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pARa, HMewmHX B nonoxeHuu 16,17 unu
21 OKCHTpPYNMNbl, a B TOJOKEHHH 9 MOXeT
6uiTe $TOpP, H ABIAEMHXCA MOJYNPOMYK-—
TaMH B CHHTE32X BbICOKO3ODDEKTHBHLIX Je—
KapCTBEHHLIX CPencTB, HAalpHMep THJIpo-
KOpTH30HAa, nNpeaHH3onoHa ¥ ap. lens
H300peTeHHs - co3gadHue cnocoba noay-
YeHUsa YKa3aHHbLIX BemecTB M3 OPYIHX
HCXOOHBIX CcOoenHHeHUH. CHHTE3 Beayr

U3 11p-aueTHHOKCHCTeponuoB, HMEeIHX

B nosioxerusx 16,17 uwnu 21 samumeHHsie
OKCUTDYNIbl B BHAE AJTKOKCHBHHHIIOBHIX,
ranoreHMe THIJINTHIOBLX HIIH OUTHAPONH—
PaHHNOBLX 3QHPOB, a B nonoxeHud 9 Mo-
®eT ObiTe dTOp. 3TH CoenHHeHHSs NoABep—
rapT cHauyana meno4HoMy THOpPOJIH3Y, a
3aTeM KHCIOTHOMY ¢ mnomomblo HCl, 3rtu
YCIIOBHA NpenoTBpamalT HeobpaTuMmoe
NOBpPeXneHHe CONbBOJIH30YYBCTBHTENbHBIX
rpynmn,

®h

ns

9¢8Lyvb1 “

IV




1 1447826

HaobpeTeHue OTHOCHTCA K criocoby
ToSIVUe HHA 11P‘FHRDOKCHCT8DOHHOB U3
11P-aunn0KCHCTepounos, conepxamux
kpome 11Pp-auMIOKCUrPYIIIE 1O MeHblle
Mepe OOHY YYBCTBHTENbHYW K COIBBONIH3Y
ruppokcurpynny., Crepoups ¢ 11ﬁ—run—
DOKCHTPYMION SBIAKTCA OYeHb LEeHHbMU
HONynpoaAvKTaMH o cuuTeaa ocobo
sbheKTHRHLIX JIeKapCTBEHHBX CPENCTB
uny caMu no cebe ABAAWTCS BHICOKO™
3¢peKTUBHLMH BeNecTBaMH.

HexoTopble KOPTHKOWAbL ~ ruapoxopTH™
30H , npenﬂnaonou,Tpuamuuuonoﬂ,nexca-f
MeTasoH, 6-MeTHNNPenHU3OINoH, GexnoMe- 15§
Ta30H WnH QiIoOUUHONOHaueToHWO, BCe B
Monekyne Hapany ¢ YyBCTBUTETbHOH Bo-
KOROil 1efIbl0 THAPOKCHAUEeTOHa COopepxar
11§—runpoxcwrpynny H nonyuawTcs MHO=

rocTanuiineM crnocoboM cuUHTE3a.

Ilnsi HOCTHXEHHA BHICOKHX BbIXOAOB Ha
OTHesbHHX CTAOUAX CUHTes3a 4YacTo Tpe-
GyeTcsa s3auwyTa HMepmeHcs yXe B npoMe-
KYTOUHBIX TPOAYKTAX 11P-rnnpoxcu-
rpynne, Kaxk 3TO nonpofHO TOACHAETCH,
HanupuMep, B BBUIOXKEHHOM onucaHuH H3006-
perenun OPT ¥ 2649097 ¥ WHPOKO OCY~™
mecTBngeTcd NYTeM npeBpameHis 11?—
FUOPOKCHCTEPOUNOB B TPUME THIICHITHIIOK™ .
cucrtepounb. OnHaKo B 3K CMEepUMeHTax
Hembss GbIo He yCTaHaniiHBaTh, yTo
b0 peaknHu CHIMIIHPORaHWsA HE npore-
KaT [AOCTATOUHO H3BUPATENbHO, xorna
JPHCYTCTBYET HECKONbKO THAPOKCHIpyNl
nonoGHoOl PeaKTHBHOCTH, KaxKk, HamnpuMep,
B 11ﬁ, 17 ~auosnede, JHBO HEKOTOPHE
CUMMITOKCHT PYIINbl, KaK, HalpHMep, B
21—TpumeTuncununoxcn—ZO-KeTocrepon-.
nax, HegOCTATO4HO crabunbHBl TaKxke B
WesIouHbIX YCIIOBHAX colbBONHU3a, XOTA
cuyTHnoBeM 2dHPaM TMPHIHCHBALOT menoyue~
YCTOUUHBOCTh. WemaTesibHO TMO3TOMY NPH™
MeHsiTh [ApYIHe 3aWHTHble TPYyIiel. Becb~
Ma uenecoobpasHbM okKashiBaeTca auHin—
poBaHHue, npeUMyuecTBEHHO aleTHIHPOBAT 4
Hye WMewuHxcsa THOPOKCHIPYII, KaK 3TO
H3naraeTcs B BbHUIOKEHHOM OTIMCaHHH
wzobpeTenus OPT ¥ 2243480 unu B Euro-
pean Patent Application 3a ¥ 0004766,
k1. € 07 J 5/00.

