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(57) 1. Cnonyka cpopmynu (1)

S+ - BOOEHbB, ranoreH, rigpokcu ado ankoken (1-3C);
S2 - BOAeHb abo ranoren;

S3 - BOAEHb, ranoreH, rigpokcu abo ankoken (1-3C);
S4 - BOAeHb, ranoreH abo ankin (1-6C), akun moxe
Oytn 3amiweHunn rigpokeu, ankoken (1-3C), amiHo,
MOHO- abo piarnkinamiHorpynotw 3 1-3 atomamu C B
ankineHiv rpyni (rpynax), SH a6o ankin (1-3C);

X - asoTt abo Byrmeup;

Y - a30T abo kuceHb, AKLWo X - a30T, abo a3oT, konn X
- BYIneup;

R3 Ta R4 He3anexHo oauH Big 0AHOrO - BoAeHb abo
ankin (1-3C);

Rs - BogeHb abo ankin (1-6C), akun moxe 6ytn 3ami-
weHun ranoreHom, CN, CFs, rigpoken, ankoken (1-
3C), cynbdoninankinom (1-3C), amiHo, MoHo- abo
adiankinamiHorpynoto 3 1-3 atomamu C B arkinbHin
rpyni (rpynax), konu X - Byrmeub 4v asoT, abo Rs -
ankoken (16C), SH abo S-arkin (1-3C), konn X —
Byrneub;

R's - BogeHb a6o ankin (1-3C);

Re - BOAeHb abo arkin (1-3C);

R7 - BogeHb abo arnkin (1-3C);

Rs Ta Re pa3om abo Rs' Ta Re pasom MoXyTb yTBO-
ptoBaTn 3-7-4neHHy UMKMiYHY rpyny, aka moxe 0y
3aMillieHa HWKYMM arkinom, ranoreHom, CN a6o CFs,
a RstRs' pasom MoxyTb yrBOptoBaTM 3-7-UneHHe
Kinbue, a

Z41, Z> Ta Z3 - Byrneub, abo Z1 - a3oT, a Z> Ta Z3 - ByI-
neub, abo Z1 Ta Z3- Byrmeupb, a Z - a3oT, abo Z1 Ta
Z,- Byrneup, a Z3 - a3or;

A - (noni)umknoarnkinbHa cucTema, WO ckrnagaemcd 3
4-10-4neHHKX Kineub, siki MOXyTb ByTM 3amilleHi ra-
noreHom, CF3, ankinom a6o ankoken (1-3C), CN, OH
abo SH, Ta il (papMaKkonoriYHo NPUMHATHI Coni.

2. Cnocidb ogepxaHHsi crnonyku, 3asBneHoi B n. 1,
AKUN BiAPI3HAETLCA TUM, LLO CMONYKY OOEPXYI0Tb 3a
HaCTYMHO CXEMOIO:

E

e e

(13) C2

anT1TTS
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npu4oMy nicnsa etany i yTBOpolTLCA ABa AiacTepeo-
Mepw, siki micna eTany iii MoxyTb 6yt po3aineHi ko-
JIOHKOBOK XpoMaTorpaguietdo Ha eHaHTIOMEPHO YUCTI
aiactepeomepu.

3. ®apmaueBTMYHA KOMMO3ULisl, WO MiCTUTb NpUHan-
MHi OAHY CNOnyKy 3a M. 1 9K Aitody peyoBUHY.

4. 3acTtocyBaHHA CMONykW, 3asiBneHoi B n. 1, ans
npuroTyBaHHa apmaueBTUYHOT KoMno3nuii ana ni-
KYBaHHS CTaHiB Ta XBOp0OO, CNpUYNHEHUX po3najamu
y MeioBaHin HeMPOTEH3NHOM nepedadi iIMMyrbCiB.

5. BacTtocyBaHHS crnonyku 3a n. 1 ans nNpuroTyBaHHS
dapmaueBTMYHOT KOMNOo3uLii Ans NiKyBaHHA NCUXo-
3iB.

6. 3acTocyBaHHS crnonyku 3a n. 1 ans nNpuroTyBaHHS
bapmaLeBTUYHOT KOMNO3ULT ANs NiKyBaHHA XBOPOOU
MapkiHcoHa.

7. 3acTocyBaHHA Cnonyku 3a n. 1 AN NpUroTyBaHHS
dapmaLeBTMYHOT KOMNO3uLiT AN NiKyBaHHA adenpe-
Cil.

8. 3actocyBaHHA cnonyku 3a n. 1 AN NPUroTyBaHHS
hapmaueBTUYHOT KOMNO3KWLii ANS nNiKyBaHHS CTaHiB
36eHTexeHOCTi.

BuHaxin ctocyetbcsa rpynu HOBUX NOXigHMX 2,3-
AdiapunnipasoniavHy, siki MatTb iHribyBanbHy akTuB-
HiCTb LWOAO0 PepMeHTIB, SKi po3knagatTb Hemponen-
MO HEMPOTEH3UH.

