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"(54) CTIOCOB TIONYUYEHWMA 4' ~[EOKCH-IIAY-
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HA
(57) H3obpereHue KacaeTcA MPOU3BOJHBIX
AHTDAUMKIWHTNIHKO3HAOR, B YaCTHOCTH
4" ~neoxcu-nayHopy6uumHa (1) wnm &' -
neokcu-gokcopybunuua (11, xoropse,
KaK obnagawmue NMPOTHBOONYXOJIEBbM geii—
CTBHEM, MOryT 6bTHb HCIONbB30BaHH B Me—
nruuge. JIns NOBBLANEHHA BHIXOJA, yIpome-
"HHA mpounecca H pacuvMpeHns acCOPTHMEHT]
npouecc BenyT peaxumedt 4 ' -smu-N- TpHU—
bropauerTunaayHopyGHUMHA M aHT'HIpPHAA
TpHGTOPMETHNCYNBbOOHOBON KHCJIOTH B Cpe-
e XJIOPUCTOrO MeTHII€EHA B NPHCYTCTBHH
Se3somHoro nupuauHa npu 0°C ¢ nocnemy:
IODIHM TIPOMBIBAHHMEM BOIHBM PacTBOPOM Bu~
- xapfoHara HaTpHMH, BOONI, PACTBODPOM
"HCI u satem Bomoii. OpraHHyeckHil BhiCY:
MeHHBIl pacTBOP HMCRONB3YMT B DeEakliuH
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C HOOMOOM TeTpabyTHIaMMOHUA TpH 30°C;
nocJie 4Yero IMPOMBITHH PacTBOp NOABEp-—
ranT BOCCTAHOBHUTEJIBHOMY HerajoreHH—
pPOBaHH B 6e3BOJHOM TONyOlie NPH KHIe-
HHH C NOMOLBI T'MAPHAA TpPHEYTHIIONOBRA

B npucyTcTBHH d ,d ~230-6Hc-H306yTHpPO-
HHTPpHIIA C NOCJeOyliHM OCaxXneHHeM B
neTposnefiHoM adupe M OTOeNIeHHeM ocan-
Ka, KOTOpHE 3aTeMm nogseprawor ciaaboy
menouHOMy runponusy somuemM O, 1H.NaOH
npu 10 °C s cpefe alleTOHa C TMOCHenyo—
MHM NepeBOAOM CBOSOOHOI'C OCHOBaHMA

I B xyroprugpaT o06paboTKOl MeTaHOMNb-
HeM pacTBopoM HCE no pH 4,5, panbHeit—
mHM 3KCTPAarupoBaHHeM CHCP3 H oTpene-—
HHEM KPHUCTAINHUYEeCKOro runpoxnopnﬂa

I ¢ r. nn. = 160-64°C, [x12° = 296°
(npH KoHueHTpauun B MeTanone 0,05).
Hanee rugpoxsiopun I mepemsopAT B rup-
poxyiopun I1 oGpaBorkoit Brg B CMecH
MeTAaHO/Ia ¥ OHOKCAHA B MNPUCYTCTBHH
3TRIOPTOGOPMHATAE C MOCEeOYIOMHM OCax—
OeHHEM B CMeCH 3THIOBOTIO H nerpomneli—
Horo 3dmpa (2:1). TlonyuenHwit KpacHsi
0CanmoK pacTBOPAWMT B CMeCH aueTOHa H
BogHOoro HBr c nocnepyiomel sxcrpak-
nvei CHCE3 H I'UOPOSIM30M BOIHBIM pacCT-—
BOpOM ¢hopMHATA HATPHA H NEepeBONOM B'
rugpoxnopun 1I.IHonyuyeHHoe oCHOBaHHe

II umeer T. mn. 153°C, D#]Q” = +340°
(1IpM XOHUEHTPAalMH B MeTauone 0,05),
rugpoxnopun IT - t. nn. 1639C;

