarens c
NMOMOLLBI0 AnXIIopMeTaHa/MeTaHona (cHayana B co-
oTHoweHun 19:1, a 3atem 9:1). Cbipoli NpogyKT pac-
TBOPSNW B 7 MM AMSTUNOBOro achmpa, nocrne 4ero go-
6aBnsnm 0,98 r (8,4 mmonei) doyMapoBON KUCMOTHI.
PacTtBopuTenb ygansnu B Bakyyme M oCTaToK nepe-
KpuctannusosbiBanv u3 50 mn xrnopodopma/ataHona
4:1. B pesynbtate nonyvanu 1,41 r (62%) dymapata
2-(6-xnop-4,5-gurngpo-1H-6eH3[glnHgon-1-un)-atun-
amuHa (1:1) c T.nn. 187-188°.

Mpumep 62

0,5 r (1,7 mmons) N-[7-xnop-2-(4,5-gurngpo-1H-
6eH3[g]uHgon-1-un)-aTun]-auetammga Harpesanv B
aTMocdepe aproHa B 4,5 mn aTuneHrnukons/sogel
2:1 B npucytctBumn 0,25 r (4,5 Mmons) rmapookucu
Kanusa B TedyeHue 22 4 oo 140°. MNocne oxnaxaeHus
obpabatbiBanu 40 mn Boabl M 10 MN HaCbILLEHHOTO
pactBopa xnopuga HaTpus. 3ateM Tpwkgbl 3KCTpa-
rMposanu C MOMOLLBI0 AMSTUNOBOro adhmpa, coegu-
HeHHble 3KCTPaKTbl OAMH pa3 NPOMbIBANN HacCbILLEH-
HblM PacTBOPOM Xflopuaa HaTpusi, CyLIUnn Hag Cyrb-
datom HaTpus, punbTpoBanm u ynapusanu. Coipon
npoaykt pacteopsanu B 30 Mn Anatunosoro adupa u
no kannsm pobaBnsanu B cycneHsvio u3 208 mr
(1,79 mmons) cdymapoBor kucnoTel B 30 mn amMaTu-
nosoro admpa. PacTBopuTtenb ygansanu B Bakyyme u
OCTaTOK MepeKkpuCTannmM3oBbiBanu n3 75 Mn ataHo-
na/atunauetata 3:2. B pesynbtate nonyvanu 355 mr
(58%) dymapata 2-(7-xnop-4,5-gurngpo-1H-6eH3[g]
wHgon-1-un)-atunamuHa (1:1) ¢ T.nn. 176-177° B Bu-
Ae 6enbix KPUCTanMoB.

Mpumep 63

1,0 r (3,4 mmons) N-[8-xnop-2-(4,5-gurngpo-1H-
OeHs[gluHgon-1-un)aTun]-aueTamuaa Harpeeanu B
aTMocdepe aproHa B 7,5 mMn aTuneHrnukons/sogel
2:1 B npucytcteum 0,50 r (8,9 mmonen) rugpookmcu
kanusa B TevyeHne 24 4 go 140°. MNocne oxnaxaeHus
cMecb Bbinueanu B 75 mn negsiHon BoAabl. Nocne go-
6aBku 25 Mn HacblLWEeHHOro pacTBopa xfopuaa Ha-
TPUS TPUXAbI SKCTPArMpoBanu ¢ NOMOLLBI0 AUSTUMO-
BOro admpa, coegnHeHHbIe IKCTPaKTbl OAMH pa3 npo-
MbIBanu HacblLEeHHbIM PacTBOPOM Xxriopuga HaTpus,
cywmnu Hag cynbdaTtom HaTtpws, unbTpoBanm u
ynapusanu. Cblpoii NpoaykT pacteopsinu B 20 mn aun-
3TUNoBoro admpa 1 No Kannsam Jobasnsanu B CycrneH-
3no 13 406 mr (3,5 mons) dymapoBoi KUCMOTbI B
80 mn gmatunosoro acupa. PactBoputens yaananu
B BaKyymMe W OCTaTOK NepekpucTannnsoBbiBanu 13
90 mn aTaHona/atunauetarta 5:4. B pesynbTate no-
nyyann 556 wmr (45%) dymapata 2-(8-xrnop-4,5-
avrngpo-1H-6ensluHgon-1-nn)-atunamuHa  (1:1) ¢
T.nn. 179-180° B B1ae 6enbIx KpUCTanmos.

Mpumep 64

a) Pacteop 23,9 r (0,145 mons) 4-TMOXpoOMaHoHa,
30 mn (0,35 mons) 3-6yTeH-2-ona u 240 mr n-Tonyor-
cynbdokucnoTel B 30 Mn 2,2-gumeTokcunponaHa u
240 mn Ge3BogHOro TOoMnyorna KWNATMMKW B TeveHue
20 4 ¢ obpaTHbIM XONOAUMBHUKOM. 3aTeM peakLUoH-
HYI0 CMeCb KOHLIEHTPMPOBAanu B BaKyyme W ouMLanm
NMOCPeACTBOM KOFIOHOYHOWM XpomaTorpadhum Ha cunu-
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Karene (rekcaH/gnaTunnoBbli acpup 5:1). B pesynbTa-
Te nonyyanu 15,3 r (48%) (RS)-2-(2-6yTeH-1-un)-4-
TMOXPOMaHOHa B BMAE XenToro Macna.

6) Yepes oxnaxgeHHbln go -70° pactBop 3 r
(13,7 mmonen) (RS)-2-(2-6yTeH-1-1n)-4-TMoXpomaHo-
Ha B 100 mn 6e3BogHoro gmxnopmetraHa u 30 mn
6e3B80QHOrO MeTaHona npu nepemMeLlMBaHMn Nponyc-
Kanu B TedeHne 15 MUH NOTOK 030Ha (3 r o3oHa/yac).
3aTem npoayBanu pacTtBop B TeveHue 5 MWH Kucno-
poaom u B TedeHne 10 muH aproHom. Nocne gobasku
2 mn (20,5 mmonei) gumetuncynbuga nepemeLuu-
Banu B TeyeHue 16 4 npu KOMHATHOW TemnepaType.
lMocne aToOro peakuMoHHY0 CMeCb ynapvBanu B Ba-
Kyyme, octaTtok obpabaTeiBanv 50 Mn guxnopmeTtaHa
n nocrne gobaeku 5 mn BoAbl U 5 Mn TPUETOPYKCYC-
HOM KMCNOTbl NepeMelunBanu B TeyeHne 1 4 npwu
KOMHaTHOW TemnepaTtype. 3ateM CMecCb BbiMBanu B
50 mn BoAbl U NpY NepemMellnBaHUM HerlTpanM3oBa-
nv, pobaBnss ¢ NOMOLBIO WnaTens rmgpokapboHaT
HaTtpusi. [Nocne atoro gobaensnu ewe 50 mn BoAbI,
pasgensanu dasbl M BOAHY0 a3y ABaxabl IKCTparu-
poBanu COOTBETCTBEHHO nopumsMu no 80 mn au-
xrnopmetaHa. CoegnHeHHble opraHuyeckme dasbl Cy-
LUNAW Hag cynbgaToM MarHus U KOHLEHTPMPOBanu B
Bakyyme. B pesynbTtate nonyyanu 2,8 r (99%) 2-(2-
OKCO3TWM)-4-TMOXPOMaHOHa B BMAe XenToro macna,
KoTopoe 6e3 ganbHelllei nepekpucTannm3aunm umc-
nonb30Banu B nocneaytoLuen peakuuu.

B) PactBop 2 r (9,7 mmonen) (RS)-2-(2-okco-
aTun)-4-tmoxpomaHoHa u 120 Mr n-Tonyoncynb-
dokmcnoTel B 100 mn 6e3BogHoro Tonyona Harpesa-
nv B BogooTAenuTene. B kunswmn pacteop B Teve-
HMe 5 MWH Mo kannam gobaenanu pacteop 2,9 1
(38,6 mmonen) (RS)-1-amuHo-2-nponaHona B8 20 mn
6es3BogHoro Tonyona. 3aTemM MPOAOIDKaNM KUNATUTbL
ewe B TedyeHne 35 MWH, NpuyeMm obbem pacTBopuTe-
na cokpawanu go 20 mn. OxnaxaeHHy peakLoH-
HYI0 CMeCb O4MLLanu NocpeacTBOM KOMOHOYHOW Xpo-
matorpaduM Ha cwunukarene (3Tunauerat/Tonyon
1:1). B pesynbtate nonyyarmm 1,8 r (76%) (RS)-1-
(1,4-gurngpo-[1]6eH3oTmonupaHo[4,3-blnuppon-1-
un)-nponax-2-ona B BMAE CBETNO-KOPUYHEBOIO TBEP-
[Ooro BellecTBa, koTopoe 6e3 AanbHelLen nepexkpu-
CcTannu3auum MCnonb3oBanu B Mocnegylowen pe-
aKumu.

r) B oxnaxageHHbin go 0° pacteop 1,8 r (7,3 mmo-
nen)  (RS)-1-(1,4-gurngpo-[1]6eH3oTmnonmpaHo[4,3-
b]nuppon-1-un)-nponax-2-ona n 4,1 mn (29,3 mmo-
new) TpuatunammnHa B 50 mn 6e3BogHOro Anxnopme-
TaHa npu nepeMewvBaHnyM [obaBnsany no Kanmnsam
1,15 mn (14,7 mmonel) MmeTaHcynbgoHunxnopmaa m
npogorkanu nepemellnBatb ele B TedeHne 1,5 4
npu 3TOM TemnepaType. 3aTeM peakuMOHHYI0 CMeChb
pa3baensnu 180 mn guatunosoro admpa, ABaxabl
NpOMbIBanM COOTBETCTBEHHO nopumaMu no 70 mn
HacbILEHHOro pacTBopa rmgpokapboHaTa HaTpusa u
coefuHeHHble BoAHble da3bl OAUH pa3 KCTparnpo-
Banu ¢ nomowpkto 70 mn guatunosoro acupa. Co-
eVHeHHble opraHndeckune dasel npoMbiBanu 140 mn
HacCbILEHHOro pacTBopa Xfopuaa HaTpus, Cywunm
Hag cynbdaToM MarHus W ynapuBanu B BakyyMme.
MonyyeHHoe kopuyHeBOe Macno pacTeopsny B 50 mn
6e3BogHoOro gumetundopmamuaa, obpabaTtbiBanu
0,96 r (14,7 mmonelt) a3nga HaTPUa Y peakLNOHHYIO
CMeCb HarpeBanu npu nepeMellnBaHnM B TeyeHune
17 4 po 60°. MNocne oxnaxgeHWs pacTBOP BbiNMBanNu
B8 100 mn BoAbl M ABaXxAbl AKCTparMpoBanu COOTBET-
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CTBEHHO nopuuamu no 120 mn auaTtunosoro adwmpa.
CoeaunHeHHble opraHudeckue dasbl NpoMbiBanM Mo
ofHomy pasy cootBeTcTBeHHO 100 mn oAbl 1 100 mn
HacCbILWEHHOrO pacTBOpa Xopuaa HaTpus, Cywunm
Hag cynbdaTtoM MarHusi U KOHLEHTpuUpoBanu pac-
TBOP B Bakyyme. [lonyyeHHOoe Macrno KOpWYHEBOrO
uBeTa o4yumLiany nocpeacTBOM KOMOHOYHON XpoMaTo-
rpacpum Ha cunukarene (tonyon). B pesynbtate no-
nyvyanm 1,17 r (59%) (RS)-1-(2-asugonponun)-1,4-
avrnppo-[1]6eH3oTronmpaHo[4,3-blnuppona B BUAe
XKentoBaToro macna.

