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KopucHa wmopgenb Hanexuts [Jo0 cnocoby oTpuMMaHHsa ©6ionoriyHO  akTMBHOI cnonyku 1-
(rigpasnHokapboHin)-meTun-7-6pom-5-deHin-1,2-gurinpo-3H-1,4 6eH3giaseniH-2-oHy, Bigomoro nig
Ha3BOlo Nikapcbknii 3acib Ngasenam.

/NHZ
HN

—N

Br

Bimomni  cnoci6  oTpumaHHs  ligasenamy  wnsixomM  B3aeMogii  meTunosoro  edipy
MOHOBpPOMOULTOBOI  KMCMOTU 3 7-6pom-5-cpenin-1,2-gurigpo-3H-1,4-6eH3giaseniH-2-oHom (1) y
NPUCYTHOCTI eTUNaTy HaTpito B abCONOTHOMY TONYOni 3 yTBOPEHHAM 1-(MeToKCMKapOoHin)-meTun-1,2-
avrigpo-3H-1,4 GeHspiaseniH-2-0Hy (2) Ta noganbLlIOK B3aEMOAIEH OCTAHHBOrO 3 12-TU KpaTHUM
HaANVLWKOM FigpasuHrigpaTtom B CepeaoBuLLi eTUIOBOro CNMPTY NPy TeMNepaTypi KUMiHHA peakuifnHoT
cymiwi. Cnoci6 3gincHiooTe y asa etanu (MateHt UA Ne 9415 MIK (5) CO7D 243/26, ony6n.
07.05.91. bron. Ne17).

Bigomwnin cnocib BubpaHuii sk HandnNMXX4MIm aHanor.

Hanbnwx4ymin aHanor ta cnocio, Lo 3asBMAAETbCSA, MaloTb TakKi CrifibHi 03HaKK:

- BUKOPUCTaHHS 7-6pom-5-goeHin-1,2-aurinpo-3H-1,4-6eH3giaseniH-2-oHy

- BUKOpUCTaHHA  1-(MeTokcukapOoHin)-metun-1,2-gurigpo-3H-1,4  6eH3piaseniH-2-oHy  AK
NPOMIKHOIO MPOJYKTY;

- BUKOPUCTaHHS rigpasuHrigpary.

Cxema cuHTesy Ngasenamy BigoMMM Cnocobom:
NH,
O HN/
O

BrCH COOCH3
C,HsOH / NH,NH,H,0
Tonyon /C,H;ONa/
-NaBr
- CH;OH O

s

Ane BigoMuIiA cnocib Mae CyTTeBi He,lJ.OJ'IIKI/I, nepw 3a BCe, BUKOPUCTOBYETbLCA OOPOrnn Ta
noXxexxoHebe3neyHnn eTunart HaTpilo, KpiM TOro CKnagHiCTb nonsrae y HeobXiAHOCTI MiaroTyBaHHSA
abCconTHOro TOMyony, a TakoX HeOoOXiOHOCTI BUAIMEHHS Ta OYMLLEHHS MPOMDKHOrO npoaykty 1-
(meTokcukapboHin)-meTtun-1,2-gurinpo-3H-1,4-6eH3giaseniH-2-oHy, SKMA  gani  B3aemogie 3
rigpasuHrigpaTom.

B ocHOBYy KOpWUCHOI Mogeni, Lo 3asBMsETbCHA, MOCTaBMEHO 3agadvy po3pobuTu npocTui Ta
AeweBuin cnocib oTpumaHHs Nigasenamy, Npu BUKOPUCTaHHI JOCTYMHUX Ta AELLUEBUX PEAKTMUBIB.