lIlpeuMymecTBO B BbBIXO/lE
NOCTHraeTcs TNPH HEKOTOPHX peaxkuuax
nyreM npeBpameHHs 11p—runpoxcurpynnm
B aueTOKCHIpynmny, ONHAKO ONATH KOM™
fleHcHpyeTCcs HIH npespamaeTcs B MOHH™
weHHbIl BbIXOM, KOTHAA cOTf1acHO BhiIle~
npencTaBjieHHbM nateHram Tpebyemoe
B KOHeuyoM HTOre BLICBOBOXIIEHHE 11p-
FHIP OKCHT P YT ocvieCc TBIAWT, HAMPHT
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Mep, B MPHCYTCTBHH YYBCTBHTEJNBLHOH
21-rHapokcH—20~KeTorpyniHpOBKH. Eme
ropasno MeHblie CTAHOBATCS BHIXOMIB,
Ko1aa 17,21—nurunpoxcn—20-KeTo— HITH
naxe 16,17,21—Tpurunp0KCM-20—KeTo—
rpynnUpoBKa HaxXOAMTCA B MoOlekyne, Kak
3TO W3JlaraeTcs B BLUIOXEHHOM ONHCaHHH
u3o6peTenus OPT ¥ 2243480, BrauskuM
apnsieTcs crnocob nosydyeHvs TPHAMUHHO™
qoua 1o natenty US ¥ 3021347 conb-
BONH3OM 16,17-3aMemeHHbIX METHIIEHOH—
OKCHCTEepOoUunoB.

lenp d3oBpeTeHHs 3akmawuaerca B
ToM, 4TOOb HAHTH NYTH Boresienus 11p-

FUOPOKCHTPYIND H3 ee alWIAToB, TUpeu=
MyuecTBEHHO HX aueTaToB, Be3 paspyume-
Husi UMM HeoBpaTHMOro TOBPeXAEHHT NPy~
X CONbBONMU30UYBCTBUTENBHHX TPYI™ .
TIHPOBOK.

Buino HahipeHo, YTO 11ﬁ—runpoxcn-
CTepoKb MOoNyyawT H3 t1p—aunnoxcu—
CTEpPOWAOB TeM, UTO HCXOIHBIE NPONYKTHI,
conepxauyde Hapany ¢ 1\ﬁ—aunnoxcurpyn—
Holi 1O MeHbllell Mepe OAHY COJbBONU30™
qyBCTBHTENbHYW CPYNNY, MpeBpamanT B
noBble 3GUPH € OTKPHITOH ek HITH KOJIBILOM ,
3aTeM MOABEprawT WeJoOUHOMY THAPONU3Y
H, HaxoHeu, NYTEM pacumensersus pUp-
HoO@ rpynmbt uny 3GUPHLIX Tpynn npespa-
maT coBcTBeHHO H3BECTHBM cnnocoboM
B cBOGOOHHE CTEepoupbl CHHPTH.

KpoMe ToOro, Obuido Takge HaieHo,
yro 17-ruopoKcUrpynna Moxer ocTaThb™
csi Bes 3auMThl BO BPEMA menoudcro 11-
ConbBONH3A.

Monyueuve 3dHPOB HA33IHHOTO TUNAa
ocyumecTBAAT COBCTBEHHO A3BECTHbHM
criocoBoM, HamnpHMep NyTeM npucoegn-
HeHUs COOTBETCTRYWMEro BHHWIOBOTO ..
a¢gHpa C OTKPHTOH Uenbi HNH KONbLLUOM,
nanpHuMep 5TOKCHBHHUIOBLI 3dup uUnu
OUTHIPONHPAH, HMIH Xe nyTeM npespame-
HUA C COOTBETCTBYIOLHM o ~Tal0HAHbBM
5hUpOM, TPH HeobXoaAuMOCTH Takxe puan-
KunaueraneM, B OOHKHOBEHHBIX YCNOBHAX.

3dbupbl 11p-aunn0KCHCTepounoe co~. .
FAACHO W306peTeHHI0 SBIIAITCA HOBbIMH,
HOBbIMH ABIAKTCA H HX HenocpencTBEH™
Hple TPOH3BOLHbBIE TPOAYKTHL €O csobon—

. HOM 11P-rnnpoxcurpynnoﬁ.