n) B cycnensuio us 247 wmr (6,49 mmornen) nutun-
anmomormgpuga B 30 mn 6e3BogHoro TeTparuapody-
paHa npu nepemelumMBaHuu [obaBnNany no Kanmnsm
1,17 r (4,3 mmons) (RS)-1-(2-asangonponun)-1,4-au-
rmapo-[1]6eH3oTronuparol4,3-bjnuppona, pacTBo-
peHHoro B 30 mn 6e3BogHoOro TeTparngpodypaHa.
3aTtem kMnNATUNM B TeyeHne 2 4 ¢ obpaTHbIM Xoro-
AWIBbHUKOM, MOCHe Yero MpOBOAMMM FMOpPONu3 ¢ Mo-
moubto 20%-Horo BogHoro TeTparnapodypara. Xna-
Kyto a3y BblAeNsnM n 0CTaTtok MOBTOPHO KUMATUNN B
TedeHne 15 muH ¢ 50 mn 20%-Horo BogHoro TeTpa-
rmapodypaHa. CoednHeHHble pacTBopbl 0bpabatbi-
Banm 100 mn guaTtunosoro 3dmpa, OpraHUYeckyto
a3y Bblgenanu, a BogHyo a3y ABaxAabl IKCTparun-
poBanu COOTBETCTBEHHO nopumsiMu no 50 mn amMaTu-
nosoro admpa. CoeanHeHHble opraHuyeckne asbl
npombiBanu 100 MmN HacbILLEHHOro pacTBopa Xropu-
Aa HaTpus, CyUWnu Hag CcynbdaToM MarHWs 1 KOH-
LeHTpupoBanu B Bakyyme. B pesynbTate nmonyyanu
970 mr (92%) BecuBeTHOro Macna, KOTopoe pacTBo-
psiv B 100 mn 6e3BO4HOrO AMITMNOBOrO 3dmpa,
unbTpoBanu u nNpu nepemMelunsaHuy obpabaTtbiBa-
nn pacteopom 461 mr (3,97 mmons) doymapoBou Ku-
cnotbl B 20 mMn mMeTaHona. 3atem nepemelunBanv B
TeyeHue 3 Y Npu KOMHaTHON TemnepaType, Nocne ye-
ro oTunnbTPOBbLIBaNM XentosaTble Kpuctansel. B pe-
synbTate nonyyamm 1,2 r (77%) dpymapata (RS)-1-
(1,4-puruagpo-[1]6eH3oTnonuparo[4,3-b]jnmppon-1-
un)-1-metunatunamuna (1:1) c T.nn. 201°.

Mpumep 65

a) PactBop 29,5 r (0,22 monsa) 1-nHAaHoHa,
73,5mn (0,85 wmons) 3-6yteH-2-ona, 77,0 w™n
(0,63 mons) 2,2-gumeTokemnponaHa n 400 mr n-Tony-
oncynbgokucnotel B 400 Mn Tonyorna HarpeBanu B
TeyeHne 24 4 ¢ obpaTHbIM XxonogunbHuWKoM. [Mocne
oxnaxgeHus pacteop npomMbiBany 100 Mn HacbILLEH-
HOro pacteopa rugpokapboHaTa HaTpus. MpoMbIBHYIO
BOAy aKCTparvposanu ¢ nomotusto 150 mn atunaue-
TaTa, opraHudeckue hasbl COEAUHANM, CyLINNW Hag
cynbdatoMm MarHus 1 ynapveanu B Bakyyme. lNocne
OYMCTKM Ha cunwvkarene (rekcaH/guMaTunoBbin adup
7:1) nonyyanu 19,8 r (48%) (RS)-2-(2-6yTeH-1-nn)-1-
WHAAHOHA B BUAe Macna CBETNI0-XeNToro uBeTa.

6) Yepes oxnaxgeHHbln go -70° pacteop 19,8 r
(0,11 wmons) (RS)-2-(2-6yTteH-1-un)-1-uHgaHoHa B
700 mn 6e3BogHoro amxnopmetaHa u 200 mn 6es-
BOOHOrO MeTaHona npu nepeMeLunBaHny NponycKanm
B TeyeHne 120 MuH 030H (3 1 o3oHa/yac). 3aTem pac-
TBOP MpodyBanu KUCNopodoM, Mocrie Yero B Xoroga-
HbI pacTBop gobasnanu 11,0 mn (0,15 mons) aume-
Tuncynecduga. B TedeHne Houn pacTBop Harpesarscs
[0 KOMHaTHOW TeMnepaTyphbl, 1 3aTeM ero ynapvseanu
B Bakyyme. OcTaTok ounanu Ha cunukarene (3Twn-
auetar). B pesynbtate nonyyanu 10,1 r (43%) (RS)-
2-(2,2-gpumeToKeunaTn)-1-MHgaHoHa B BWUAE XXENTOro
macna.
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B) Pacteop 1,7 r (7,7 mmonewn) (RS)-2-(2,2-gn-
mMeTokcuatun)-1-mHgaHoHa, 25 r (0,25 mons) N-aue-
TunatuneHgnamuHa n 30 Mn TPUDTOPYKCYCHOM Ku-
cnotbl B 500 mMn aTaHona KunsaTunm ¢ obpaTHbIM XO-
noauneHUKOM B TeveHue 96 4. MNocne oxnaxaeHus u
pobaeku 21,5 r rmgpookucu Hatpus B 100 mn Boabl
ynapveanu go obbema npubnusutensHo 100 mn.
Cwmecb obpabaTtbiBanm 200 mn atunauertata um npo-
MbiBanu nocregosatensHo 100 Mn  HacbIWweHHOro
pactBopa xropuga Hatpus, 1H consiHon kucnoTton
(4x100 mn), 2H rugpookucbto HaTpust (4x100 mn) u
100 mn Boabl. BoaHble gasbl akcTparvposanu ¢ no-
mMouwbto 100 Mn aTunaueTaTa, COeauHSANU opraHuye-
ckve ¢hasbl, Cywmnum Hag cynbaTtom marHusa u yna-
pvBanu B Bakyyme. OCTaToK o4vLlanu cHayana oc-
HOBHOM OKUCbI antoMuHua (111, guxnopmertaH), a
3aTeM Ha cunukarene (atunauetaT). B pesynbrate
nonyvanu 0,4 r (22%) N-[2-(1,4-gurngpouHgeHo[1,2-
blnuppon-1-un)atun]-auetamnga B Buge 6ecuBeTHO-
ro TBEpPOOro BeLLecTBa.

ry 385 wmr (1,6 wmmonsa) N-[2-(1,4-gurmapo-
uHaeHo[1,2-blnuppon-1-un)atun]-auetammaga Harpe-
Banu B atMocdepe aproHa B 6 MM 3TUIEHIMMKO-
na/sogbl 2:1 B npucytcteum 540 mr (9,6 mmonein)
rMapookucu kanus B TedeHue 22 4 go 140°. Mocne
oxnaxgeHns obpabaTtbiBany 20 MN NONyHaChILLEHHO-
ro pacteopa xsiopuga Hatpus. 3atem Tpuxabl 9KCT-
parMpoBanu C NOMOLLBIO AM3TUIIOBOro admpa, Co-
€dMHeHHble 3KCTPaKTbl CyWNnM Hag cynbdaTtom Ha-
Tpusa, dunbTpoBanu 1 ynapusanu. KopmuHesoe mac-
no pacteopsinn B 5 Mn metaHona u obpabaTtbiBanu
185 (1,59 mmons) dymapoBOM KUCNOTbI U NpU 3TOM
BbiMaganu CBETO-KOPUYHEBbIE KpUCTanmbl. ATU Kpu-
ctannsl pacteopanu B 50 mn tennoro metaHona. Mo-
cre oxnaxgeHusi 4O KOMHATHOW TemnepaTtypbl Npo-
OYKT KpycTannusoBanu megneHHon gobaekon 50 mn
anatnnosoro acupa. MonyyeHHbIM NPOaYKT Harpesa-
nm B TeyeHne 1 4 B 15 mMn TpeT.-OyTUNIMETUNIOBOIO
acpupa, cdunbTpoBanu u cywmnum B Bakyyme. B pe-
synbTarte nonyyanu 220 mr (53%) dymapara 2-(1,4-
avrnapovHaeHo[1,2-blnuppon-1-un)-atunammHa
(1:0,5) c T.nn. 201-202°.

Mpumep 66

a) Pacteop 29,6 r (0,20 mons) 6eH3ocybupoHa u
60,9 mn (0,80 wmonsa) N,N-gumetrunrugpasvHa B
150 mn 6e3BOAHOrO 3TaHoONa KUMSATUAM B TeyeHune
3 oHen ¢ obpaTHbIM XONMOAWMBbHUKOM. JOTaHOM U U3-
ObiTouHbIi N,N-OuMeTnnrugpasuH yoansnm B Bakyy-
Me, OCTaTOK pacTBOPSANM B AMXIIOPMETaHe U CyLuMnn
C nomoupto cynbdaTta marHus. locne OTroHku Ha
konoHke Burpo (10 cm) nonyyanun 32,9 r (83%) 6eH-
3ocy6upoH-N',N'-gumeTunringpasoHa B BUAE KENTOro
macna. T.nn. 78 81 "C/0,2-10'3 atm.

6) B aTtmocdepe aproHa pacteop 33,6 r
(0,17 mons) ©eH3ocybupoH-N',N'-gumetunrugpasoHa
n 29,9 mn (0,20 mons) TeTpameTunaTuneHanaMmHa B
400 mn abcontoTHOro TeTparngpodypaHa oxnaxaa-
nn go -70° n B TedeHue 15 MUH no kannsm gobasnsi-
nm 106 mn 1,6M pactBopa H-OyTUNNNTUSA B rekcaHe.
3atem nepemewmBanu B TedeHne 30 muH npm -70°,
AaBanu HarpeTbcs Ao -30° 1 K cMecu Npu 3Tow Tem-
nepaTtype no kannsmu gobaensanu GpomaueTanbie-
rmogouveTunadeTans B konudectBe 23,4 MmN
(0,20 mons). Nocne nepemelunBaHns B TedeHve 1,54
npu -30° cMecu AaBanu HarpeTbCsi B TeYeHWe Houn
[0 KOMHaTHOW TemnepaTypbl, nocne yero obpabatbi-
Banu 500 mn Bogbl. CMecb akcTparMpoBanu 3Twr-
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auetatom (1x500, 2x500 mn), opraHuyeckue dasbl
COEAMHSANN, CYLUMMN C MOMOLLbIO CynbdaTa MarHus u
ynapuBanu B Bakyyme. [locne xpomaTtorpacum Ha
cunukarenbHOW KOnoHke (rekcad/atunauetat 10:1-
3:1) nonyyanu 37,7 r (78%) (RS)-2-(2,2-gumeTokcu-
aTun)-6eHsocybupoH-N',N-gumeTunrugpasoHa B Bu-
e Macna opaHXeBO-KenToro LBeTa.