MocTtaBneHa 3agava BUpiWyeTbCA B cnocobi oTpumarHs 1-(rigpasnHokapboHin)-metun-7-6pom-5-
deHin-1,2-gurigpo-3H-1,4-6eH3aiaseniH-2-oHy LWINAXOM ankinyBaHHs 7-6pom-5-deHin-1,2-gurigpo-
3H-1,4-6eH3giaseniH-2-oHy (A) meTunoBnMm edipomMm MOHOBPOMOLTOBOI Kucnotu (B) 3 yTBopeHHsAM 1-
(meTokcukapboHin)-metnn-1,2-gurinpo-3H-1,4 GeH3giaseniH-2-0Hy i NOAanbLIOK MOro B3aEMOZIE 3
rigpasuHrigpatom (C), 3rigHO 3 KOPMCHOK MOAENII, ankiflyBaHHA 3A4iNCHIOITH B XnopodopMi B
npUCYTHOCTI kapboHaTty kanito (), rigpokeuay kanito (E) Ta katanisatopa MixkdasHoOro nepeHeceHHs,
3 noganbLUo B3aEMOJIE0 OTPUMaHoOro 1-(meTokcukapboHin)-meTun-1,2-gurigpo-3H-1,4-
OeH3piaseniH-2-oHy (6e3 1oro BUAINEHHS 3 peakuiiHoro cepefoBsulla) 3 rigpasuvHrigpaTtom y
xnopocpopmi npu 10 °C, npu Takux MOMSApHUX cniBBigHOWeEHHAX peareHTiB A: B:C:O:E gk
1:1,1:8:4:1,5.
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3rigHO 3 KOPUCHOK MOAEento, ankinyBaHHS 34IACHIOITb Y XNopodopMi B MPUCYTHOCTI kapboHaTy
kanito (O), rigpokengy kanito (E) Ta kaTtanisatopa MiX(asHOro MNepeHEeCceHHs, 3 MNoAanbLUo0
B3aemMogieto oTpumaHoro 1-(MeTokcukapOoHin)-metun-1,2-aurigpo-3H-1,4-6eH3aiazeniH-2-oHy (6e3
MNOro BUAINEHHS 3 peakuiHoi cepeau) 3 rigpasuHrigpatoMm y xnopodopmi npu 10 °C, npu Takmx
MONSPHUX crniBBigHoWweHHsX peareHTiB A: b:C:[:E sk 1:1,1:8:4:1,5.

Crocib, wWo 3asBndeTbCs, Hanexutb Ao cnocoby arnkinyBaHHsa B MixdasHMX yMOBax B
NPUCYTHOCTI KaTanizaTtopa MixX¢a3HOoro nepeHeceHHs.

Cxema CUHTE3Y I'i,qasenamy, LLO 3aABNAETbCA:
NH,

CHs HN

O

BrCHZCOOCH3 CHCI, / NH,NH,H,0 \f
/N CHCI, / H,0 / K,CO, /
KOH / TBAB
- CH,OH

3aaBneHun cnocib 3aincHITbL HaCTyFIHI/IMI/I YMHOM.

Ho cymiwi 7-6pom-5-cbeHin-1,2-gurigpo-3H-1,4-6eH3gia3eniH-2-oHy (1), xnopodopmy i
KkaTanisaTtopa MixxdasHOro nepeHeceHHs1, Hanpuknag, TeTpabyTunamoHia 6pomigy, AoAalTb Mo Yep3si
po34uMH kapboHaTy Kkanito Ta po3yuMH rigpokcuay kanito. llicns BUTPUMMKM Npu NepeMillyBaHHi go
peakuinHoi Macu fogaloTb METUNOBUIN edip MOHOBPOMOLTOBOI Kncnotu. [dani cymiw nepemiwyoTs 2
rogvHK, BiJOKPEeMIIo0Tb BOAHY hasdy, i OTpUMaHui po3uunH 1 -(meTtokcukapboHin)-metnn-1,2-gurigpo-
3H-1,4-6eH3giaseniH-2-oHy (2) B xnopodopmi 06pobnsaTb rigpasuHrigpatoM. TakMM  YMHOM
NPOMDKHMI NpoAyKT 1-(meTokcukapboHin)-metun-1,2-aurigpo-3H-1,4 6eHsgiaseniH-2-oH
BMKOPUCTOBYIOTb MPU B3aEMOAII 3 rigpasuHrigpaTtom 6e3 noro BuAineHHs 3 peakuiiHoi CyMiLui.

lMicna ynapioBaHHA po3uunHy Ngasenamy B Xnopodopmi, 3anmuiok pO3dMHSAIOTL B i30NPOMNinioBOMY
cnvpTi | 3anuwatoTb And  Kpuctanizadii. TexHiyHun [igasenam  ouuLLyOTb  NOCMIAOBHO
nepekpucTanisauieto 3 i3onponinoBoro i eTUIOBOro CNMpPTIB.

Mpuknag KOHKPETHOro 34iACHEHHST cnocoby.