TonbKo [ TeTparuaponupasunosoro
atbypa NPOH3IROJIHLIX TpHAMIIHHOJIOHA CO
cBoboaHOHR 11ﬁ—runpoxcnrpynnoﬁ aurngﬁf

¢(cxuil natredT W 879234 TtpebyeT mBpyroro
cniocoba monydeHwst W Opyroro Ha3Ha~
yeHus .

B paMmkax MHOT'OCTAagHiioro CHHTEsa

11p—ruupoxcurpynny Ha noaxonsueM 3ra-
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ne CHHTe3a npeBpalawT coBbCTBEHHO U3~
BECTHbM CMocofoM B ee aiuNaT, NpeHMy-
IEeCTBEHHO aueTrar, H lepefawT ee oalib-—
we B 3amumeHHoll dopMe, 4yTobn B KOHle,
enecoobpa3Ho Ha MOCedHeM 3Tane
CHHTE3a, ONATH BLIEIUTL ee NyTeM
JOCTATOYHO CHABHOTO IEeJIOUHOT'O COJNbBO-
n¥3a Hocne TOro, Kak [0 3TOro CONbBO—
JIM304YYBCTBHUTEJIbHbIE THAPOKCHIPYIIbL
6eiin samumeHs B hopMe HX 3bHPOB Ha-
3BAaHHOTO THMAa, KOoTopbie NPpH HeobxooHu-
MOCTH MOXHO ONATH BbHAENUTHL NMyTeM KHC-
JIOTHOTO CONBLBOJH3A.

H3aobpeTeHHeM BnepBble CTAHOBHUTCH
BOIMOXHbIM HCNONb30BaHUEe TNPEUMYMecCTB,
KOTOpble NMpeAcTaBiAseT 3auHueHHad B BH-
me auussta 11p-runpoxcurpynna 6es To-
ro, 4Tobm NpPH BbijelleHHH NMPHMHPHTBCH
C cymecTBEHHOH moTepel BbIXOOAa.

NpuwmMme p 1. lMonyuedHue npenHUso—
noHa,.

a) O6pasoBanue 3dupa.

1,36 r npepnuusonon-1i—-auerara pa-
cTeopsioT B 272 mMn 6e3BOAHOTO OHXIOP-—
MeTa4a. lipu mepeMemuBaHuH NPHOABIAIT
‘0,234 r nupuauHuiiTosunata ¥ 1,605Mn
CBEXeHCTHIIMPOBAHHOTO BUHUI3THIOBO-
ro »dupa ¥ nepeMemHBawT B TedyeHue
1,5 4 npH KOMHaTHOIl TeMmrepaTrype B ycC-
JIOBHAX HMCKIIKUYEHHs Blarv, 3aTeM peak—
UHOHHYW CMEChb REepeBONAT B HeliiTenb—
HY©® BOPOHKY MW TMoCjefoBaTenbHO [po-
MHBAOT 75 MJI HachleHHOTrOo pacTBopa

anapGonaTa HaTpHA W 75 M BOObl.
llocne cymx# Hag cynb$aToM HATPHS OCYy~
mecTBJIAIT BhNapHBaHWe Jocyxa B pora-
PYHOHHOM BaAKYVYMHOM Uucnapurerne. Hony-
yaeMbiil OCTATOX IEPeKpUCTATIH3OBLBAWT
H3 aueToHa HrrekKcaHa.

HNonyuaor 1,10 r 17d-rnnpoxcu—11p—
aueToxcu-Zl-(1’-3T0Kcn—sroxcn)—nper~
na-1,4-nnen-3,20-nuona. T,nn, 163 -
166°C; ¥ yaxc @ 1255, 1630, 1670, 1740,
3480 cm' (KBr).

OMbinexne. .

K 500 mr 17¢-ruppoxcu-1if-auerok-
cu-21-(1" - atokcu-stokcu)-nperHa-1,4=
nuen-3,20-guona B 36 My MeTaHona NPpH
nepeMewHBaHuH npu6asnswT 8,34 Ma 2 H
pacTBOpa edKoro HaTpa ¥ 3aTeM nepeme-
puBawT B Teuenwe 3,5 u npu 50°C. Mo
HCTeYeHUH BPEeMeHU DeakKiuHH Peakuusn R
OMbITEHHAA 3aBeplieHa. :

Pacmennenue 3QupoB.

K nonyuaeMoMy DacTBODY OMbUIEHHA
npubapnatT 10 Mn 2 H. CONAHOH KHCIO™
Thi H NHepeMewuBawT B TeueHue 15 MuH
NnpH 20°C. 3arem HeNTpanuaywT 87 -HbM

1447826
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BOOHBIM pacTBOpoM OGHkapfoHaTa HaTpHA

H nocne npubasijieHHA 5 M Boabl K peak-—
UHOHHOM CMecH BLITIaPHBAWT B BaKyyMe,
Bo BpeMsa neperoHki ocaxmaerca obpa3zo-
BaBmHicA npeauusonoHd, OTcacHBawT,
NMPOMBIBAKT MNPOAYKT KPHCTANMH3IAUHH BO—
Oo¥M U cymar.