B) CycneHsuo 37,7 r (0,13 mons) (RS)-2-(2,2-
AnmeTokenaTun)-6eHsocybmpon-N',N'-gumeTnnrugpa-
30Ha, 30,2 r (0,37 mons) auetarta HaTpus n 78,8 r
(0,37 mons) nepmogata Hatpusi B 2000 mn TeTparua-
podypaHa obpabaTtbiBany 300 M YKCyCHOW KUCIOThI
M nepemelumBany B TeyeHne Houm npu 50°. 3atem
cMech oxnaxganwu, selnvBanu B 3000 mn Bogbl 1 3KC-
TparvpoBanu c nomollblo auxnopmeTtaHa (1x3000,
2x1000 mn). OpraHuyeckue dasbl COEANHSNU, CyLUU-
1 C NoMOLLbIO Ccynbdata MarHns U KOHLEHTPUpoBa-
nun B Bakyyme. [locne xpomaTorpadum Ha cunuvka-
renbHOW KOMOHKe (rekcan/atunauetat 2:1) Hapsgy C
9,7 1 (26%) wcxogHoro BelecTBa nomyyamu 8,2 r
(25%) (RS)-2-(2,2-gnmeTokcnatun)-6eH3ocybepoHa B
BMAE Macra KpacHoro Lgera.

r) 8,2 r (RS)-2-(2,2-gumeTokcnatun)-6eH3ocybe-
poHa xpomMaTtorpacupoBany Ha KOIOHKE C NMOMOLLbHO
agcopbupoBaHHOIO Ha cunukarene pacteopa Liase-
nesow kucnotel (180 r cunukarens/20 mn 10%-Horo
pacTBopa LuaBeneBon kucnoTel). B pesynbTtate nony-
Yamm 6,2 r (90%) (RS)-2-(2-okcoatun)-6eH3ocybepo-
Ha B BMAE Macna KpacHoro LBeTa.

a) Pacteop 6,2 r (30 mmonen) (RS)-2-(2-okco-
atun)-6eH3ocybepoHa u 3,3 r (32 mmons) N-auetun-
aTuneHgmamumHa B 50 mn 6e3BogHOro AuxnopmeTtaHa
obpabatbisanu 50 r monekynsipHoro cuta 4 A n B Te-
YeHVe HOYM KMNATUMKM C oBpaTHbIM XONOAWSbHUKOM.
Mocne oxnaxaeHns dunsTpoBanu 4yepes Celite, yna-
pvBanu B Bakyyme W MepekpucTannmn3oBbiBanm ocTa-
TOK U3 rekcaHa/aTunauertata 2:1. B pesynbTaTe no-
nyyamm 4,0 r (50%) N-[2-(1,4,5,6-TeTparngpobeH-
30[6, 7]umknorenta[1,2-b]nnppon-1-un)atun]-auer-
amnga B Buge H6ecLBeTHOro TBEpAOro BeLecTsa.

e) 1,80 r (6,7 mmonen) N-[2-(1,4,5,6-TeTparnagpo-
6eH30[6,7]umknorenta[1,2-bJnuppon-1-un)atun]-auet-
amupa Harpesanu B atMocdepe aproHa B 18 mn atu-
neH rmwukona/sogbl 2:1 B npucytctBum 1,0 T
(17,8 Mmonelt) rngpooK1cK kanusa B TedeHne 24 4 oo
140°. lMocne oxnaxgeHusi peakLMOHHYH CMEeCb Bbl-
nuBanu B 140 Mn NONYKOHUEHTPUPOBaAHHOIO pacTBo-
pa xrnopuaa HaTpus. 3atem TpwxkKabl 9KCTparnposanm
C NMOMOLLBI0 ANITUINOBOIO 3chMpa, CoeaNHEHHbIE AKC-
TPaKTbl OAUH pa3 NPOMbIBANWN HACbILEHHbIM PacTBO-
poM Xxfopuga HaTpusi, Cywmnnu Hag cynbdaToM Ha-
Tpusa, dunbTpoBanu u ynapueanu. lMonyyeHHoe Ta-
KM nyTeM macno xpomartorpaduposanv Ha 60 r cu-
nvKarensi C MNOMOLB0  MeTuneHxmnopuga/meTaHona
19:1. CbipoVi MPOAYKT pacTBOpPSnM B 5 Mn AU3TUNOBO-
ro acupa n obpabatbisanu 505 mr (4,35 mmons) dy-
MapoBon kucnoTtel B 10 mMn Aguatnnosoro adwmpa.
Kpuctannel oTcdunbTpoBbIBaNny 1 nepekpuctanimso-
BbiBanu n3 50 mn atunauetarta/ataHona 2:1. B pe-
synbTate nonyyarmn 1,65 r (72%) dymapata 2-
(1,4,5,6-teTparngpobeH3o[6, 7]umknorenta[1,2-b]nmp-
pon-1-un)-atunamuna (1:1) B Buae Genbix KpucTan-
nos ¢ 1.nn. 175-176°.

Mpumep 67

a) PactBop 26,4 r (0,16 monsa) 7-meTokcu-1-
uwHaaHoHa, 33,6 mn (0,39 mons) 3-6yteH-2-ona u
265 mr n-tonyoncynbdgokucnotel B 33,6 Mn 2,2-
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avmMeTtokcunponaHa n 265 mn 6e3sogHoro Tonyona
KMNATUn B TedeHne 17 4 ¢ obpaTHbIM XOnoannbHU-
KOM. 3aTeM peaKLUMOHHYI0 CMECb KOHLEHTPUpOBanu B
BaKyymMe ¥ ouuLany nocpeacTtBoOM KOMIOHOYHOMW Xpo-
matorpadum Ha cunukarene (rekcaH/avMaTUNOBbLIN
acdmp 5:1). B pesynbtaTe nonyyanum 9,9 r (28%) (RS)-
2-(2-6yTeH-1-nn)-7-MeToKCU-1-MHAaHOHA B BUAE Xen-
TOro macna.

6) Yepes oxnaxgeHHbih go -70° pacteop 9,9 r
(45,8 mmonen) (RS)-2-(2-6yTeH-1-un)-7-meToKeu-1-
uwHaaHoHa B 200 mn 6e3BogHOro guxropmeraHa u
100 mn 6e3BogHOrO MeTaHomna nponyckanu npuv ne-
pemelumBaHun B TedeHne 45 MWH noTok o3oHa (3 r
030Ha/dac). 3atem pacTBOop npodyBanu B TeuveHue
5 MUH kucropogoMm M B TedeHne 10 MUH aproHom.
Mocne pob6askm 5 mn (67,7 Mmoneln) AUMETUNCY b-
duaa nepemelumBanu B TeveHue 16 4 npu KomHart-
HOWM TemnepaTtype. PeakuMoHHy0 cMecb ynapvsanu B
BaKyyme, octaTok obpabatbiBanu 200 mn gmxmnopme-
TaHa u nocne gobasku 20 mn Boapl M 20 Mn TpudTO-
PYKCYCHON KUCMOTblI NMepemelunBany B TeyeHne 3 4
npu KOMHaTHOW TemnepaTtype. 3aTeM CMeCb BblNvBa-
nv B 100 mn BOAbI M NpY NepemeLLnBaHnM HENTpanu-
30Banu, 4obaenas C NOMOLUBIO LINaTens rmgpokap-
6oHat HaTpus. Mocne atoro gobaensnu ewe 100 mn
BOAb!, pasgenanu dasbl u BogHyto dasy ABaxKdbl IKC-
TparMpoBanu COOTBETCTBEHHO nopuusMu no 150 mn
anxnopmeTtaHa. CoefuHeHHble opraHuyeckue dasbl
CyWMnn Hap cynbdaTtoMm MarHusi, KOHLEHTpUpoBanm
B BaKyyme U1 NofyyYeHHbIN CbIpo MPOAYKT Kpuctaninu-
30Banu M3 aTunauertata/rekcaHa. B pesynbTate no-
nyyanu 6,6 r (71%) (RS)-2-(2-okcoaTnn)-7-MeToKCK-
1-nHgaHoHa B Buge Oenoro TBepdoro BellecTBa C
T.nn. 102°.

B) PactBop 2,04 r (10 mmonen) (RS)-2-(2-
OKCO3TWM)-7-MeToKCu-1-nHgaHoHa n 80 mr n-Tomnyon-
cynbdokucnotsl B 90 mn 6e3BogHoro Tomyona Ha-
rpesanu B BogooTAaenutene. B kunsawwmn pacteop B
TeyeHne 5 MnH gobasnsanu no kannam pacteop 3,0 r
(40 mmonew) (RS)-1-amuHo-2-nponaHona B 20 mn
6e3sogHoro Tonyona. 3aTemM MPOAOIDKaNM KUNATUTbL
ewle B TedyeHne 35 MWH, NpuyeMm obbem pacTeBopuTe-
na cokpawanu o 25 mn. OxnaxaeHHy peakLuoH-
HYI0 CMeCb O4MLLanu NocpeacTBOM KONOHOYHOW Xpo-
matorpaduM Ha cwunukarene (3Tunauerat/Tonyon
2:3). B pesynbtaTte nonyyanm 1,1 r (45%) (RS)-1-(8-
meTokcu-1,4-aurnapouHaeHol1,2-bjnnppon-1-un)-
nponaH-2-ona B BMAE KOPWYHEBOrO Macna, KoTopoe
HenocpeACTBEHHO WCMOMb30oBanM B NOCMeayloLen
peakuuu.

r) B oxmaxgeHHbin go 0° pactBop 1,1 1
(4,5 mmons) (RS)-1-(8-meTokeu-1,4-gurnapomHaeHo-
[1,2-bJnuppon-1-un)-nponaH-2-ona  un 2,5 Mn
(18,0 mmonen) TpuaTunammnHa B 25 mn guxropmeTta-
Ha npv nepemelMBaHMM [OOaBNANM MO  Kanmsm
0,7 mn (9,0 mMmonen) MmeTaHcynbgoOHUNXIOpUaa |
npogorkanu nepeMelunBath ewe B TedeHne 1,5 4
npu 3TON TemnepaType. 3aTeM peakuMOHHYI0 CMeChb
pasbasnsnm 200 mn guatunosoro admpa, ABaxdbl
NpOMbIBanM COOTBETCTBEHHO nopumsMu no 70 mn
HacbILEeHHOro pacTBopa rmgpokapboHaTa HaTpus u
coeAuHeHHble BoAHble da3bl OAUH pa3 3KCTparMpo-
Banu ¢ nomowpto 140 mn guatunosoro agpumpa. Co-
eVHeHHble opraHuyeckue dasbl npoMbiBamn 70 mn
HacbILEHHOro pacTBopa Xfopuga HaTpus, Cywunm
Hag cynbgaToM MarHus u ynapuBanv B BakyyMme.
MonyyeHHoe kopuyHeBoe Macno pacTeopsny B 40 mn
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6e3BogHoro aumeTtundopmamuaa, obpabatbiBanu
526 mr (8,1 mMMonel) asnga HaTpUSt U PeaKLMOHHYIO
CMeCb HarpeBanu npu nepemelunBaHUM B TeveHue
29 4 go 60°. Mocne oxnaxaeHus pacTBOp BbinuBanu
B 140 mn BoAbl U ABaXAbl SKCTparnpoBanu COOTBET-
CTBEHHO nopuusamn no 140 mn auaTtunosoro adwmpa.
CoeaunHeHHble opraHudeckue dasbl NpoMbIBanM Mo
ofHoMmy pasy cootBeTcTBeHHO 140 mn BoAbl 1 140 mn
HacCbILWEHHOro pacTBOpa Xopuaa HaTpws, Cywunm
Hag cynbdaTtoM MarHusi U KOHLEHTpuUpoBanu pac-
TBOP B Bakyyme. [lony4eHHOe KOpWYHeBOe Macro
oymLLany NocpeacTBOM KOFTIOHOYHOW XpomaTorpadum
Ha cunukarene (tonyon). B pesynbTate nonyyanu
0,68 r (56%) (RS)-1-(2-asngonponwun)-8-meTtokeu-1,4-
avrnpgpoviHaeHo[1,2-blnmppona B Buge 6ecuBeTHOro
macna.

a) 0,67 r (2,5 mmons) (RS)-1-(2-asngonponun)-8-
MeTokcu-1,4-aurnagpovHaeHo[1,2-bjnuppona, pacTtso-
peHHoro B 25 mn 6e3BogHOro aTaHona, rmgpvpoBanm
B NPUCYTCTBUM 67 MI OKUCMK MaTuHbI B TeYEHne 5 4.
3atem oTunbTPOBLIBaNM OT KaTanusaTopa, NPOMbI-
Banu 3TAaHOMOM W OTFOHANWM PacTBOPUTENb B BaKyy-
me. [NonyyeHHoe GecLBeTHOe Macno pacTBoOpsNU B
70 mn 6e3BoagHoro AnaTunoBoro adwupa, hunsTposa-
nM n npu nepemewwmnBaHuy obpabaTtbiBanu pacTsBo-
pom 273 mr (2,35 mmons) ¢ymMapoBOW KUCIOThl B
10 mn meTaHona. 3aTem nepemMelLnBann B TeyeHue
22 4 Npu KOMHaATHOW Temnepartype, nocre 4ero oT-
dunbTpoBbiBany Genble Kpuctannel. B pesynbtate
nonydann 559 wmr (74%) dymapata (RS)-2-(8-
MeTokcu-1,4-gurnaponnaeHo[1,2-bjnuppon-1-mn)-1-
meTunatunamuHa (1:0,5) ¢ T.nn. 193°.