BcTaHoBneHo, wo cnonyku dopmynu (1)

(1

e

- S1 - BOAEHb, ranoreH, rigpokc abo ankokci (1-
30C)

- S2- BogeHb abo ranoreH

- S3 - BOAeHb, ranoreH, rigpokc abo ankokci (1-
30C)

- S4 - BogeHb, ranoreH abo ankin (1-6C), skui
Moxe ByTn 3amiweHui rigpokci, ankokc (1-3C), ami-
HO, MOHO- abo fjarkinamiHorpynoto 3 1-3 atomamu C
B alnkinbHin rpyni (rpynax), SH abo ankin (1-3C)

- X - asort abo Byrneub

-Y - a30T abo KuceHb, ko X - a3oT, abo asor,
konu X - ByrmeLp

- R3 Ta R4 He3anexHo oguH Big OAHOIO - BOAEHb
abo ankin (1-3C)

- Rs - BogeHb abo arkin (1-6C), siknit moxe 6yt
3amiweHui ranoreHom, CN, CF3, rigpokci, ankokci (1-
3C), cynbgoHinankinom (1-3C), amiHO, MOHO- ab6o
AiankinamiHorpynoto 3 1-3 atomamn C B arkinbHin
rpyni (rpynax), konu X - Byrneub 41 asoT, abo R5 -
ankokci (1-6C), SH abo S-arkin (1-3C), konu X - Byr-
neup

- R's - BogeHb abo ankin (1-3C)

- R - BOAeHb abo ankin (1-3C)

- R7- BogeHb a6o ankin (1-3C)

- Rs Ta Rs pasom abo R's Ta Re pa3om MOXyTb
yTBOptOBaTU 3-7-4YNEHHY UMKNIYHY rpyny, sika Moxe
Oy™ 3amileHa HWKYMM arkinom, ranoreHom, CN a6o
CF3, a Rs+R's pazom MoxyTb yTBOptOBaTU 3-7-4reHHe
Kinbue, a

- Z4, Z> Ta Z3 - BYmMeup, abo Z; - asoT,a Z> 1a Z3
- Byrmeub, abo Zs Ta Zs - Byrmeub, a Z2 - a30T, abo Z;
Ta Z2 - Byrmeub, a Z3 - a3oT

- A - (noni)umknoankineHa c1cTema, WO cknaja-
€Tbca 3 4-10-4neHHUX Kineup, siKi MOXYTb Gyt 3ami-
weHi ranoreHom, CF3, ankinom abo ankokci (1-3C),
CN, OH ab6o SH, Ta ix coni MatoTb iHribyBanbHy akTu-
BHiCTb MPOTW PO3KNazy HEMPOTEH3VHY.

3okpema, Ui cnonykuy iHrioytoTe doepmeHT TimeT
onironentngasy EC 3.4.24.15 T1a HewnponisnH EC
3.4.24.16, sKi po3wwennionTe HENpONenTUA HempoTe-
H3WH.

3aBasku iHribyBaHHIO po3knagy HEWpPOTEH3NHY
TMMUK pbepMeHTaMm 36inbLYyI0TECA PiBHI €HOOMEeHHOro
HENPOTEH3VHY, O CMpUSiE MiKyBaHHIO XBOpOO, NoB'sa-
3aHUX 3 PIBHAMU HENPOTEH3NHY.

Cnonyku 3rigHoO 3 BUHAXO4OM aKTUBHO iHIGyI0Tb
3a3HaveHi epMeHTM y gianasoHi 3HaueHb plCso 5,0-
8,0 npu BMNpPOOYBaHHSX 32 METOAMKOD, OMUCAHOK Y
[Biochem. J 280, 421-426 Ta Eur. J. Biochem. 202,
269-276].

Cnonyku 3rigHo 3 BUHaxo4oM MOXHa BUKOPUCTO-
BYBaTW ONS NiKyBaHHSA CTaHiB Ta xBOpoO, cnpuynHe-
HUX po3nagaMmu y MefinoBaHii HEVMPOTEH3UHOM ne-
pedavi iMnynbCiB, Hanpuknag, nepudepinHux
po3nagiB KpoB'AHOrO TMCKY abo CrOpPOXHEHHS LUMyH-
Ky, HEpBOBMX po3napiB, 9k xBopoba lMapkiHCcoHa, Ta
po3nagiB LeHTparnbHOi HepBOBOI CUCTEMW, Hamnpu-
knag, 6eHTEXHICTb, AeNpPEecis, NCUX03U Ta iHLWi ncuxi-
YHi po3nagu.

Cnonyku dopmynn (1) moxHa opepkyBatn on-
HUM 3 YOTUPbLOX HacTyNHMx cnocobis A, B, C, D. Bu-
XiAHUMW cnonykamu Ansa 34iINCHEHHS LMX YOTUPbOX
crnocobiB € 3amilleHi 2,3-giapunnipasonignHu, LWwo
MatoTb OAHY 3i CTPYKTYP, HaBeaeHux Ha dir.1.

YactmHa R.7-Y-A cnonyk cpopmynu (1) moxe ma-
TU CTPYKTYpW rpyn, 3a3HayeHnx Ha dir.2.

BuxigHi noxigHi nipasonigvHy 3a ®ir.1 MoxHa
ofepKyBaTn cnocobom, Lo HaBeaeHu Ha cxemi 1:
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Cxema 1
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SIK OnncaHo y npuknagi 5.