[@1%= +320° (npm xoHueHTtpauuu 0,05

B METtaHone). Bexon ruapoxnopuna 11
cocrasnser 47,27%.
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, HaoflpeTenue oTHOCHUTCHA K criocoby
nonyuenns 4' ~FleOKCH~[aYHOPYGHUUHHA
win 4' -neokcH —pokcopy6uiHHa obmelt
dopmynst 1
OH  COCHyR

| “~0H

NH,

R - H;A'—neoxcufnayﬂopy6unuu
R - OH-4' -meoKcH—[OKCODPYOHIHH

o6naganimx NpOTHBOONYXOJEeBbIMH CBOR—
CTBaMH .

llens uzobpeTeHH:A — YBeJIHUeHHE BbI™
X0za LeneBblX NPOAYKTOB, YIpOWeHHe
rpouecca M pacuppeHne acCOpTHMEHTA
neneBsXx NMPOAYKTOB.

HUsobpeTeHue HITIIOC TPUPYETCHA Clenvi—=
OMMH TIpHMEpaMH. ‘

Tpumerp 1. 4'—3nn—h'—Tpu¢Top~
METHHCynb@OHHnOKCH*N“TpH¢TOpaueTﬂn-
nayHopySHLHH.

K nepeMemmBaeMoMy DacTBODY 26 r
4 '~ anu-N-TpudTopalle THI-AayHOpPY OxIIHHA
B 650 M;1 6e3BOOHOIC METHIEHXNOPHAA
1 32 Mn Se3BOMHOrO IHPHUIOHHA, OXJIax—
nennoMy mo C°C, B TeueHHe 20 MmH mpH-

_Gaprsmor pactop 11 M TpHTOPMETHI
cynbdbOHOBOTO aHTHMIPHOA B 140 Mn Ges—
BOOHOI'O MeTuieHxnopupaa. Opranuueckyw
$a3y nNpOMBIBAT IOCTENOBATENHHO OXJIam=
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peHubM 5%-HbM BOZHBIM pPacTBOPOM OHKap-

Gonara Hatpus, Bogoi, 0,1 H. pacTBO-
POM CCJIAHOH KHCIOTH H sBopoM. OpraHu-—
yecKkHil pacTBOD, BHICYWEHHbIH Han Bes—
AROOHBM cynbhaToM HATPHA, HCIONBL3YIT
. B .caepymmed crafvu Ges pgansHelneH
OUMCTKH. ‘

45

TorKkocnoiinyle xpoMmartorpaduio nposo- 50

oAT Ha nnactunkax Kieselgel F 254
{dmpMa Merck) ¢ HCIOIb3OBAHMEM CMeCH
xnopodopM : ameron (9:]1 mo ofvemy);
Rf = 0,45,

OTpumMerp
N-TpudTOpaNe THIAAYHOPYOHIMH..

.K 1200 mn pacrtsopa 4 —anu-4 -Tpu-
'@TopmeTanynb¢0Hnnoxcn—N tpuhTOopale—
THIINAYHODPYOHIMHA B MeTHIIeRXnopune

2. 4'~ﬂeoxcv—b'~ﬁono—55

" xnopodopM ¢

npuBasnsawr 23 r TerpabyTHIaMMOHUAKHO-
oupa. Yepes 30 mme npu 30°C npespame-
Hue 3apepmaeTcs, K DEAKIHMOHHVI CMecCh
TIPOMBIBAKT TNMOCHAEO0BATEeNbHO 57Z—HBM BOA—
HbBIM pacTBOpOM OGuKapBoHaTa HATPHUS, BO-
noit, 0,1 H. BOOHBIM PACTBOPOM CONAHOH
KMCJIOTH M BOJIOH. PacTBOpUTEnb ynaisi—
KT BHITADHBAHHEM H IIOAYYAKWT CoelHHe-
HHe B ceipod dopMe, KOTopoé ouyuImaKT
;pOMaTorpa®Heﬁ Ha KOJIOHKe C cuiukKare-
IleM, HCINOAL3ys B KauyecTBe 3J0eHTa Me>
TUIEHAUXNODHUN, . ¥ nonydawnTt 23 r© yKa-
sanpHoro CoenuHeHust (Buxopm 75%); mo
[alHbiM MacC—CHeKTPOCKOITHH (MY 733,
MpoBoasAT TOHKOCIOHHYK XpoMaTOrpa-—
dwio Ha ruiactuHkax Kieselgel ¥ 254
{dupMa Merck) ¢ HCNOAL30BAHHEM CMeCH
anetod (9:1 no obbeMy);}
Rf = 0,54.
NpuMenpp
funur (R = H).