Mpumep 68

a) Pacteop 23,3 r (0,105 mons) (RS)-3-derun-1-
TeTpanoHa, 21,6 mn (0,25 mons) 3-6yteH-2-ona u
230 Mr n-tonyoncynbdokucnotel B 21,6 Mn 2,2-
AvmeTokeunponaHa n 230 mn 6e3BogHOro Tonyona
kMnsaTunm B TedeHne 30 4 ¢ obpaTHbIM XOnoannbHU-
KOM. 3aTem peaKLUMOHHY CMeCb KOHLEHTpUpOBanu B
BaKyyMe M ouuLany nocpeacTtBoOM KOMIOHOYHOMW Xpo-
matorpacdum Ha cunukarene (rekcaH/gMaTUNOBLIN
admp 4:1). B pesynbtate nonyyanm 11,8 r (41%)
(2RS/3RS)-2-(2-6yTeH-1-nn)-3-deHnn-1-TeTpanoHa B
BMAE Macra KpacHoro Lgerta.

6) Yepes oxnaxgeHHbin go -70° pacteop 11,8 r
(42,7 mmons) (2RS/3RS)-2-(2-6yTeH-1-un)-3-deHnn-
1-teTpanoxa B 300 mn 6e3BO4HOIO AMXIIOpMETaHa U
100 mn 6e3BogHOrO MeTaHoma npy nepeMeLLMBaHum
nponyckanu B TedeHne 40 MnH NoTok o3oHa (3 r 03o-
Ha/yac). 3aTem pacTBop NpogyBanu B TedeHne 5 MuH
KkucnopodoMm u B TedeHne 10 MuH aproHom. [locne
pobasku 4,45 mn (60,8 mmonein) gumetuncynsduaa
nepemeluBany B TedyeHme 17 4 npu KOMHaTHON TeM-
nepatype. PeakunoHHyt0 CMeCb ynapvBanu B Bakyy-
Me, ocTaTok obpabaTtbiBann 300 mn guxnopmMeTaHa u
nocne go6askn 30 mn Bogbl 1 30 Mn TpUdTOPYKCyC-
HOWM KMUCNOTbl MepemelLnBany B TedeHre 2 4 npu Kom-
HaTHOM TemnepaType. 3aTeM CMeCb BbinuBanu B
100 mn BOABI M NpY NepemMeLLInBaHMN HENTpanmM3oBa-
nn, pobaBnss ¢ NOMOLUBIO Wnatens rugpokapboHaT
HaTpus. Mocne aToro go6asnanu ewe 100 mn BoAkl,
pasgensanu dasbl U BogHyo a3y ABaxAabl aKCTparu-
poBanu COOTBETCTBEHHO nopuusamu no 150 mn au-
xrnopmeTtaHa. CoeanHeHHble opraHuyeckue asbl
CyWWnn Hag cynbdaToM MarHusi, KOHLEeHTpupoBanm
B BaKyymMe W NOMyYeHHbIN CbIpOM NPOAYKT OouvLLanu
NMOCpPeACcTBOM KOMIOHOYHOWM XpomaTorpadpum Ha cunu-
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karene (tonyon/atunauetar 9:1). B pesynbTarte no-
nyqyamm 9,7 r (86%) (2RS/3RS)-2-(2-okcoatun)-3-
heHun-1-TeTpanoHa B BUAe XenToro macna.

B) PactBop 2 r (7,6 mmonen) (2RS/3RS)-2-(2-
okcoaTun)-3-deHnn-1-tetpanoHa n 80 mr n-tonyon-
cynbdokncnotel B 70 mn 6e3BogHoro Tomyona Ha-
rpesanu B BogooTAaenutene. B kunsawmn pacteop B
TeyeHne 5 MyH no kannam gobaensanu pacteop 2,18 r
(29,0 mmonen) (RS)-1-ammHo-2-nponarHona B 20 mn
6e3BogHoro Tonyona. 3aTemM MpoAoSpKany KUNATUTbL
ewe B TedeHne 30 MWH, Npuyem obbem pacTBopuTe-
na cokpawanu o 25 mn. OXnaxaeHHy peakLMoH-
HYI0 CMECb OYMLLanu NocpeacTBOM KONTIOHOYHOW XpO-
matorpaduM Ha cwunukarene (3Tunauerart/Tonyon
1:9). B pesynbtate nonyvanm 1,04 r (45%)
(2RS/4RS)-1-(4,5-aurnapo-4-deHnn-1H-6eH3[g]nH-
gon-1-un)-nponax-2-ona B BUAe KOPMYHEBOro mMacna,
KOTOpPOe HenocpeacTBEHHO WUCMOoMb30Banu B nocrne-
ayloLien peakumm.

r) B oxnaxgeHHewn go 0° pacteop 1,04 r
(3,4 mmonsa) (2RS/4RS)-1-(4,5-aurnapo-4-cbeHnn-1H-
6eH3[gluHgon-1-un)-nponaxH-2-ona  u 1,9 wmn
(13,6 mmonen) TpuatunammHa B 30 Mn guxropmeTta-
Ha npv nepemewvBaHuM [o0aBNANM MO Kanmsm
0,53 mn (6,8 Mmonein) meTaHcynboHunNxnopmaa |
npodorkanu nepemelinBatb ele B TedyeHne 1,5 4
npu 3TOM TemnepaType. 3aTteM peakuMOHHYI CMeChb
pasbaenanu 200 mn AuaTtunoBoro adupa, ABaxAbl
NpoMbIBanM COOTBETCTBEHHO nopumamu no 70 mn
HacCbILWEHHOrO pacTBopa rmgpokapboHaTa Hatpus u
coefuHeHHble BoAHble da3bl OAUH pa3 IKCTparnpo-
Banu ¢ nomouypio 130 mn gmatunosoro agmpa. Co-
eVnHeHHble opraHudeckne dasbl npomMbisany 100 mn
HacCbILEHHOro pacTBopa Xflopuaa HaTpus, CyLumm
Hag cynbdaToM MarHus 1 ynapveanu B BakyyMme.
[Mony4eHHoe KopnyHeBOE Macno pacTBopsnu B 25 Mn
6e3BogHoro gumetundopmamuaa, obpabatbiBanu
0,45 r (6,8 mmonelt) asmga HaTpUS U peakLNOHHYIO
CMeCb HarpeBanu npv MNepeMellnBaHnM B TeyeHune
6 4 go 60°. MNocne oxnaxgeHus pacTBoOp BbINMBanNu B
140 mn BOAbl N ABaXAbl 3KCTparMposanu COOTBETCT-
BEHHO nopumsimMn no 140 mn AnaTUoBoro admpa.
CoeaunHeHHble opraHudeckne hasbl NpombiBanM Mo
oaHoMy pasy cootBeTcTBeHHO 100 mn Boabl 1 70 Mn
HacCbILLEHHOro pacTBopa Xflopuaa HaTpus, CyLuvmm
Hag cynbdaTtoM MarHus M KOHLEHTpMpOoBanu pac-
TBOp B Bakyyme. [lonyyeHHOe KOpU4HEBOe Macno
ouuLany NocpeacTBOM KONOHOYHOW XpomaTorpadum
Ha cunukarene (Tonyon). B pesynbTate nomyyanu
473 wmr (42%) (2RS/4RS)-1-(2-asnpgonponwun)-4,5-
avrnppo-4-pennn-1H-6eH3[glvHaona B Buae Oec-
LBETHOrO Macna.

a) 473 mr (1,44 mmons) (2RS/4RS)-1-(2-a3u-
ponponun)-4,5-aurnapo-4-ceHun-1H-6ex3[gluHaona,
pactBopeHHoro B 20 mn 6e3BogHoro ataHona, rva-
pvpoBanu B NpUcyTcTBUM 50 Mr oKMCK NNaTuHbI B Te-
YyeHue 5 4. 3atem oTunNbLTPOBLIBANM OT KaTanusaTo-
pa, NPOMbIBaNM 3TaHONOM W PacTBOPUTENb OTIOHSMN
B Bakyyme. [Nony4yeHHoe GecuBeTHOe Macrno pacTBo-
psnn B 40 mn 6e3BogHoro Amaturnosoro adwupa,
dunbTpoBanu 1 obpabaTbiBanu nNpu nepemeLuvBa-
Humn pacteopom 148 wmr (1,28 mmons) bymapoBoli Ku-
crnotel B 5 Mn MetaHona. 3aTem nepemelunBanv B
TeyeHve 7 Y Npy KOMHaTHOW TemnepaTtype, nocne Yye-
ro oTcdunbTpoBbIBany Genble Kpuctanmel. B pesynb-
Tate nonyyanu 446 mr (74%) cdymapara (2RS/4RS)-
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2-(4,5-5-gurngpo-4-cennn-1H-6enHs[gluHgon-1-un)-1-
meTunatunamuHa (1:1) c T.nn. 187°.

Mpumep 69

a) Pacteop 20 r (96 mmonen) (RS)-3-deHun-1-
mHaaHoHa, 20 mn (0,23 mons) 3-6yteH-2-ona u
200 mr n-tonyoncynbgokucnotel B 20 mn  2,2-
anmeTokcunponaHa n 200 mn 6e3BogHOro Tonyona
KMNSTUMKN B TedeHue 22 4 ¢ obpaTHbIM XOnoamrbHuU-
KOM. 3aTem peaKLUMOHHY CMeCb KOHLEHTpMpOBanu B
BaKyymMe M ouuLany nocpeacTBOM KOMIOHOYHOW Xpo-
maTorpaduM Ha cunukarene (rekcad/aTunauerat
5:1). B pesynbTarte nonyyanu 10 r (40%) (2RS/3RS)-
2-(2-6yTeH-1-un)-3-peHun-1-nHaaHoHa B BUAE Xen-
TOro macna.