Cnocib A:

Cnonyku, 3a3HayeHi y Tabnuui A, MOXHa CuHTe-
3yBaTW LWNAXOM, HaBedeHuM Anis cnonyk A23/A24.
Micns etany i yrBoplolOTbCA ABa AiacTepeomepu, ki
nicnsa eTany iii MOXXHa po3ginuTV KOSIOHKOBOK XpoMa-
Torpachieto Ha €eHaHTIOMEepPHO YUCTI AiacTepeomepu
A23 Ta A24. lns. cxemy A.1.
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Cxema A.1

Cnoci6 B:
Cnonyku, 3a3HadeHi y Tabnuui B, moxHa cuHTe-
3yBaTU LUNAXOM, 306paxeHnm Ha cxemi B.1.

Cxema B.1

ETtanu i Ta ii peakuii Ha cxemi B.1 igeHTU4HI eTa-
nam i Ta ii BignosigHo Ha cxemi A.1.

Cnocio C

Cnonyku, 3asHadeHi y Tabnuui C, MOXHa CuHTe-
3yBaTu LWNAXOM, HaBedeHuM ans crnonyk C2 ta C8,

sk 306paxeHo Ha cxemi C.1:
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Cnocio D

Cnonyku, 3asHaveHi y Tabnuui D, moxHa cuHTe-
3yBaTW WNAXOM, HaBegeHuM anga crnonyk C2 ta C8§,
sk 300paxeHo Ha cxemi C.1:

Cxema C.1
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Cxema D.1

Etanu peakuii i Ta ii cxemu D € igeHTMYHI eTanam
i Ta ii BignoBigHO peakuji, HaBegeHoi Ha cxemi C.1,
eTanu peakuji iii Ta iv BignosigHo.

Oani npurotyBaHHA cnonyk goopmynu (1) Ta HU3-
KN NPOMDKHMX CNOMyK 3a crnocobamn OoknagHo onu-
CYeTbCS Yy HACTYMHUX NpUKNagaax.

Mpuknag 1

Etan i (cxema A1)

[o 50mn cyxoro aueToHITpuy AoAatTe Npw KiM-
HaTHI TemnepaTypi B atMocdepi asoTy npu nepemi-
wyBaHHi: 4r (14,5mmons) 1l, 2,7r (14,3mmons) N-Boc-
L-ananuHy Ta 3,8r (18,4vmonsa) DCC (giumknorekcn-
nkap6ogiimigy). YTBOplETbCA 0cag, KU NpoOoBKY-
I0Tb MepemillyBaT ycto Hiv. TOHKOLapoBa XpomaTo-
rpacis peakuiiHOl CyMilli MOKasye CXOXy Ha BiCIMKY
NOABIMHY NAsIMY, WO MICTUTb ABa MOXNMBI AiacTepe-
omepun. Ocapg BigdinbTpoBytoTs. [o dinbTpaTty go-
AaTb 6nmnsbko 20T KpeMHE3eMy Ta KOHLIEHTPYOTb Y
BaKkyymi. OgepXaHuii NOPOLLIOK YMILLYIOTb Ha BEPXiBKY
cyxoi konoHku (SiO2) Ta BWKOHYIOTb erntooBaHHS
(ermtoeHT CH2Cl2/MeOH 98:2). YacTnHy KOMOHKM, Lo
MiCTUTb ABa Aiactepeomepu, 36MpatoTb Ta BMIiLLYIOTb
o MeOH. CycneHsito ¢inbTpytoTb, ocag LWwe pas
npomueatoTe MeOH. O6'egHaHi dopakuii MeOH KoH-
LEeHTPYIOTb Y BaKyymi 1 ofepxaHuin ocapj BMiLLylOTb
8o CH2Clz, nicra yoro cywate Hag MgSQOs. OcywHun
areHT BuaansAwTb inbTpauielo, a po3YNHHUK Buna-
ptotoTb Y Bakyymi, Buginstoumn 6nuseko 5r (80%) cupo-
ro NPOAaYKTY.

Ertan ii (cxema A.1):

5r (6nn3bko 10MMonNiB) cnonyku 3 eTany i po3un-
HATb NpU nepemiwysBaHHi y 100Mn po3udnHy Tpu-
dropoutoBoi kncnotm/CH2Clo/H20 70/25/5. Mepewmi-
WyBaHHA TpuBae 2 roavHu. [ani peakuinHy cymiw
KOHLUEHTPYIOTb Yy BaKyymi, a ocaja BMiWylOTb [0
CH2Cl2. OpgepkaHnii po3umH 06pob6nATb HaCUYEHM
BOAHUM po3unHom KoCOs, npomuBaioTb BOAOK Ta
po3scornoM i cywaTtb Hag MgSOs.

OcyLwHWin areHT BMaansaTb inbTpawjeto, a pos-
YAHHUK BUMApPIOKOTL Y BaKyymi, BUAINA0UM GrnM3bko 4r
(marke 100%) cuporo amiHy.