3. -NeokcH-aYHODY~

’

Pacteop 7,33 r 4' —pmeokcu—4 ' -uono-
N-rpudTopaneTunaayHopybuuuna B 200 Mn
GesronHoro Ttonyosna obpabaTerawT NpH
KHIIAYEeHUN ¢ Oo6paTHbM  XONOOUIIBHHKOM
B aTMochepe d430Ta M TNPH IepeMelrBa-
HUK 7 M TPpUOYTHUIIrHOpHOA OJIOBA, KOTO™
DBIT npnﬁansmT B TeueHme 45 JMuH qe-
THIPbMA TIOPIMAMH, M | T o, &' ~a30-6uc-
uzc6yTupouuTpuna. Yepes 1 y BoccTa-
HOBMEeHUe 3apepmaeTcs, IOCNE Yero pe-
AKIMOHHYK CMech OXJIa¥J&.oT [0 KOMHaT™
HON TeMIleparTypbl B BbUIMBAKT B H30BITOK
nerponefioro adupa (40-60°C). Ocanok
cobuparnT GWILTPOEAHHUEM, TIPOMHIBAIT

_nerponefnpM 3hUpoM WM CymaT IOL BaKY™

yMoM. HMomyuawTt 4,55 T 4' ~peoxcu-N-
TpudTOopaleTIInayEOPYOHUHHA C BBIXKOLOM
75%. CoenusieHue pactpopsawT B 300 Mn
anleroua u obpatGarmmawT 300 Mn 0,1 H.
BOOHOTC PaCTBOpPa CHOPOOKWCH HATPUA
mpu 10°C B Teuenne 3 u. K pacTBOpY
npubaensawr 0,1 B. BOOHYW XJOPHCTOBO™
HOPOOHYH KHCJIOTY 5o pH 4,5 ¥ arnukKo-—,
Hbl OTHENsT 3KCcTpakuuel xnopodopMoM.
3aTeM BOIHbBE pacTBOp HOBOAAT OO pH
8,6 W MOBTOPHO 3KCTPAIMPYWT XIOpPOBHOP—
MoM. O6benHHeHHBE 3IKCTPAKTH CcylmaT Ham
GespopHLM CcynbdaTOM HaTPHA, KOHIEHT™
pﬁpym& 7ic HebBonpioro obhemMa M MOOKHC™
nswt no pH 4,5 0,1 n. MeTaHONBHbLM
pacTROPOM XJIOPHCTCTO BOOOPOMA, TIpH
3TOM IPOHCXOOMT KPHCTANIM3alKA yKa~
3aHHOTO coenuHeHdsa B topMe I'HAPOXNO~
pMoa, uMemmero T. Tl 160-164°C,
(d]p-296° {ripun KOHueHTpauwu B METAHO-
ne 0, 05), r. ma. 150-152°C, [dl

= +316° (C=0,05, CH_OH)
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Dpusep 4. & ~Jleokcu-anpuamMu—
uuH; (R=0H).