6) Yepes oxnaxpgeHHbii ao -70° pacteop 10 r
(38,1 MMoOnew) (2RS/3RS)-2-(2-6yTeH-1-nn)-3-
deHun-1-nHgaHoHa B 200 mn 6e3BogHOro Auxrop-
meTaHa n 70 mn 6e3BogHOro mMeTaHona npu nepe-
MeLUMBaHWM nponyckanu B TeveHne 40 MWH MOTOK
030Ha (3 r o3oHa/yac). 3aTem pacTBop MpoAayBanu B
TeyeHue 5 MUH Kucnopodom u B TedeHne 10 muH ap-
roHom. lMocne gob6aeku 4,3 mn (58,2 mMonen) gume-
TUncynbuaa nepemMeluvsanu B TedyeHne 16 4 npu
KOMHaTHOW TemnepaTtype. PeakumnoHHylo cmechb yna-
puBanu B BakyyMe, ocTaTtok obpabatbiBanu 150 mn
aunxnopmetaHa u nocne gobaskm 20 mMn BoAdbl U
20 M TPUPTOPYKCYCHOWM KUCIOTbI NepemMelunBani B
TeyeHne 1 4 MpM KOMHATHOM Temnepatype. 3aTem
cmech Bbinuanu B 100 mn BoAbl U Npu nepemeLun-
BaHWM HenTpanusoBanu, 4obaBnsas ¢ MOMOLUBIO LuMa-
Tensa rugpokapboHaT HaTpus. lNocne atoro gobaens-
nm ewe 100 mn BoAbl, pasgensanu asbl U BOAHYHO
a3y ABaxAbl IKCTparmposanv COOTBETCTBEHHO MOp-
uusamm no 150 mn gnxnopmetaHa. CoeauHEHHbIE Op-
raHuyeckune dasbl CyLUMNM Hag cynbdaTom MarHus u
KOHLIEHTpMpOBanu B Bakyyme. B pesynbTaTte nonyya-
mm 9,5 1 (99%) (2RS/3RS)-2-(2-okcoatun)-3-deHunn-
1-nHOaHoHa B BMAe Macna, kotopoe 6e3 ganbHen-
Wen nepekpucTannuaaumnm KCronb3oBanu B nocrne-
ayroLlen peakumm.

B) PactBop 3,0 r (12 mmonen) (2RS/3RS)-2-(2-
okcoaTun)-3-deHnn-1-nHgaHoHa n 100 mr n-tonyorn-
cynbdokucnotel B 100 mn 6e3BogHoro Tonyona Ha-
rpeBanu B BogooTAenuTene. B kunsawmn pacteop B
TeyeHne 5 MuH no kannsm gobaensnu pacteop 3,6 r
(48 mmonen) (RS)-1-amuHo-2-nponarHona B 20 mn
6e3BogHOro Tonyona. 3aTeM MpoAoSiKany KUNATUTb
ewe B TedeHne 35 MWH, Npuyem obbem pacTBopuTe-
na cokpawanu go 25 mn. OxnaxaeHHy peakLoH-
HYI0 CMECb OYMLLAanu NocpeacTBOM KOFTIOHOYHOW Xpo-
matorpaduyM Ha cwunukarene (3Tunauertat/Tonyon
1:1). B pesynbTate nonyvanu 2,4 r (69%) (2RS/4RS)-
1-(4-dpeHun-1,4-gurngpounHaeHo[1,2-blnmuppon-1-un)-
nponaH-2-ona B BMAe Macna, KoTopoe HenocpeacT-
BEHHO MCMONb30Banu B NOCneayoLLen peakuum.

r) B oxmaxgeHHbin go 0° pactBop 2,3 1
(7,9 mmonew) (2RS/4RS)-1-(4-dbeHnn-1,4-aurnapouH-
AeHo[1,2-blnuppon-1-nn)-nponan-2-ona n 4,46 mn
(31,8 mmonb) TpuatunammuHa B 60 mMn guxnopmeTtaHa
npuv nepemewwmBaHmn gobaensanu no kannsm 1,24 mn
(15,9 mmornen) meTaHcynbgOHUNXIOpKAa U NpoJon-
Xanu nepemelunsaTb elle B TedeHue 1,5 4 npu aton
TemnepaTtype. 3atem peakuMOHHYyl0 cMmecCb pa3bas-
namm 200 mn amMatunosoro adupa, ABaxAbl MPOMbI-
BanM COOTBETCTBEHHO nopuusMn no 70 mn Hackl-
LLleHHOro pacTBopa ruagpokapboHaTa Hatpus U co-
edVHeHHble BoAHble dha3bl OOMH pa3 dKCTparvposanm
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¢ nomoLbio 140 mn anatunosoro acupa. CoequHeH-
Hble opraHuyeckue asbl npoMbiBanyu 70 Mn Hacbl-
LLleHHOro pacTBopa Xfopuga HaTpus, CyLvnu Hap
cynbdatoM marHus 1 ynapveanu B Bakyyme. lNony-
YeHHOe Kopu4yHeBOe Macno pacteopsnu B 60 mn 6es-
BOOHOTO  AuMeTundopmamuga,  obpabaTtbiBanm
884 mr (13,6 Mmmonelt) asmga HaTpUs U peakLUOHHYHO
CMeCb HarpeBanu npu MNepeMellBaHnM B TeyeHune
16 4 go 60°. Mocne oxnaxaeHns pacTBOp BbiMBaNU
B 140 Mn BoAbl M ABaxAbl SKCTparnpoBanu COOTBET-
CTBEHHO nopuusamu rno 140 mn AnaTUNoBOro admpa.
CoeaunHeHHble opraHudeckne hasbl NpombiBany Mo
ofHoMmy pasy cooTBeTcTBeHHO 140 mn Bogbl 1 140 mn
HacCbILEHHOro pacTBopa Xflopuaa HaTpus, CyLInmu
Hag cynbdaTtoM MarHus M KOHLEHTpMpOoBanu pac-
TBOp B Bakyyme. [lonyyeHHOe KOpU4YHEBOe Macno
ouuLanM NocpeacTBOM KONOHOYHOW XpomaTtorpadum
Ha cunukarene (Tonyon). B pesynbTate nomnyyanu
1,22 1 (49%) (2RS/4RS)-1-(2-asugonponun)-4-
deHun-1,4-gurngpovHaeHo[1,2-bjnuppona B BUAe
mMacna, crerka oKpaLleHHOro B KOPUYHEBbIN LBET.

a) 1,2 r (3,8 mmonsa) (2RS/4RS)-1-(2-a3ngonpo-
nun)-4-cpeHnn-1,4-gurngpovHaeHo[1,2-bjnuppona,
pactBopeHHoro B 50 mn 6e3BogHoro ataHona, rva-
pvpoBanu B npucytcTBun 120 Mr OKMCKM NNaTuHbl B
TeyeHue 5 4. 3aTem oTHUNBLTPOBLIBANM OT KaTanusa-
TOopa, MPOMbIBANu 3TaHOMOM W OTFOHSNM PacTBOPU-
Tenb B Bakyyme. [lonyyeHHoe 6GecLBeTHOe Macro
pactBopsinn B 100 mn 6e3BOAHOrO AUITMIIOBOrO
admpa, dunbTpoBanM n obpabaTbiBanu npu nepe-
MewmBaHun pactsopom 480 wmr (4,13 mmons) dyma-
poBon kucnotel B 20 Mn MeTaHona. 3atem nepeme-
LmBanu B TeyeHue 16 4 Npu KOMHaTHOM TemnepaTy-
pe, nocne yero oTuNbTPOBLIBANU KpUcTanmsbl. B pe-
synbTate nonyyanm 1,04 r (65%) dymapata
(2RS/4RS)-2-(4-deHun-1,4-gurngponHaeHo[1,2-b]-
nuppon-1-un)-1-metunatnunamvHa  (1:0,86) c T1.nn.
191°.

Mpumep 70

a) 13,7 r (77,0 mmonen) 8-meTokcu-1-TeTpanoHa
pacTBopsany B atMocdepe aproHa B 140 mn Tonyona,
nocrne 4yero pgobasnsnun 13,3 mn (155 mmonen) 3-
OyTeH-2-ona, 14,2 mn (116 Mmmonen) 2,2-anMeToKCu-
nponaHa n 300 mr n-tonyoncynbdokucroTel. Pac-
TBOp Harpesanu B TeveHne 90 4 ¢ obpaTHbIM XOro-
AvnbHUKOM. PacTBopuTenb yaansnu B Bakyyme n oc-
TaToK Xpomatorpaduposany Ha 500 r cunukarens
CHayanma C MOMOLUBI rekcaHa/aTunauerata B COOT-
HoweHun 9:1, 3aTeM rekcaHa/aTunauerata B COOT-
HoweHun 4:1 1, HaKoHeL, rekcaHa/aTunauerarta B Co-
oTHoweHun 1:1. B pesynbTaTe Hapsgy CO 3Hayu-
TeNbHbIM KONMYECTBOM HenpopearvpoBaBLUero 3ayK-
Ta (8,3 r) nonyyanu 3,95 r (22%) 2-(2-6yTteH-1-un)-8-
MeTOKCU-1-TeTparnoHa B Bu4e XenToro macna.

6) 11,4 r (49,5 mmonen) 2-(2-6yteH-1-un)-8-
MeTOKCU-1-TeTpanoHa pacTBoOpsfii B CMecu U3
340 mn gmxnopmeTtaHa n 100 mn MeTaHona, 3aTeMm
oxraxganu o -75° 1 o3oHMpoBanu OBOWMHYH CBSI3b
no obbl4HOM MeToAwke. lNocne npodyBKM peakuMoH-
HOM CMecW KMCNopoaom K aproHom gobaensinu no
kannam 7,2 mn (99,0 mmonen) aumetuncynbduaa.
Cwmecn gaBanu HarpeTbCst 4O KOMHaTHOW Temnepary-
pbl U NepemMeluBanu B TedeHne 17 4. PacTtBoputens
yoananu B Bakyyme, octaTtok pacteopsnu B 200 mn
ANaTUNoBOro adhmpa M NpomMbIBanu BoAow. 3atem
CyLUMnN C NOMOLLBIO CynbdaTa HaTpus, dunbTpoBa-
nv n ynapvsanu u nonyyanu npu atom 10,6 r cmecu
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13 gnmetunavetana v anbgernga. 7,0 r aTon cmecn
pacteopsinu B 70 Mn meTunexxnopuga u gobasnsnm
B cmecb U3 8,4 Mn 10%-Hol BOOHOWN LLABENEBOW Ku-
cnotbl, 80 r cunukarena u 210 mn guxnopMeTaHa.
3aTem nepemelunBani B TedeHne 2 4 NpyM KOMHaTHON
Temnepatype. B pesynbTaTe BbIMbIBaHWSA C MOMOLLBIO
avxnopmetaHa/amatunosoro adupa 9:1 nonydanu
5,6 r 8-meTokcuK-2-(2-okcoaTun)-1-TeTpanoHa B Buae
CBETI0-KOPMYHEBOro Macna.