Etan iii (cxema A1):

Mpwn kiMHaTHIA TemnepaTypi B aTMocdepi asoTy
0,50r (1,44mmons) cuporo amiHy 3 etany ii cycneH-
ayloTe 'y 10Mn aueToHiTpuny npu nepemillyBaHHi.
Hani goaaroTtb 0,26r (1,44mmonst) 2-
ajamaHTunisouiaHaTty. Peakujlo npogoBkyoTh LWe 2
roanHun. [o peakuiinHoi cymiwi goparTs 6nm3bKo 2r
KpemMHe3eMy Ta KOHUEHTpYIoTb Yy Bakyymi. Ogepixa-
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HUM MOPOLLUOK YMILLYIOTb OO BEPXY CYXOi KOMOHKM
(SiO2) Ta  BUKOHYIOTb  enioloBaHHA  (enoeHT
EtOAc/neTponerinumii etep 1/1). YacTHy KOMOHKY, IO
MiCTUTb OBa diactepeomepu, 36upaloTe OKpemo Ta
BMiWwytoTb Ao MeOH. OpepxxaHi ABi cycneHsii cinbT-
pYIOTb Hapi3HO, KOXHUIM 3 odepXaHuUX OBOX ocafis
npomuBatote MeOH oauH pas. [ns KoxHOro giacte-
peomepy BignosigHi dpakuii MeOH 3nuBatoTe pasom
i KOHUEHTpYIOTb Y BaKyyMi, MiCNS 4YOro KOXHUN ocaf
BMiwytoTe o CH2Clz2 i noTiMm cywaTb koxHUIA ocag
Hag MgSO;s. Micnsa BMAaneHHs OCYyWWHOro areHTa Ta
pPO34YMHHUKa y BaKyymi OAepXyloTb ABi TBepAi dasu,
KOXKHa 3 SIKMX MiCTUTb OanH fiactepeomep: 0,16r A23
(21%), Touka TonneHHsa 140-143°C, T1a 0,22r A24
(29%), Touka TonneHHsa 145-148°C.

MpumiTtka:

Cnonyka A12 ogepkaHa eHaHTIOMEPHO YUCTOHO.
MpomikHY crnonyky nicna etany ii (cxema A1) po3sgi-
NATb Ha eHaHTiomepwu, Micnsa Yoro NpoBagaTb eTan
(cxema A2). EHaHTiOMep (+)- A12 siBnsie coboto eB-
ToMmep.

B+ £

HN
NH.
» 0" G
OAWH EHBHTIOMED

A12
Cxema A2

Po3sgineHHa eHaHTioMepiB MPOMDKHOT CNOMnykKM Mni-
cna etany ii (cxema A1) BUKOHYIOTb Ha KOJOHUi Xipa-
ncen CD (25X5CM2, 20MKM, enteHT rekcaH/eTaHon
4:1).

Cnonyku Tabmmui A ogepXyloTb TakMM Camo Y-
HOM:

Tabnuusa A
R3, R4, Re, R7,S2,S4=H
X, Y=N
Cnonyka nipasoniavH Rs Rs' YR7A npuMiTka Touyka TonneHHs
A 1 H H 1 [Oue. gpogaTok 1
A2 Il H H 1 [OwvB. pogaTok 2
A3 1] H H 2 [OwvB. pogaTtok 3
M I H H 3 153-5
A5 1] H H 4 >220
AB Il H H 5 185-8
A7 Il H H 4 120-5
A8 Il H H 6 130-3
A9 M H H 6 195-8
A10 v H H 7 241-2
A1 11 H H 7 >280
A12 11l H H 8 [o] +94 164-5
A13 Il H H 8 135-40
A14 Il H H 9 105-10
A15 I H H 8 168-71
A16 | H H 7 208-210
A17 Il H H 7 115-120
A18 V H H 7 [OwvB. pogaTok 4
A19 | H H 8 140-5
A20 I Me H 8 . 125-145
A2 I Me H 8 Alactepeomepn 132-150
A22 | H H 10 [Oue. nopaTok 5
A23 Il Me H 8 niactepeomepy 140-3
A24 Il Me H 8 145-8
A25 Il Et H 8 . 145-8
A26 M Et H 8 Alactepeomepn 155-8
A27 Il nBut H 8 122-5
A28 Il iBut H 8 122-5
A29 Il H H 10 [OwvB. popaTtok 6
A30 Vi H H 8 221-3
A31 X H H 8 208-210
A32 VI H H 8 145-165
A33 Il nPr H 8 110-130
Mpuknag 2 0,20r (0,67mmonsa) TpudOCreHy PO3UMHAITL Y

Etan iii (cxema B.I)

10mn cyxoro gixnopmeTtaHy. [lo cymiwi goaatwTb pos-
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yH 0,70r (2,0mmonsa) noxigHoro nipasonignHy Ta
0,42mn (2,4mmong) giizonponuneTunamiHy NPoTArom
45 xBunuH. PeakujnHy cymiw 6e3nepepBHO nepemi-
wyioTs. [Hani po Hei popatwTts po3unH  0,33r
(2,0mMmons) MeTun-2-agamaHtunamivy Ta  0,42mn
(2,4mmons) giisonpormneTunamidy B SmMn cyxoro Aix-
nopmeTaHy npoTaroM 5 xBunuH. PeakuiiHy cymiw
3anuvwaTb Ha Hi4, MiCnsa YOoro BMNaploloTb PO3YMH-
HUK y Bakyymi. Ocap 3aHyploTb 40 eTunaueTary,
OoflepXaHui po3ynH obpobnawTs 5% BogHUM po3ym-
HoM NaHCOs ta poscorom BignoBigHo. OpraHiyny
a3y sigokpemniooTb i cywate Hag MgSOs. PinbT-
pauieto OCylUHOro areHTa Ta BUAANeHHsIM PO3YUHHK-
Ka y BaKyyMi O4epXYoTb Ofito, SKy NigaatoTb TOHKO-

10

LIapOoBI KOMOHKOBIM xpomaTorpadii (SiO2, entoeHT
CH2Clo/MeOH 99:1). 36upatots dpakduii, Wwo mictats
NPOAYKT, BUAANSAIOTb EN0eHT Y BakyyMi Ta OAepXy-
I0Tb ONit0, sIka KPUCTANI3yETLCA NPU NepemillyBaHHI B
aiisonponuneTepi. MNicns dinbTpauii Ta cywku ogep-
xytoTb 0,69r (BUXia 64%) TBepAoi cnonykn B2 (Touka
TonneHHsa 184-186°C).