0,35 r 4'"HeOKCH“naYHOMHHHH TUapoO-
XJIOpPHOA , NONYUEHHOTO MO MeToauke NpH-
Mepa 3, pactsBopswr B 20 Mnm cMecH Bes-
BOJIHOTO MeTaHona ¥ puokcaHa (1:3 no
o6vemy) u 0,35 mn aTusioprohopMuara.
K stoMy pacreopy pno6Bapnswr 1,4 M-
pacteopa (0,93 r 6poma u 10 M1 xmopo-
dopma. Yepez 30 MHH OTCTaAHBAHHUA IIpH
KOMHATHOH TeMlepaType pPeaKkHHOHHYD
cMeck ruuBawt B 100 Mn cMecu srTuno-
BB 3bup : netrpomefHnit adup (2:1 no
06beMy) . Tonyuawmuiics KpacHbi 0Camok
nocne GUNIBTPOBAHHUA H NPOMBIBAHUA 3TH-
JOBbIM 2bHPOM pPacTBOPAKT B cMecH 6 M
aneroda u 6 mMn 0,25 H. BOgHOTrO GpO-
MHcTOro mogoponma. Yepea 12-15 u or-
.CTanBaHMA IIpH KOMHATHOM TeMmepaType
cMeck pa3baBnAwT BOONOH U 3KCTPArupy—
loT xuytopodopmMoM. BopHyi daszy HecKoOs— .
KO pa3 3KCTparupywr H—BYyTaHCIOM H
o6benHHEHHbE 3KCTPAaKTh BHIAPDHBAWT NO[M
BAKYYMOM [10 Manoro o6reMa ¢ nonyude-—
HueM |4-6poMriuko3HoHOH nNpou3BOgHOM, 25
KOTODYI0 3aTeM pacTBOPAWT B 6,7 Mi
0,25 H. BOAHOrG G6pPOMHCTOTrO BONOPONA
u obpabatmBawt 0,5 r dopMmara HaTpusa
B 5 Mn Bogbl. .

PeakHyOHHYI CMECh BhIIEPXHBAKT NPH 30
KOMHATHOM TeMnepaType MNMpH NepeMemuBa—
Huu B Teuvenue 90-110 u u sareMm BhIIA-
PUBAKWT Oocyxa noa BakyymoM. [lomyuaiw-—
muitica 0CTAaTOK, pacTBOpeHHbE! B 120 Mn
‘cMecH xnopotdopm Metadon (2:1 mo
o6beMy), OBaXOn IpoOMuIBaKT 2,57-HbM
BOOHBIM pacTBOpoM OGuxapboHara HarTpus

. M 3aTeM MOBTODPSMT S3KCTPaKIM XJIO0pPO-—
dopmMoM. (O6begHHEHHBIE SKCTPaKThl X0~
podhopMa cymart Han cynedatToM HATLUA H 4
BHIAPHUBAKT HO Manorg obkeMma non Ba-
KyymoM; pH monvueHHOro KpacHOro pacT-
BOpa poBoasaT no 3,5 0e3BOOHbLM MeTa-—
HONbLHLIM PACTBOPOM XJIOPHCTOrO BOIODPO—
Oa; 3areM pobamnAwT H3GLITOK 3THIIOBO=. 45
ro sdupa mns ocaxnenua 0,17 r 4 -pe~
OKCH—aPHAMHIIMHA B BHOE I'HADOXIIOPHAA.
Bexom 47,2%. T. nm. 163°C (c pasnoxe-
unem) 3 [o]12%= +320° (C=0,05, CH,0H),

T. . ocHoBaHua 153°C (c pasnox.),
[®720= +340° (C=0,05, CH,OH). Tipopo-
OAT TOHKOCJNIOHHYID XpoMatorpadHio Ha
Merck kieselgel AF B ByddepHbX yCJO-—
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BHAMIM  3axas 6766/60
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suax npu pH 7 ¢ M/15 docharom ¢ Hc-
NMONb30BAHHEM B KadecTBe 3JIEHTa CMe-~
CH METHNEeHXJOPHI : MeTraHon : BoHa
(10:2:0,2 no o6vemy); Rf = 0,13,
CriexTpp AMP (ﬂHM€THﬂCYnh¢OKCHH—d‘)'
31,17 (nyrneT, CHa—C—S'), 3,96 «
(cunrner, CH30), 4,61 (cuurmer, W,