B) 400 mr (1,8 mmonst) 8-meTokcu-2-(2-oKkcoaTun)-
1-TeTpanoHa HarpeBanu C OOpPaTHbIM XONOAUIbHU-
KoM B atmocdepe aproHa ¢ 205 mr (2,0 mmons) N-
aueTunaTuneHguamuHa B 8 Mn Tonyona B TeveHue
15 muH. 3aTem pacTBopuTENb yAansanu B Bakyyme U
ocTatok xpomartorpacpuposanu Ha 40 r cunukarens
CHavana c nomoLubto rekcaHa/atunauetara 1:1, a no-
TOM C MomoLlblo 3Tunauetata. B pesynbTtate mony-
yanu 280 mr (54%) N-[2-(4,5-gurngpo-9-meTtokeu-1H-
6eH3[g]uHgon-1-un)aTunj]-auetammga B BUgeE XenTo-
BaTbIX KpUcTannos ¢ T.nn. 132-133°.

r 23 r (8,0 mmonen) N-[2-(4,5-gurngpo-9-
meTokeu-1H-6eH3[gluHgon-1-un)atun]-auetamuaa
Harpesanu B aTMocdepe aproHa B 23 M 3TUNEHNu-
konsi/sogpl 2:1 B npucytcteumn 2,70 r (48,2 mmonen)
rmapookucu kanus B tevenve 16 4 go 140°. Mocne
OXNAKAEHNS1 pPEeaKkUMOHHYI0 CMeCb BbiMBanM B
200 MmN NOMYKOHUEHTPUPOBAHHOIO pacTBopa XIopu-
Aa HaTpus. 3aTem TpWXKAbl AKCTparmpoBanu ¢ NOMo-
Wb OMITUIIOBOTO 3dhmpa, COEAUHEHHbIE IKCTPaKTbI
NpoMbIBany OAUH pa3 HacbILWEHHbIM PacTBOPOM XI10-
puga HaTtpus, Cylwunu Hag cynbdgaToM HaTpus,
dunbTpoBanu 1 ynapusanu. Cbipo NpogyKT pacTsBo-
psiv B 20 mn meTaHona u obpabateiBanm 0,93 r
(8,0 mmonen) cdymapoBol kucrnoThl. Beinaewimve kpu-
cTanmnbl NepekpucTanM3oBbiBany U3 B obLlen criox-
HocTu 70 mn meTaHona. B pesynbTate nonyyanu
1,76 1 (61%) dymaparta 2-(4,5-AMrnapo-9-MeToKcu-
1H-6eH3[g]uHaon-1-un)-atunamuHa (1:1) B BUAE xen-
TOBaTbIX KpMUCTaNMoB ¢ T.nn. 184-185°.

Mpumep 71

a) PactBop 21,5 r (0,13 monsa) 4-meTtokcu-1-
uwHaaHoHa, 27,4 mn (0,32 mons) 3-6yteH-2-ona u
210 Mr n-tonyoncynbcokucnotel B 27,4 mMn 2,2-
avmeTokecunponaHa n 210 mn 6e3BogHoro Tonyona
KMNATUIKM B TedeHne 16 4 ¢ obpaTHbIM X0noannbHuU-
KOM. 3aTeM peaKUMOHHY0 CMEeCb KOHLEHTpUpOBanu B
BaKyyMe M ouuLany nocpeacTtBoM KONIOHOYHOMW Xpo-
matorpadmm Ha cunukarene (rekcan/aTunauerat
9:1). B pesynbTarte nonyyanu 6,42 r (23%) (RS)-2-(2-
OyTeH-1-un)-4-MeToKCcK-1-MHOAHOHa B BUAE XENTOro
macna.

6) Yepes oxnaxgeHHbln go -70° pacteop 6,42 r
(29,7 mmonen) (RS)-2-(2-6yTeH-1-un)-4-meTokcu-1-
uHaaHoHa B 180 mn 6e3BogHOro guxmnopmeraHa u
60 mn 6e3BogHOro MetaHona npu nepemeLlMBaHuu
nponyckanu B TedeHne 35 MMH NoTok o3oHa (3 r 03o-
Ha/yac). 3aTem pacTBop NpoAdyBanun B TedeHue 5 MuH
kucnopodoM U B TedeHne 10 MuH aproHom. [locne
pob6askn 3,3 mn (44,7 mmons) gumetuncynbduaa
nepeMeLuMBany B Te4eHme 16 4 npu KOMHaTHON TeM-
nepatype. PeakunMoHHyt0 CMeCb ynapveanu B Bakyy-
Me, ocTaTok obpabaTtbiBann 200 mn guxnopmMeTaHa u
nocne gobasku 20 mn Bogbl 1 20 Mn TpUTOPYKCyC-
HOM KMCNOTbl MepeMelunBann B TeYeHne 2 4 npu
KOMHaTHOW TemnepaTtype. 3aTeM CMecCb BbinMBanu B
100 mn BoAbl M NpY NepemMeLlLInBaHUN HENTpanmM3oBa-
nn, pobaBnss ¢ NOMOLBIO LWnaTens rmgpokapboHaT
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HaTpusi. MNMocne aToro go6asnsnu ewe 100 Mn BoAbl,
pasgensnu dasbl M BOAHY0 a3y ABaxAbl IKCTparu-
poBanu COOTBETCTBEHHO nopuuamu no 150 mn au-
xnopmetaHa. CoeanHeHHble opraHuyeckne asbl
CyWMnn Hag cynbdaTtom MarHusi, KOHLEeHTpupoBanu
B BaKyyme U1 Nosfy4YeHHbI CbIpO MPOAYKT KpucTannu-
30Banu u3 aTunauertata/rekcaHa. B pesynbTate no-
nyyanu 5,1 r (84%) (RS)-2-(2-okcoaTnn)-4-MeToKCK-
1-uHOoaHoHa B BMAe Genoro TBepAoro BellecTBa C
T.nn. 71°.

B) PactBop 2,04 r (10 mmonen) (RS)-2-(2-
OKCO3TUM)-4-MeToKCK-1-nHgaHoHa u 80 Mr n-Tonyon-
cynbdokucnotel B 90 mn 6e3BogHoro Tomyona Ha-
rpesanu B BogooTAaenutene. B kunsawmn pacteop B
TeyeHne 5 MWH no kannam gobaenanu pacteop 3,13 r
(41,7 mmons) (RS)-1-amuHo-2-nponaHona B 20 mn
6e3sogHoro Tonyona. 3aTemM MpOAoIDKaNM KUNATUTbL
ewle B TedyeHne 35 MWH, Npuyem obbem pacTeBopuTe-
na cokpawanu o 25 mn. OXnaxaeHHy peakLoH-
HYI0 CMeCb O4MLLanu NocpeacTBOM KONOHOYHOW Xpo-
matorpaduM Ha cwunukarene (3Tunauerat/Tonyon
1:4). B pesynbtate nonyyanm 0,7 r (29%) (RS)-1-(5-
meTokcu-1,4-gurnapounHaeHol1,2-bjnnppon-1-un)-
nponaH-2-ona B BMAE KOPWYHEBOrO Macna, KoTopoe
HernocpeACcTBEHHO WCMOMb3oBanM B NocnegytoLlein
peakuum.

r) B oxnmaxgeHHbin go 0° pactBop 0,7 1
(2,9 mmonsa)  (RS)-1-(5-metokcmn-1,4-4MrMaponHAEHO
[1,2-blnuppon-1-un)-nponax-2-ona 1 1,6 mn
(11,5 mmonen) TpuatnnammHa B 20 Mn guxropmeTta-
Ha npv nepemelMBaHUM [o0aBNANM MO Kanmsm
0,45 mn (5,77 mmonelt) meTaHCynbdoHMNXIopuaa 1
npogorkanu nepemelnBatb ele B TedyeHne 1,5 4
npu 3TOM TemnepaType. 3aTeM peakuMOHHYI0 CMeChb
pasbasnanu 200 mn guatunoBoro adupa, ABaxabl
NpoMbIBanM COOTBETCTBEHHO nopumsmy no 70 mn
HacbILEHHOro pacTBopa rmgpokapboHaTa HaTpus u
coefuHeHHble BoAHble da3bl OAUH pa3 IKCTparnpo-
Banu ¢ nomowpio 140 mn guatunosoro agmpa. Co-
eVHeHHble opraHuyeckne dasbl npoMbiBann 70 mn
HacbILLEHHOro pacTBopa Xflopuaa HaTpus, CyLuvmm
Hag cynbdaToM MarHus 1 ynapuBanu B BaKyyMme.
MonyyeHHoe kopunyHeBoe mMacno pacTeopsny B 20 mn
6e3BogHoro gumetundopmamuaa, obpabatbiBanu
366 mr (5,6 MMoneit) asuga HaTpUs U PeakLMOHHYIO
CMeCb Harpesanu npu nepeMellBaHnM B TeyeHune
18 4 o 60°. MNocne oxnaxgeHWs pacTBOP BbiNMBanNu
B 140 Mmn BoAbl M ABaxAbl AKCTparMpoBanu COOTBET-
CTBEHHO nopuusmu no 140 mn AnaTMnoBoro agupa.
CoeaunHeHHble opraHudeckne asbl NpombiBanM Mo
ofiHomy pasy cootBeTcTBeHHO 140 mn Boabl n 140 mn
HacCbILEHHOro pacTBOpa Xfnopuga HaTpus, Cywumm
Hapg cynbdaToM MarHusi U pacTBOpP KOHLEHTpMpoBa-
nn B Bakyyme. [lony4yeHHOe KOpUYHEBOE Macro o4u-
Lan” NocpeacTBOM KOMIOHOYHOW XpomaTtorpaduu Ha
cunukarene (tTonyon). B pesynbtaTte nonyyanu 0,55 r
(73%) (RS)-1-(2-a3ngonponwun)-5-metoken-1,4-gurna-
povHaeHo[1,2-blnupporna B Buge ©GecuBeTHOro
macna.

a) 0,54 r (2,0 mmons) (RS)-1-(2-asmgonponun)-5-
mMeTokeu-1,4-aurnapovHaeHol1,2-bjnnppona, pacTteo-
peHHoro B 20 mn 6e3BoagHOro aTaHona, rmgpyvpoBanm
B NPUCYTCTBUM 54 M OKMCK NraTuHbl B TeveHne 17 u.
3aTtem OTuNLTPOBLIBaNM OT KaTanusaTopa, NPOMbl-
Banu 9TaHOMOM W OTIOHSANM pacTBOPUTENb B BaKyy-
me. lMonyyeHHoe GecuBeTHOe Macro pacTBOpsnv B
50 mn 6e3BogHoro AnMaTunosoro acupa, punbTposa-
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nM n obpabaTtbiBanu npu nepemeluMBaHMn pacTBo-
pom 110 mr (0,95 mmons)) dymapoBOM KUCHOTblI B
10 mn meTaHona. 3aTem nepemMelunBann B TeyeHue
22 4 Npu KOMHATHOW Temnepartype, nocre 4ero oT-
dunbTpoBbIBany 6enbie Kpuctannel. B pesynbtaTe
nonydann 500 wmr (83%) dymapata (RS)-2-(5-
meTokcu-1,4-gurnapouHaerol1,2-bjnnppon-1-un)-1-
meTunatunamuHa (1:0,5) ¢ T.nn. 194°.