MpumiTtka: 3acTtocoBaHwui MeTun-2-
ajamaHTMnamiH neo ogepxatn CTaHAapTHUM Me-
TOAOM BiAHOBMIOBANBLHOMO aMiHYBaHHS, MOYMHAKOYM 3
2-afjamaHTaHOHY Ta MeTunamiHrigpoxnopugy, npu-
yomy BigHoBnoBayem cnyrye NaBH(OAC)s.

Cnonyku 3 tabnuui B rotyloTb Takum camo 4un-
HOM.

Tabnuusa B
Rs, R4, R5, R5, S2, S4a =H
Cnonyka nipasonignH X Y Re R7 YR7A Touka TonneHHs

B1 11 N N H nPr 11 132-4
B2 11 N N H Me 12 184-6
B3 11 N N Me H 4 222-4
B4 11 N N H Me 13 140-2
B5 11 N [¢] H 14 110-2
B6 Il N [¢] H 15 142-4
B7 Il N [¢] H 14 135-8
B8 I N ¢] H 14 141-3
B9 I N ) H 15 151-4

MpwmiTka: MoTpiGHY NpombkHY cnonyky nicnsa eTany ii (cxema B.1) y Bunagky B3 (Re=Me) moxHa npurotysatn

noAibHo o eTanisi Ta ii y cxemi A.1.

Mpwknag 3

Etani (cxema C.1)

16r (160MmoniB) GYpLUTMHOBOIO aHrigpuay pos-
YNHATL Y CyxoMmy gietunetepi. [oTim gopgatoTs 3
nepemilwyBaHHAM [0 PO34MHY OYpLUTMHOBOrO aHrifg-
puay 44r (160mmonis) Il, po3unHeHoro y gieTuneTepi.
Mo 3akiHYeHHi JofaHHA peakuiiHy CyMill AOBOAATb
00 TemnepaTypu nerMun n 3anvwiaoTb Ha Hiy. YTBO-
peHun ocap BiAdINbTPOBYIOTL, Ocaj ABiYi NpoMuBa-
10Tb gieTunetepoM. CywaTe Ha BiAKPUTOMY MOBITPI 1
ofepxytoTb 45,6r (Buxig 75%) noTpiOHOT NPOMDPKHOT
CNONYKMN.

Etanii (cxema C.1)

Y aTtmocdepi azoty 4,5r (12MMoniB) NPOMbBKHOT
cnonyku 3 eTany i Ta 7,9r (61mmornb, 5r-ekB) giison-
ponuneTunaMmiHy po3dmHsatot y 50mn cyxoro CH2Cla.
OpeprxaHuin po3ymH AOBOAATL NPW NepemilLyBaHHi 4o
4°C. [Oani popgatote 0,90r (7,0mMmonis) 1-rigpokci-7-
asa-6eHsTpnaszony T1a 4,20r (15mmonis) 2-xnop-1,3-
dimetunimigasoniHinrekcadgropdocdaTty. [lloTim go
peakuivHoi cymiwi pgogatote 2,19r (15mmonis) 2-
amiHoagamaHTaHy i gatoTe pearysat™i 1 roguHy npu
KiMHaTHI TemnepaTypi.

[o peakuinHoi cymiwi gogatot 6ing 4r kpemHe-
3eMy Ta KOHLUEHTpYoTb Yy Bakyymi. OgepxxaHui no-
POLLOK BMIiLLYIOTb Ha Cyxy KOMOHKY (SiO2) 1 BUKOHY-
I0Tb entotoBaHHa (entoeHT EtOAc/neTponenHun etep
1:1). HacTMHY KONOHKK, O MICTUTL MPOAYKT, 36upa-
toTb i BMiwyoTb Ao MeOH. OpepxaHy cycneHsito
GQinbTpyOTb, OCag nNpomMMBaKTL oavH pa3 MeOH.
®pakujii MeOH 3nuBatoTb i KOHLEHTPYIOTE Y BaKyymi,
ocag smiwyote Ao CH2Clz, ogepKaHuii po3ymH cy-

waTb Hag MgSOs. Micnsa BuganeHHs1 OCYLUHOMO areH-
Ta Ta pO34YMHHKKA y Bakyymi ogepxytoTte 2,0r TBepao-
ro C2 (Buxia 32%), Touka TonneHHsa 192-195°C.