Y konby, emHicTio 2 n, 3aBaHTaxyTb 200 r (0,635 monsa) 7-6pom-5-deHin-1,2-gurigpo-3H-1,4-
OeHsgiaseniH-2-oHy, 24 r (0,074 monsa) TeTpabytunamoHito 6pomigy i 750 mn xnopodopmy. Cymiw
nepemiwytoTb 10 xBunuH i gogatote 500 mn 50 %-ro (2,768 monga) po3ynHy kapboHaTy kanito. BmicT
Konbu oxonomxyloTb npu nepemiwysaHHi go 8 °C i gogatTb 68 mn 50 %-ro (0,927 mons) po3vmHy
rigpokcmay kanito. PeakuinHy cymiw nepemiwyoTe nNpu oxonomkysaHHi 10 xBunuH, gogatote 105 1
(0,686 monst) meTunosoro edipy MoOHOOpOMOUTOBOI kucnotu. llicna gogaBaHHA BCIi€l KiNbKOCTI
peareHTy, peakuiiHy macy BUTPUMYIOTb NPW NepemilyBaHHi 2 roguvHK1, BiOOKPEMIOITb OpraHidHy
dasy i BukopucToByloTb iI Hagani. O6'em OTpumaHOro posuuHy 1-(MeTokcuMkapOoHin)-meTun-1,2-
avrigpo-3H-1,4 6eH3pia3eniH-2-oHa B xropodpopMi ckragae 850 mn.

Hani B konBy, emHicTio 2 n, 3aBaHTaxyloTb 850 Mn po3unHy 1-(MeToKkcukapboHin)-meTun-1,2-
avrigpo-3H-1,4 6eHsgiaseniH-2-oHy B xnopodopMi Ta oxonomxkytoTs Ao 10 °C npu nepemillyBaHHi,
nicns Yoro gogatote 250 r (5 mons) rigpasuHrigpaty. BmicT konbu nepemiwytoTe NpU OXONO4XKYBaHHI
5-6 roauH. lNoTiM BiAOKPEMMIOTL OpraHiyHy dasy i NPoMUBaOTbL BOAOK A0 HEWTPanbHOI peakLil.
OTtpumanun posunH [igasenamy B XxNopodopMi ynaprlowTb, 3anuwoK Nicng  ynaptoBaHHSA
po3baBnstoTe 500 M i30MponinoBoro cnNUpTy Ta 3anuvuarTb Ans kpuctanisaudii. Ocag, wo Bunas,
GiNbTPYOTb, NPOMUBAKOTL i30MPONINOBUM CNMPTOM, CyllaTb i NepeKkpucTanisoBytOTb MOCMIAOBHO 3
isonponinosoro ta eTunosoro cnupty. OtpumytoTe 153 1 (0,395 mons) MNaasenamy (T,,. 215-218 °C),
Buxig 62 % no 7-6pom-5-dpeHin-1,2-guriapo-3H-1,4-6eH3giaseniH-2-0Hy.

ICTOTHI BiA3HaKkW, WO 3asBMAIOTLCH, OO3BOMAKTL OTPUMATU HACTYNHUA TEXHIYHWA pesynbTar -
CTBOPUTWU MPOCTUI, OELIeBUn Ta noxexobesneyHun cnocidb npyv OfHOYACHOMY CKOPOYEHHI 4vacy
BMPOOHMLITBA | 3MEHLLEHHI TPya0BUTPAT.

Pesynbtatu ineHTudikauii Naasenamy

1.1 NMMP-cnexTpockonis: Cnektp NMMP (xnopodopm-d) lNgasenamy MiCTUTb MynbTUNNeT npu &
3.57 m.4. 3 iHTerpaneHoto iHTeHcusHicTio 3H Big npotoHiB NHNH,-rigpasugHol rpynu; cuHrneT npu o
4.52 m.g. 3 iHTeHcuBHICcTIO 2H Big npoToHiB CH, - rpynun 3anumiiKy OUTOBOI KACNOTK; ABa OYyNieTn 3 §
4.84 i 4.08 m.4. Big eHaHTioTONHMX NPOTOHIB CH, - rpynn B 3-bOMY NOSOXEHHI Aia3eniHOBOro LMKIY;
ABa cuvHrneTtn i ayonet npu & 7.43, 7.75 i 8.38 m.4. Big NpPOTOHIB apoMaTuMYHOro dparMeHTa, Lo
BXOOUTb [0 ckragy OeH3fdiazeniHoOBOro LMkIy; ABa MynbTUnneTn npu &8 7.45-7.42 i 7.34-7.30 m.A4. 3
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iHTerpanbHMMn iHTeHcuBHocTammn 3H i 2H, BignoBigHO, BiA apomaTU4HMX MPOTOHIB 3aMiCHUKa B
NOMNOXEeHHi 5 AiazeniHoBOro LMKny.