Mpumep 72

a) Pacteop 0,95 r (3,1 mmons) (2RS/4RS)-2-(4,5-
avrngpo-4-gpennn-1H-6eH3[gluHgon-1-un)-1-metun-
aTunamuHa B 15 mn 6e3BogHoro nupugnHa obpaba-
TbiBanu 15 Mn aHrmgpmaa YKCYCHOW KUCIOTbl U Ha-
rpesanv npu nepemMewBaHnm B TedeHne 30 MuH go
50°. 3aTeM peakuMOHHY0 CMeCb CnvBanu Ha neg u
obpabatbiBanu 70 MN HaCbIWEHHOIO pacTBopa rma-
pokapboHaTa HaTpus. 3aTtem ABaxabl 3KCTparnposa-
NN COOTBETCTBEHHO nopumamu no 100 mn auxnopme-
TaHa, coedVHeHHble opraHudeckue asbl OOWH pa3
npombiBanu xornogHon 3H cepHon KMCNOTOM U OAWH
pa3 XOnoAHbIM HacbIWeHHbIM PacTBOPOM rMapokap-
6oHaTa HaTpus. lNMocne cywku pacTtBopa Hag Cynb-
¢aToM MarHus pacTBOpUTENb OTIOHSNW B BaKyyme U
ocTaTtok pacteopsinu B 40 mn 6e3BOAHOro AMoKcaHa.
B3arem pobaensanu 729 mr (3,21 mmons) 406 v kuns-
T™MNM B TeveHne 1 4 ¢ oBpaTHLIM XOMOAWBHUKOM,
nocne Yero peakLMOHHYI0 CMeChb KOHLEHTPUpoBanu B
BaKyyMe M OCTaToK OuvMLLany NocpeacTBOM KOMOHOY-
HOM xpomaTorpacum Ha cunukarene (guxnopme-
TaH/meTaHon 20:1). B pesynbTtate nonydanu 0,69 r
(64%) (RS)-N-[2-(4-(deHnn-1H-6eH3[g]uHaon-1-nn)-
1-meTunaTun]-aueTamuga B BUAE CBETNO-KOPUYHEBO-
ro TBEpOoro BellecTBa, koTopoe 6e3 AanbHewiLlen
nepeKkpucTanM3auuM ucnosb3yloT B MNOCreaytoLLen
peakuuu.

6) Cmecb 670 mr (1,96 mmonsa) (RS)-N-[2-(4-
deHun-1H-6eHs[g]luHaon-1-nn)-1-meTunaTun]-aueT-
amupa, 1,32 r (23,4 Mmornen) rmapookMcu Kanusi B
15 mn Bogbl 1 30 MN 3TUMEHIIIMKONSA KUNATUNN B Te-
YeHue 46 4 ¢ obpaTHbIM XONOAUIBLHUKOM. 3aTeM pe-
aKLMOHHYIO cMecb BblnvBanu B 80 M HacbILEHHOro
pacTBopa Xropuaa HaTpus U ABaX4bl 9KCTparnposa-
N COOTBETCTBEHHO nopuusamu no 80 mn aTunaueTa-
Ta. CoegvHeHHble opraHuyeckne pasbl ognH pa3
npombiBanu 100 MN HacbILLEHHOro pacTBopa Xriopu-
Aa HaTpWs W Cymnn Hag cynbdaTtom marHus. Mocne
KOHLIEHTPaLuM B Bakyyme OCTaTOK o4uLlani nocpea-
CTBOM KOJIOHOYHOW Xpomartorpaduu Ha cunvkarene
(amxnopmetan/meTtaHon 9:1) M nonyyYeHHoe Macro
[308 mr (1,03 mmons)] pacteopsnu B 30 mn 6e3Boa-
HOro AMaTWnoBoro adwmpa, unbTpoBanu n npu ne-
pemMelimBaHuM obpabatbiBanu pactBopom 119 wmr
(1,03 mmons) bymapoBo KUCOTel B 6 M1 MeTaHona.
3aTtem nepemewmBanu B TedeHne 20 4 Npu KOMHaT-
HOM TemnepaType, Mnocne 4Yero OTMWUILTPOBbLIBAMM
6enble kpuctannbl. B pesynbtate nonyyanu 308 mr
(41%) dymapaTta (RS)-2-(4-dbeHun-1H-6eH3[gluHaon-
1-un)-1-metunatunamuna (1:0,7) ¢ T.nn. >230°.

Mpumep 73

a) B oxnaxpeHHbn go -70° pactBop 2,96 r
(18,3 mmoren) 6-meTtoken-1-nHgaHoHa B 300 mn Ges-
BOOHOro TeTparmgpodpypaHa npu nepemeLlunBaHun
pobasnanu no kannam B TedeHne 10 MWMH NPUroToB-
neHHbIn npu 0° u3 3,12 mn (22 Mmons) AUU30NpPoNuUI-
amuHa n 13,8 mn (22 mmons) H-6ytunnutua (1,6H B
rekcaHe) pacteop JIOA (nutungumsonponunammaa) B
40 wmn 6GesBogHoro TeTparugpodypaHa. Yepes
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30 MWH B 9TOT pacTBOp B TeyeHve 5 MuH Jobasnsnm
no kannam pacteop 1,62 mn (20,2 mmoneit) xropaue-
ToHa B 40 mn 6e3BogHoro TeTparngpodypaHa, nocne
Yyero nepemMeLLnBann B TeYeHne 2 4 Npyv KOMHAaTHON
Temnepartype. 3aTeM peakLUUOHHYI0 CMEChb BbinMBanu
B 150 mn nbaa, gobasnsnu 150 M HacbIWEHHOro
pacTBopa xnopvaa HaTpus 1M ABax4bl SKCTparnposa-
nu cooTeBeTcTBEHHO nopumsmn no 300 mn AnaTUno-
Boro adwmpa. CoeguHeHHble opraHudeckme dasbl
OoAuH pas npombiBany 200 M HacbIWEHHOro pacTBo-
pa xnopuaa HaTpusi, CyLUMNN Had cynbgaToM mMarHus
W KOHLEHTpupoBanu B Bakyyme. [Nony4eHHbIN Cbipon
NPOAYKT ouuLLani NocpeacTBOM KOMOHOYHOW Xpoma-
Torpadum Ha cunukarene (rekcaH/guaTnnoBbIi achup
CHayana B cooTHoweHun 3:2, a 3atem 2:3). B pe-
synbTate nonyvanu 1,8 r (45%) (RS)-6-meTokcn-2-(2-
okconponun)-1-MHgaHoHa B BuAe Macna KpacHoOro
useta.

6) Pacteop 1,8 r (8,3 mmonen) (RS)-6-meTokcu-
2-(2-okconponun)-1-nHgaHoHa n 70 Mr N-Tomyoncynb-
dokmcnoTel B 70 M 6e3BOAHOIO Tonyona Harpesanm
B BogooTAenuTene. B kunawwmin pactBop B TeveHue
5 MuH pgobaBnsnu no kannsm pacteop u3 2,48 r
(33 mmons) (RS)-1-amuHo-2-nponaHona B 20 mn 6e3-
BOOHOrO Tonyona. 3atem npogosikany KUnsiTuts eLe
B TeveHue 3 4, Npuyem obbeM pacTBOpUTENs Cokpa-
wanu go 30 mn. OxnaxaeHHY peakLMOHHYI0 CMeCh
ouuLanM NocpeacTBOM KONOHOYHOW XpomaTorpadum
Ha cunukarene (AnaTnNoBbI admp/rekcaH 7:3). B pe-
synbTate nonyyvanu 1,37 r (65%) (RS)-1-(7-meTokcu-
2-meTtun-1,4-gurmapounnHaeHol1,2-blnuppon-1-un)-
nponaH-2-ona B Buge TBepAoro BellecTBa C T.nn.
110°.

B) B oxnaxgeHHbwn go 0° pactBop 1,35 1
(5,3 mmonen) (RS)-1-(7-meToken-2-metun-1,4-gurna-
povHaeHo[1,2-b]nuppon-1-un)-nponaH-2-ona "
2,9 mn (20,9 mmonen) TpuatunamuHa B 40 mn au-
XropMeTaHa npu nepemeLusaHnm gobasnsny no ka-
nnam 0,81 mn (10,5 mmonelt) meTaHcynboHMNXIo-
pvaa v Npogoskany nepemelunBaTth elle B TeyeHne
1,5 4 npu aton Temnepatype. 3aTemM peaKkUMOHHYIO
cMecb Bbinueanu B 70 mn BoAbl, ABaXAbl IKCTparu-
poBanu CoOTBETCTBEHHO nopuuamu no 100 mn au-
XropMeTaHa W COeAMHEeHHble opraHudeckue dasbl
NpoMbIBany No O4HOMY pa3y COOTBETCTBEHHO 70 mn
HacCbILEHHOro pacTBopa rmgpokapboHaTa HaTpus u
70 Mn HacbILLEHHOro pacTeopa xfnopuga HaTpus, cy-
LUMAM Hag cynbgaTom MarHus v ynapveanu B Bakyy-
me. [Mony4yeHHOe KOpMYHEBOE Macno pacTBOpPsANM B
40 mn 6essogHoro gumertundopmamuga, obpabaTtbl-
Banu 0,68 r (10,5 Mmmonein) asmga HaTpus 1 peakuu-
OHHYIO CMeCb HarpeBanv npu nepeMelLnBaHun B Te-
YeHue 23 4 go 80°. Mocne oxnaxaeHusi pacTBop Bbl-
nvBanu B 70 mn BoAbl M ABaxAbl 3KCTparnposanm
COOTBETCTBEHHO nopuusamu no 100 mn aTunauerara.
CoeaunHeHHble opraHudeckue asbl NpombiBanM Mo
OofiHOMy pasy cooTBeTcTBeHHO 70 mn Boabl 1 70 mn
HacCbILEHHOro pacTBOpa Xnopuga HaTpus, Cywunm
Hag cynbdaTtoM MarHus M KOHLEHTpMpOBanu pac-
TBOp B Bakyyme. [lonyyeHHOe KOpUYHEBOe Macno
oyumLiany NocpeacTBOM KOFIOHOYHOWM XxpomaTtorpadum
Ha cunukarene (Tonyon). B pesynbTate nomydanu
0,93 r (62%) (RS)-1-(2-a3ngonponun)-7-MeToKcu-2-
metun-1,4-gurugpouHaeHo[1,2-bjnuppona B BUAE
6ecLBeTHOro macna.

r) 0,92 r (3,3 mmons) (RS)-1-(2-asngonponun)-7-
MeToKcu-2-MeTun-1,4-guruaponHaeHo[1,2-bjnmppo-
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na, pactBopeHHoro B 70 mn 6e3BogHoOro ataHona,
rmapuposanu B npucyTcTeum 90 Mr oKMCU NnaTuHbl B
TeyeHve 16 4. 3atem oTUNLTPOBLIBANM OT KaTanu-
3atopa, MpoMbIBanM 3TAHOMIOM W OTIOHANM PacTBO-
puTenb B Bakyyme. [lonyyeHHoe GecLiBeTHOe Macno
pacteopsinu B 70 mn 6e3BoOAHOrO0 ANMATMNOBOrO adu-
pa, dunbTpoBanu n obpabatbiBanu Npu nepemeLLm-
BaHuM pacTteopoMm 160 mr (1,4 mmonsa) dymapoBon
KucnoTbl B 15 Mn meTaHona. 3atem nepemelumsanv B
TeveHne 17 4 nMpu KOMHATHOW TemnepaType, nocne
Yero oTdunbTpoBbIBaNM Genble kpuctannel. B pe-
synbTate nonyyanu 800 mr (78%) dpymapara (RS)-2-
(7-meTokcn-2-metun-1,4-gurngponHaeHo[1,2-bjnup-
pon-1-un)-1-metunatunamuna (1:0,5) ¢ T1.nn. 187-
188°.