Etan Hi (cxema C.1)

Mpu nepemiwyBaHHi B atmocdepi asoty 6,0r
(60mMmoniB) GYPLUTMHOBOIO aHrigpuay cycneHayloTb Y
35mn Tonyony. MNoTim pgogatoTb 2,071 (18mmornis) N-
rigpokcicyKLmMHimiay, 0,73r (6MmmoniB) 4-
dimetunamiHnipugiHy, 13,3r (18vmonis) cyxoro TpeT-
6yraHony Ta 1,82r (18mMonis) Tpuetnnaminy. Cymiw
OOBOASITE 4O TemnepaTtypu dnerMu 1 3anuwiaTb Ha
Hi4Y. OXONnomKylTb peakuiiHy cymiw Ta [ojatTb
EtOAc. OgepxaHuin po3umH o6pobrsioTh BiAnoBIAHO
10% BOAHMM PO3YMHOM LIMTPUHOBOT KMCMOTM Ta po3-
CONnoM, MiCNA YOro opraHivHy dpakuito cywatb Hag
MgSOs. lMicna BupganeHHss OCYLUIHOTO areHTa Ta po3-
YMHHUKA BaKyyM-BUMNApPOBaHHAM 3arMLLIAETbCA KOpU-
yHeBa onia. Kpuctanisauis 3 gietunetepy/rekcaHy
pae 4,4r (42%) uinboBoro MoHoedipy.

Etan iv(cxema C.1)

Peakuito BUKOHYIOTb 3@ METOAMKOIO, OMUCAHO Y
[Synthesis (2000), p.1369-1371]. MoHoTpeTOyTMNE-
Gip OYpLUTMHOBOI KUCNOTM METUMOTL Yy no3uuii 2
LNaAXom peakuii 3 AiidonponunamigoMm niTito Ta Mme-
mnnoanaom y TeTparigpodypaHi npu -78°C. Buxig
MOHOTpeTOyTMnedipy 2-MeTMnoypLUITUHOBOI KMCMOTU
cTaHoBUTb 00 60%.

Etan v(cxema C.1)

Mpwu nepemiwysaHHi 1,8r (9,8Mmonsa) MoHoTpeT-
OyTnne qipy 2-MeTUnbypLUTUHOBOI KMCIOTU 3 eTany iv
po3uunHioTb Y 45mn cyxoro CH2Clz, nicna yoro go-
BOASATb po3uvH Ao 4°C. [lo ogepxaHoro po3udvHy ao-
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aatoTb 0,9r (6,4mmonst) 1-rinpokci-7-asa-
OeH3Ttpuazony Ta 4,0r (15mmonis) 2-xmop-1,3-
AimeTunimigasoniHirekcadgropgocdary.

HactynHe popgaHHs 4,1r (14mmonis) lll He nigsu-
wye TemnepaTtypu. Peakuilo 3anvwaioTb NpoaoBKy-
BaTUCA BCIO HiY Npu KiMHaTHIN TemnepaTypi. [lo peak-
uiHoi cymiwi pgopatTtb 6Ging 3r cunikarento (SiOy) i
KOHUEHTpYoTb i y Bakyymi. OpepkaHwin MOPOLLOK
BMilLYIOTb Ha Cyxy KomoHKy (SiO2) M BMKOHYIOTb
entotoBaHHs (enoeHT EtOAc/neTponelitmii etep 1:4).
YacCTUHY KOJOHKK, WO MIiCTUTb MPOAYKT, 36upatoThb i
BMiwytoTe Ao MeOH. OpepxxaHy cycneHsito dinbT-
pyloTb, ocag npomusatoTe oauH pa3d MeOH. ®pakuii
MeOH 3nuBatoTb i KOHLEHTPWOTb Yy Bakyymi, ocag
BMiwytoTe go CH2Cl,, ogepxkaHui posunH cywatb
Hag MgSOs. lMNicnsa BuaaneHHs OCYLLHOro areHTa Ta
PO34YMHHUKA BUNApPIOBaHHSAM Y BaKyyMi o4epXyioTb 31
(Bnxig 66%) NOTpPiGHOT NPOMPKHOT CNOMYKN.

Etan vi (cxema C.1)

lpponia Tpetbytunedipy NpoMikHOI cnonyku 3
eTany v BUKOHYIOTb HacCTyNMHUM YuHOM: 3r (6,4mMmors)
TpeToyTMnedipy posunHiooTs y 30Mn cyxoro CH2Cla,
nicns 4oro AofdatTb No kpannuHax 10mn TpudTopo-
LTOBOI KMCMoTh. 3a 2 roguHu peakuis 3akiH4yeTbcs,
peakuirHy Cymill KOHUEHTPYIOTb Y BaKyyMi, ocag pos-
UYMHAIOTL Y HEBEeNUWKIN KINbKOCTI Aietunetepy, BMi-
LWYIOTb 40 BepXy KOpPOTKOT konoHku (cyxmi SiOz) Ta
enwTe gieTunetepom. Enwart, wo mictute npo-
OYKT, KOHUEHTPYIOTb Yy BaKyyMi, ocag nepemilyoTb
YCI0 HiY y neTponenHomy etepi. Kpuctanu sigdinbT-
pOBYIOTb, CYllaTb Ha BiAKPUTOMY MOBITPI W ogepXy-
0T 2,11 (Buxi4 80%) NoTpiBHOT MPOMDIKHOT CNOMYKK.