8 I'm, C-1'-H), 7,4-8,0 (MymbrTHONET, .,
apoMatTnueckHe mpoTons) 13,10 n 13,00
(nBa cudrnera, deHonbHbE CHADOKCHIIBL) .

¢Ao pMyna usobperTeHHUSA

Criocof6 noJivueHHs 4'-neoxcn—nayﬁo*
py6uumHa HiH A'—neoxcn—noxcopyﬁuuuﬂa
C HCIONBL30BAHHEM WEeNOYHOro rHApoH3a
0719 CHATHA 3aMUTHOM TpubTOpaleTHb—

« HO¥M T'pyMNIibl, 3aKNOYawmHicsa B TOM, 4YTO,
C Hesibl yBeIHW4YeHHs BBIXOOAa LEeneBoro
nponykKra, VIpOHeHHd Ipollecca H pac-
NHUpeHHsT ACCOPTHMEHTA UeJieBblX NPOOyK-—
TOB, 4' —smu~-N-TpudTopaneTHIIAYHOPYO6U—
HHH TNOOBeprawT B3auMoneidCcTBHIO C aH-
CHOPHOOM TPHOTOPMETHIICYIIBOOHOBOH KHC—
JIOTH B Cpefe XJNOpPHUCTOro MeTHIeHa B
TIPUCYTCTBHM 6e3BONHOTO TMHPHAMHA NpPH
remneparype 0°C c nocnegywoumM B3auMO-
AelicTBHEM IMONMYUYEHHOrO NPOMeXYTOUHOrO
4'-SHH-%’—TpH@TOpMETHHCVﬂb@OHHHQKuH“
N-TpubropaleTHNAayHOPYGHUMHEA C ﬁonu—
aom TerpabyTHiiaMmonus npu 309C w mo-
snyueHHsH 4' -peokcu—-4 —iton-N-TpudTop—
aueTHNOayHOPYOHIIMH TNOABEprawnT BOC-
CTAHOBHUTENIbHOMY [HerajioreHHpOBaHHK B
6e3BOJHOM TOITYOJie NPpH TeMiepaType
nednerMauyd B aTtMocdepe asoTa ¢ Ho-—
MOMBI THOPHIOA TPHOYTHIONIOBA B NPHCYT——
CTBUH &, oL —a230—6HC-H30-6YTHPOHHUTPH~
1a ¥ TOonyudeHHbEY 4'—neoxcu—N—TpH®Top—
aneTrigayHopyOHIMH moaBepratoT cnabo-
My HWEIOYHOMY THAPOJH3Y C NOMOIbLI0
0,] H. BOOHOTO PACTEOpPAa THAPOOKHCH
Hatpua npu 109C ¢ nonyueHneM ueneBo—
ro 4-peoxcH—payHopybHUHMHA B BHIe CBO—
60OHOIC OCHOBaHHA, KOTOpOe Hemnmocpep—
CTBEHHO NepeBOOAT B xXnopruapat obépa-
6CTKOH MeTAHOJIbHBM PACTBOPOM XJAODHC—
TOr'o BONOpPOOAa, KOTOpLII Jlanee nepeBo—
AT B 4' -OeOKCH~OOKCOPYGHUMH THOPO-
xnopun obpaborkofi 6poMOM B cMecH Me—
TaHOIa H OHOKCAaHa C MocjaedvioluM rug-—

- PONMHM3OM BOJHBIM PACTBOPOM ¢dopMHATA

-~ HaTpHd.

Tupax 343 Homnucuoe

[lpox3B .-MONHrp. Np-THe, r. YAropod, yi. llpoektHas, &
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