Mpumep 74

a) B oxnaxpgeHHbin go -70° pactBop 3,24 r
(20 mmonen) 5-metokcun-1-nHoaHoHa B 350 mn 6es-
BOOHOro TeTparmgpodpypaHa npu nepemelunBaHum
pobasnanu no kannsam B TedeHne 15 MUH NpUroTos-
neHHbIn npu 0° u3 4,25 mn (30 mmonein) aunsonpo-
nunammHa 1 18,8 mn (30 mmonen) H-GyTunnnTus
(1,6H B rekcaHe) pacteop JIOA B 60 mn 6e3BogHoro
TeTparnapodypaHa. Yepes 45 MyuH B 3TOT pacTsop B
TeyeHne 15 muH gobaBnanu No KammsiM pacTBop
1,6 mn (20 mMonen) xnopaueToHa B 60 mn 6e3Boa-
Horo TeTparnapodyypaHa, nocne Yero nepemeLuvBa-
N1 B TeyeHve 2 4 Npu KOMHaTHOM TemnepaTtype. 3a-
TEM peakuMoHHYI0 cMeck Bblnuanu B 150 mn neaa,
pobasnanu 150 mn HackILWEHHOro pacTBopa xropuaa
HaTpus M ABaXObl SKCTParnpoBanu COOTBETCTBEHHO
nopumsamm no 300 mn guatunosoro agupa. Coegu-
HeHHble opraHuyeckve casbl OAuH pa3 MpoMbiBanu
200 mn HacbllWeHHOro pacTtsopa Xxropuga HaTpws,
CyLIMnu Hag cynbgaTom MarHust U KOHLEHTpUpoBanm
B BakyyMme. [lonydeHHbI CblIpon NPOAYKT ouvuLanu
NoCpeAcTBOM KOMOHOYHOWM XpomaTorpadpum Ha cunu-
Karene (rekcaH/gnatnnoBbii acpup 3:7). B pesynbTa-
Te nonyyanu 1,4 r (32%) (RS)-5-meTokcun-2-(2-okco-
nponun)-1-uHgaHoHa B BuAe TBEpPOOro BellecTBa C
T.nn. 73°.

6) PactBop 1,2 r (5,5 mmonen) (RS)-5-meTokeu-
2-(2-okconponun)-1-uHgaHoHa n 60 Mr n-tonyoncysnb-
dokucnoTtsel B 70 mn 6€3B0gHOrO TONyorna Harpeeanu
B BogooTAenuTene. B kunawwmii pactBop B TeveHue
5MuH no kannam pgobasnanm  pacteop 1,65 r
(22 mmons) (RS)-1-amnHo-2-nponaHona B 20 mn 6es-
BOOHOro Tonyona. 3atem npoosbkany Kunstutb eLle
B TeveHue 3 4, NpuyeM obbeM pacTBOpUTENS COKpa-
wanu go 30 mn. OxnaxaeHHyo peakLUOHHYI0 CMeCh
oumLLanv NocpeacTBOM KONOHOYHOW XpomaTorpadumm
Ha cunukarene (gnatunoBsbiv admp/rekcaH 7:3). B pe-
synbTate nonyvanu 1,17 r (82%) (RS)-1-(6-meTokeu-
2-metun-1,4-gurmpgpounnHaeHo[1,2-bjnuppon-1-mn)-
nponax-2-ona B BUAge mMacna.

B) B oxnaxpeHHem po 0° pacteop 1,16 r
(4,5mmonqa)  (RS)-1-(6-meToken-2-metun-1,4-gurna-
povHaeHo[1,2-b]nuppon-1-nn)-nponaH-2-ona "
2,5 mn (18 mmonein) TpuatnunammHa B 50 mn guxnop-
MeTaHa npuv nepemMeLlunBaHuy Jo6aBnNAnmM No Kanmnsam
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0,7 mn (9,0 mmonen) meTtaHcynbdoHUNXIOpPUaa "
npodorkanu nepemelinBaTtb ele B TedyeHne 1,5 4
npu 3ToK TemnepaType. 3aTeM peakLMOHHYH0 CMeChb
BbinvBanu B 70 MmN BoAbl, ABaXAbl 9KCTParMposanm
COOTBETCTBEHHO nopuuamu no 100 mn anxnopmeTa-
Ha U CoefMHeHHble opraHuyeckue dasbl NPOMbIBaNIM
no 0gHOMY pa3y COOTBETCTBEHHO 70 MM HacCbILLEHHO-
ro pacteopa rmgpokapboHata HaTpusi u 70 Mn Hacbl-
LLleHHOro pacTBopa Xfopwga HaTpus, CyLvnu Hap
cynbdatoMm marHus 1 ynapveanu B Bakyyme. lNony-
YeHHOe KopuyHeBoe Macno pacteopsinu B 40 mn 6es-
BOAHOro avmMetundopMamnaa, obpabateisanu 0,58 r
(9,0 mmonen) asnga HaTpust U PEaKLMOHHYH CMECh
HarpeBanu npu nepemeLuMBaHWn B TeyeHne 16 4 go
80°. Mocne oxnaxaeHnst pacTeop Bbinuanu B 70 Mn
BOObl W ABaXObl 3KCTparMpoBanu COOTBETCTBEHHO
nopuusmm no 100 mn atunauetata. CoeanHeHHbIe
opraHuyeckue asbl NPOMbIBANU MO OZHOMY pasy
cooTtBeTcTBeHHO 70 mn Boabl 1 70 MN HaCbILWEHHOrO
pacTBopa xnopuaa HaTpws, CyLUMNN Hag cynbdaTtom
MarHus 1 KOHLEHTpMpoBanu pacteop B Bakyyme. [lo-
ny4YeHHOe KOPUYHEBOE Macrio ouuLLany nocpeacTsom
KONOHOYHOWM Xpomatorpaduvmn Ha cunvkarene (Tony-
on). B pesynbTtate nonyyanu 0,86 r (55%) (RS)-1-(2-
asungonponun)-6-meTokcu-2-meTun-1,4-aurngponHae-
Ho[1,2-b]nuppona B Buae 6ecuseTHOro Macrna.

r) 0,85 r (3,0 mmons) (RS)-1-(2-asngonponun)-6-
MeToKcu-2-meTun-1,4-guruaponHaeHo[1,2-blnuppo-
na, pactBopeHHoro B 50 mn 6e3BogHoro ataHona,
rMApVMpoBanu B NpucyTcTBum 85 Mr oKMCU NnaTuHbl B
TeyeHne 17 4. 3aTem OTOUNLTPOBLIBANM OT KaTanu-
3aTopa, MPOMbIBAnM 3TaHOMOM W OTIOHSMM PacTBO-
puTenb B Bakyyme. [NonyveHHoe GecLBeTHOe Macro
pacTtBopsnu B 70 mn 6e3B04HOIO ANITUIIOBOrO achu-
pa, dunbTpoBanu 1 obpabaTeiBany nNpu nepemeLLn-
BaHuMM pacTtBopoM 155 mr (1,3 mMmonsa) dymapoBon
kucnoTbl B 15 Mn meTaHona. 3aTem nepemelLnBanv B
TeyeHne 19 4 Npu KOMHATHOW Temnepartype, nocne
Yyero oTdunbTpOBbIBANM OGenble kpuctannbl. B pe-
synbTate nonyyanmu 780 mr (83%) cdymapara (RS)-2-
(6-meTokcu-2-metun-1,4-gurngponHgeHo[1,2-blnvp-
pon-1-un)-1-metunatunamuna (1:0,5) ¢ T.nn. 215°.

Mpumep A

Mo obblyHOWM MeToAWKe M3roTaBnmBatoT Tabnetku
cneayloLero coctasa, ykasaHHoro B 1abn. 4.

Mpumep b

Mo obblyHOWM MeToAWKe M3roTaBnmBatoT Tabnetku
cneayloLero coctasa, ykasaHHoro B 1abn. 5.

Mpumep B

M3roToBneHne kancyn cregylowero CcocTasa,
npuseaeHHoro B Tabn. 6.

AKTMBHOE BeLLeCcTBO C COOTBETCTBYIOLLEN Benu-
YMHOM YacTul, KPpUCTaNNMYECKyro NakTto3y U MUKPO-
KpUCTannuM4eckylo Lennionosy TwaTenbHO nepemMe-
LUMBAIOT OO MOMyYeHUs rOMOreHHOW Macchl, Npomnyc-
KaloT yepe3 cuto, nocrne 4vero Aob6aBnsloT TanbkK K
CTeapaT MarHus 1 nepeMeluvsatot. 3atem u3 nomny-
YEeHHOW CMeCU M3roTaBfMBalOT TBEPAOXKEeNaTUHOBbIE
Kancyrbl COOTBETCTBYIOLLEN BEMNYMHbI.
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Tabnuua 1
a 0 B
BywinupoH 19,50 3700,0 990,0
NAN-190 0,56 1800,0 581,0
5HT 1,50 9,5 1730,0
MeTepronuH 4,80 5,5 64,9
mCPP 227,00 53,0 319,0
RU 24969 8,0 159,0 2500,0
CP 93129 1620,00 2780,0 29200,0
PutaHcepuH 5750,00 37,0 3,1
MupeHnepoH 2879,00 37,0 2,9
3 2830 11,4 2160
4 3230 49,3 2170
5 2560 20,2 591
7 2160 24,0 1200
21 1350 56,6 2540
22 1590 30,4 1400
23 347 45,2 3340
28 1070 78,7 1630
30 298 58,1 479
31 337 28,1 874
32 139 18,0 1666
34 1620 107,0 2640
53 1100 308,0 11300
54 825 116,0 2590
55 1260 371,0 8350
59 97 23,8 1510
64 384 85,4 773
67 1750 146,0 1070
69 3460 143,0 854
Tabnvua 2
a 0 B
1 5,66 8,49 7,27
2 5,39 9,44 8,03
3 8,16 7,12
8 5,34 8,63 7,18
9 5,56 8,29 7,46
12 5,00 8,00 6,94
14 5,00 7,78 7,62
17 5,00 7,74 6,25
25 5,00 7,38 6,26
26 5,25 7,58 717
37 5,32 7,45 6,51
44 5,73 7,10 6,57
50 5,62 6,97 6,35
Tabnvua 3
Mpumep Ne EDso (Mr/Kr, NOOKOXHO)
1 0,90
2 0,50
3 1,20
4 2,70
5 3,20
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Tabnvua 4
Mr/TabneTky
AKTMBHOE BeLLeCcTBO 100
JlakTo3a nopowkoobpasHas 95
KyKypy3HblIli kKpaxman 6enbin 35
MonvBuHUNNMPPONNAOH 8
Na-kapboKCMMETUIMPOBaHHbLL KpaxMan 10
CrteapaTt marHusi 2
Bec Tabnetku 250
Tabnuua 5
Mr/TabneTky
AKTMBHOE BeLLeCcTBO 200
JlakTOo3a nopoLukoobpasHas 100
KyKypy3HbIli kKpaxman 6enbin 64
MonvBuHUNNMPPONNAOH 12
Na-kapboKCMMETUNMPOBaHHbLIN Kpaxman 20
CreapaTt marHus 4
Bec Tabnetku 400
Tabnvua 6
mr/kancyny
AKTMBHOE BeLLecTBO 50
JlakTOo3a KpucTannnyeckas 60
MukpokpucTannuieckas Lennonosa 34
Tanbk 5
Crteapat marHusi 1
Bec kancynbl 150

AN "YkpaiHCbKWi iIHCTUTYT NPOMMUCOBOT BnacHocTi" (YkpnaTeHT)
Ykpaina, 01133, Kuis-133, 6ynbB. Jleci YkpaiHku, 26

(044) 295-81-42, 295-61-97

MignucaHo oo opyky
O6csar 06n.-eua. apk. Tupax 50 npum.

2001 p. ®dopmat 60x84 1/8.

YkpIHTEI, 03680, Knie-39 MCI1, Byn. Nopbkoro, 180.

(044) 268-25-22

55