Eran vii (cxema C.1)

Y atmocdpepi asoty 2,171 (5,3MMonNs) NpombkHOT
crnonyku 3 etany vi ta 4,7mn (27mMmonis, 5,1r-ekB)
AiisonponunetTmnaMmiHy po3yuHIOTb Yy 25MN cyxoro
CHoClo; ogepkanHnin po3unH goeoaaTe o 4°C npu
nepemiwysaHHi. [licna Toro  pgopatote  0,42r
(3,1Mmons) 1-rigpokci-7-a3a-6eH3Tpuasony ta 1,85r
(6,6mmoniB) 2-xnop-1,3-
dimetunimigasonivivrekcadgropdocdaty. fani  go
peakuivHoi cymiwi popgatots 1,0r (6,6mmonis) 2-
amiHoagamaHTUHY | fatoTb pearysa™i 1 roavHy npu
KiMHaTHI TemMnepaTypi.

[o peakuiiHoT cymiwi gogatots 6ing 4r kpemHe-
3eMy Ta KOHUEHTpYloTb Yy Bakyymi. OgepxaHun no-
POLLUOK BMILLYIOTb Ha CyXy KOMOHKY (SiO2) 1 BUKOHY-
I0Tb entotoBaHHa (enoeHT EtOAc/neTponenHun etep
1:2). YacTvHM KOMOHKM, WO MICTATb AdiacTepeoMepHi
pauemaTtu, 36upatoTb Hapi3Ho i BMiLytoTe o MeOH.
OpepxaHi ABi cycneHsii PiNnbTPyoTb HAPI3HO, KOKHUNA
3 ABox ocagis npomuBaio MeOH oawH pas. Ons
KOXHOro [JiacTepeoMepHOro pauemarty 3nuMBaloTb
BignoBigHi dpakuii MeOH, KOHUEHTPYIOTb y BaKyymi,
KOXHUIM ocag okpemo BMiwytoTe Ao CH2Clz i cywatb
BignosigHi po3unHu Hag MgSOs. [Micna BuaoaneHHs
OCYLLHOIO areHTa Ta pO34MHHMKA Y BaKyyMi OfepXYy-
I0Tb ABi TBepAi a3n, KOXHa 3 SKMX MICTUTb OOWH 3
MOXNMBKX diactepeomepHux pauemartis: 1,08r C8
(Buxia 37%) - akTMBHUIM pauemarT, ToYKa TOMMeHHs
238-240°C, 1a 1,09r (Buxig 37%) opyroro, papmako-
NOMYHO He aKTMBHOrO paueMaTty, Todka TOMSeHHS
125-130°C (y Tabnuui C He 3a3Ha4eHun).

Cnonykun 3a Tabmmueto C ofepkytoTb aHamnoriy-
HUM YMHOM:

Tabnuua C
Rs3, R4, Rs, Rs', Sy, Sa=H
X=C, Y=N
Cnonyka nipasoniavH R R7 YR7A Touyka TonneHHs
C1 I[ H H 8 210-2
C2 I H H 8 90-4
C3 Il H H 7 230-2
C4 | H H 8 160-4
C5 | H H 7 198-202
C6 Vi H H 7 208-210
Cc7 Vi H H 8 215-7
C8 I[ Me H 8 238-240
C9 IX H H 8 147-150
Mpwvknag 4 (143vmonsa) TpudTopoLTOBOI KmMcnotu. [epemily-

ETan iii (cxema D.1)

Y atmocdpepi asoty 0,92r (4,9MMons) npombkHOT
cnonykn 3 etany ii Ta 4,4mn (25mmonis, 5,1r-ekB)
AiisonponuneTunamiHy posuuHiowTs y 15mMn cyxoro
CH2Clo. OgepxaHnin po3unH AOBOAATH NpU nepemi-
wysaHHi o 4°C. MoTim gogatom 0,45r (3,3mmons) 1-
rigpokci-7-aza-benstpnasony ta 2,1r (7,5mmonis) 2-
xnop-1,3-gimeTunimMigasoniHinrekcadgropgocdarty.
Oani po peakuinHoi cymiwi pgogatots  1,08r
(7,2mMmons1) 2-aMiHoOaAamaHTUHY | AatoTb pearyBaty 1
roAvHy npu KiMHaTHIW Temnepatypi. Lilo peakuinny
CyMiLLl BAKOPUCTOBYIOTb Y HAcCTYNHOMY eTani iv.

Etan iv(cxema D.1)

[o peakuiHOi cymiwi 3 eTany iii gogawTs npu
nepemiwysaHHi 45mn cyxoro CH2Clz ta 11mn

BaHHSA TpuBae 24 roavHu. PeakuiiHy CyMill KOHLEHT-
pyloTb Yy BaKyyMi, ocaf PO3UYMHAIOTb Y HEeBenuukin
KiNbKOCTi AietuneTepy, BMilyl0Tb A0 BEPXY KOPOTKO|
KOnoHkn (cyxun SiO2) Ta entoTb AieTUneTepoM.
EntoaT, Wo MicTMTb NPOAYKT, KOHLEHTPYIOTb Y BaKyy-
Mi 1 opepxytoTe 0,871 (Buxig 67% y ABa npuiiomm)
NoTpiGHOT NPOMIKHOT CNOMYKK.