1.2 Mac-cnekTpomeTpisi: Y Mac-cnekTpi CrocTepiraoTbCa Nik MOMEKYAPHOro ioHy 3 m/z 387 (MY)
i ockonkoBuXx ioHiB 3 m/z 360 (M*- CHN), m/z 327 (M*- HCONHNH,), m/z 307 (M*- Br). Mik 3 m/z 299
BiANoOBigae ioHy, WO YTBOPKETLCA B pe3ynbTaTi eniMiHyBaHHS OKACY BYIfEL 3 OCKOSIKOBOro ioHa 3
m/z 327 (M"-HCONHNH,). Po3snag monekynw nig [ieto ioHi3ylouMx enekTpoHiB Bianosigae onmcaHomy
B NniTepaTypi po3nagy cnonyk, noxigHux 1,4-6eHs3giaseniHoB. NosiBa B CNEKTPiI OCKOSIKOBOrO iOHY 3 m/z
327 (M- HCONHNH,) ninTBepmKye HasIBHICTb B MONEKYMi PEYOBUHM FiapasMHoKapboHInLHOI rpymu,
Lo ineHTnikyeTbCA.

1.3 IY-cnekTtpockonis: B 14- cnektpi (KBr) Ngasenamy npucytHs cMmyra nornuHaHHa npy 1747.39
cM™, Lo BigNOBIAAE KONMBAHHSM 3B'a3ky C=0 rigpasmgHoi rpynu. Po3wunpeHa cmyra npu 1677.95 cm”

Bignosigae konusaHHAM 3B'A3ky C=0O 6eH3aia3eniHOBOro UMKy 3 HaknageHow Ha Hel CMYrotw

KONMBaHHS1 a30METUHOBOrO chparmeHTa C=N. CriaboiHTecuBHa rpyna cmyr B AinsHui 3100-3000 cm™
Bignosigae konueaHHAM 3B'A3kiB C-H 6eH30nbHMX Kineub. Cmyrn npu 1396.37 i 1323,08 cm? MOXYTb
OyTn BigHeceHi ao konmeaHb C-N-3B'A3ky. CMyry nornmHaHHa npu 3267.19, 3515.99 cm BignosigaloTb
KonmBaHHAM 3B'a3kiB N - H rigpasnHoBoro oparmeHTy.

Cnocib, wo 3asBnsieTbcs, [O3BONSE oTpumyBaTu [igasenam npu BUKOPUCTaHHI  JOCTYMHUX
peakTuBiB, 6e3 BMAINEHHA NMPOMDKHMX MPOAYKTIB, i3 3MEHLIEHHAM TpyAoBMTpaT Npu OOHOYACHOMY
30eLleBreHHi BUpOOHMLTBA.

®OPMYJIA KOPUCHOI MOJEN!I

Cnocib otpumaHHsa 1-(rigpasnHokapboHin)-meTun-7-6pom-5-deHin-1,2-gurinpo-3H-1,4-6eH3giaseniH-
2-OHY LUMIAXOM ankinyBaHHsA 7-6pom-5-deHin-1,2-aurinpo-3H-1,4-6eH3giaseniH-2-oHy (A) METUNOBUM
edipom mMoHobpomouToBoi kucnotn (B) 3 yTBopeHHAM i-(MeTokcukapOoHin)-meTun-1,2-aurigpo-3H-
1,4-GeH3piaseniH-2-0Hy i NOOanbLLOK KOro B3aemogieto 3 rigpasuHrigpatom (C), Skui BigpisHAETbCA
TWM, LLIO arnkinyBaHHs 34iACHIOTbL B XJTOPOdOpMi B MPUCYTHOCTI KapboHaty kanito ( ) i rigpokcuay
kanito (E) Ta kaTanisatopa MixdasHOro nepeHeceHHsl, 3 MoAarnbLUO B3aEMOAIE0 OTpMMaHoro 1-
(meTokcukapboHin)-meTtun-1,2-gurinpo-3H-1,4-6eH3giaseniH-2-oHy  (6e3 noro BUAINEHHS 3
peakuiinHoro cepeposuwia) 3 rigpasuHrigpatom B xnopodopmi npu 10 °C, npu Takux MOMNSPHUX
cnieeBigHoweHHAX peareHTiB A:b:C:[:E gk 1:1,1:8:4:1,5.

Komn’'toTepHa BepcTka J1. Bypnak

[HepxaBHa cnyxba iHTeneKTyanbHOi BMacHocTi YKpaiHu, Byn. Ypuupekoro, 45, m. Kuie, MCI1, 03680, YkpaiHa

0N “YKpaiHCbKMI iIHCTUTYT NPOMMUCIIOBOI BriacHocTi”, Byn. [Na3yHoBa, 1, M. KuiB — 42, 01601