Etan v(cxema D.1)

0,87r (3,28Mmonsi) MoHoaMigy MeTUNOypLUTUHO-
BOi KMCIMOTW 3 eTany iv po3unHioTb Y 15mMn cyxoro
CH2Cl i poBogaTte po3unH go 4°C. [lo po3uvHy go-
JawTb 0,3r (2,2mmonst) 1-rigpokci-7-asa-
O6eH3Ttpuazony Ta 1,40r (5,0mmoniB) 2-xnop-1,3-
dimetunimigasoniiirekcadgropgoc-gaty. HactynHe
ponaHHa 1,33r (4,80mmoniB) Il He nigBullye Temne-
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paTypu. Peakuilo 3anvwaioTb NpoaoBKYBaTUCS BCIO
HiY Npu KiMHaTHIN TemnepaTypi. [Jo peakLinHOT cymiLui
popatoTb 6ina 3r cunikarento (SiO2) | KOHLEHTPYOTh i
y Bakyymi. OgepxxaHuin NOpOLLOK BMILLYIOTb Ha CyXy
KOMoHKY (SiO2) W BWKOHYIOTb €enolBaHHA (enoeHT
EtOAc/neTponeiinumii etep 1:1).

HacTHU KOMOHKM, WO MICTATb AiacTepeoMepHi
pauemaTu, 36mMpatoTb Hapi3HO i BMiLytoTe Ao MeOH.
OpepxaHi oBi cycneHsii inbTpyioTb HapPi3HO, KOKHUA
3 OBox ocaaiB npomueaio MeOH oavH pas. [Ons
KOXXHOrO [iacTepeoMepHOro pauemaTty 3nvBalTb
BiANoBiAHI dpakuii MeOH, KOHUEHTPYIOTb y BaKyymi,
KOXHUI ocaf okpemo BMiwytoTe 4o CHoCly i cywaTb
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BignosigHi po3unHu Hag MgSOs. [Micna BupoaneHHs
OCYLLHOIO areHTa Ta pPO34YMHHMKA Y BaKyyMi OfepXY-
I0Tb ABi TBEpAi ha3n, KOXHa 3 SIKUX MICTUTb OOWH 3
MOXNMBUX AiacTepeomepHux pauemartis: 0,31r (Buxig
18%) HeakTMBHOro pauematy (y Tabnuui D He 3a3Ha-
YyeHui), skun nnasuTbes npu 90-95°C, TBepaHe npu
130°C i 3HoBYy nnaeuTtbca npu 160-165°C, ta 0,40r
(Buxig 23%) akTmBHOro pauematy D1, akuin nnasnb-
ca npu 80-82°C, tBepaHe npu 100°C i 3HoBy nna-
BUTbCA Npu 125-128°C.

Cnonyku 3a Tabmmueto D ogepxyloTe aHanoriy-
HUM YNHOM:

Tabnuusa D
Rs, R4, Rs, S2,S4=H
X=C, Y=N
Cnonyka nipasonigmH Rs Rs YR7A npumiTka Touka TonneHHa
D1 Il Me H 8 80-2/125-8
D2 Il nBut H 8 niacTepeomep 80-1/150-5
D3 Il nBut H 8 210-2
D4 Il iBut H 8 155-8
D5 Il Et H 8 . 90-2/125-8
D6 I Et H g | Aacrepeovepy 90-2/155-7
Mpwvknag 5 paTypy Hmx4e 25°C. Peakuis 3anmae TpuBanui vac.

2,3-piapynnipasoniguHu 1-X, wo cnyrysanu Buxi-
OHUMKU MaTepianaMmu y BULLEHaBEAEHUX NpUKagax
1-4, ogepKytoTb HaCTYNMHUM CNOCOBoM:

ETani(cxema 1)

Cymiw 16,9mn ouTtoBoi kncnomm Ta 2,3Mn Boam
OXOJOKYIOTb KPYPKaHOK BOAOHD, Nicnst 4oro obepex-
HO JofaloTb 6,8Mn KOHUEHTPOBaHOI CipyaHoi Kucro-
™. [Jo OXonomKeHoro po3ynHy OofaloTb 3 eHeprin-
HUM nepemilyBaHHAM Yy aTtmocdepi asoty 13,3r
(82mmond) 2-cbropdbeHinrigpasnHy mammmy nopuis-
mMu. [lo ogepaHOro posyvHy goaatTb nopuisimu cy-
miw 10,0r (82mmons) 2-cropctmpony Ta 2,46r
(82mmond) mapacopmarnbaerigy, YTpMMytoumn Temne-

Al leaarok 1

|

<o oy [0

EHepritHe nepeMiwyBaHHS NPOOOBKYIOTb YCIO HiY
npu KiMHaTHIn TemnepaTypi. [pn OXoNoaXeHHi Jorm-
BatoTb 50mMn BoAM, nicns 4Yoro ABiYi NPOBaAATL €KCT-
pakuito gieTuntepoMm. BogHy dpakuio nignykyotb
50% BogHum posunHoM NaOH, nicns Yoro OBivi ekcT-
paryioTe AietTunetepom. ETepHy dpakuito Tpudi npo-
MMWBalOTb BOAOI Ta OAVMH pa3 po3CcorioM, a 3a rnotpe-
6u cywate Hag MgSOa. Micna dinbTpauii ocylwHoro
areHTa Ta BMAANEHHA PO3YMHHMKA Yy BaKyymi ogep-
XyoTb 16r (Buxig 75%) cmpoi cupononogibHoi onii.
Onito He ouunLwytoTb, a 36epiratoTb y aTMocdepi a3oTy
npu -20°C, wo6 3anobirtn oK1CreHH niponiguHOBO-
ro agpa.
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