NonyuawT 345 Mr npennn3onoHa.
T.nn, 221 - 228°C;[«]%  +100° (c=1,
HHOKCaH) .

MpumMme p 2. NonyyeHHe TpHaAMIH—
HonoHa.

O6pasoBaHue 3dupAa.

2,0 r Sa~drop-11-auetokcu-16«,
176, 21-Tpurugpokcunperua~1,4-guen—
3,20-nuoHa (rpuamumHonou-1t-anerar)
pacteBopsawT B 40 Mn gHxnopmeraHa, Ie-
perHaHdHoro Haja NATHOKHCHI docdopa.
llpy nepeMemuBaHuu nobasnswr 0,481 r .
MUPHAHHUATOSWIATA H 2,36 Mn cBexene-
pPerHaHHoro BHHHN3TUIIOBOro 3dupa H ne-
peMemHBalwT B TedyeHHe 2 Y NMpH KOMHAT-—
HOM TeMmmepaType C HCKIIOUeHHeM BJaTH.
3aTeM peakHHOHHYIW CMeCh MNepeBOOAT
B OENUTeNbHYKW BOPOHKY H IIPOMBIBAOT
25 MII HacCHIeHHOTO pacTBopa bukapboHa-
Ta HaTpHus. OpraHuveckyw $asy MpoMbiBa-
0T TPIKAM, KaxXObif Da3 HCNONL3YA MO
25 Mn Bopbi. MNocrnie oTaeneHHA Bombl 3KC—~
TPAKT AHXJIOPMETAaHa cymaT Hapn cynbda-—"
TOM HATPHA H B BaKyyMe KOHIEHTPHPYIOT
gocyxa. OBpasyeTcs MACIAHUCTHH CHIPOIL
NMPOAYKT, KOTODHII NepeKpUCTaNH30BbHBa~
KT W3 OHITUIOBOro 3GHpa ~ H-rekcada.
Honvuawt 2,50 r 9&7¢Top;11ﬁ-aueT0Kcn-
17 -runpokcu—16 oL 21-6uc (1 1-3TokCcuU—
sTokcu)-nperdz—1,4-mieu-3,20-nuoHa.
T.nn. 94 - 96°C; ¥ pawe @ 1233, 1615,
1640, 1675, 1740.

OmuinieHue. . oo

K2,5r 9&—¢Top—1lﬂ-aueToxcu-lﬁt-
ruppoxcu—16el, 21~-6uc (17 - 3TOKCH~3TOKCH) =
nperda-1,4-auen—~3,20-nuona B 50 mn
MeTaHona npd nepeMewMsBaHHH npHBaBiA-
or 5,2 Mg 1 H. pacTBOpa eAKOro Har-
pPa H 3aTeM repeMeiMB3WT B TeudeHHe
100 MuH npH KOMHAaTHON TeMmnepaTtype.
flo HCTeuYeHHH BPeMEHH DpeakilHH peakuHs
OMbITEHHA 3aBeplieHa.

Pacumensiene 3GHPOB.

- K nonyyaeMoMy pacTBOpPY OMBUIEHHA
npu6asnsior 17,7 Mn 1 H. CONAHOH KHC-—
NOTH H NnepeMemyBawT B TeueHHe 30 MHH
npu 20°C. MpH aToMm ocaxgaeTcR yxe o6~
pPa30BaBLHHCA TPHAMUHHONIOH B KayecTtee
6esoro ToEkoro ocaaxa. llocne npore-
KaHHA BpeMeHH peakiHH HeHTpanmu3yoT
87Z-ubiM BOAHLIM pacTBopoM GHkapOoHaTa
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HaTpHA H nocne pobBasneHusn 10 Mn1 BOAN
BLIAPHMBAKNT PeaKLHOHHYKW CMEChb B BaKy=
yme no of6wema 40 mn. 3aTeM NpoaykT
KPHCTANNH3aLUHH OTCAachiBaloT, NPOMBIBANT
BojO#i U cymarT.

MonyuakwT 1,61 r TpHaMUHHOIOHA.
Tomn.: 261 = 271°C (2)3[e]y : +69°
(c=1, nvMerundopMaMun) .

Mpuwmep 3. llonyyuedne TpUAMIH™
HONOHA,

O6pa3oBaHue 3dHPaA.

2,15 r 9¢-trop-11p-aneTokcu-164,
17, 21-Tpurunpoxcunperua-1,4-nneu-
3,20-guoHa (rpuamumitonon~11-anerar)
pacTBopsT B 537 Mn 6e3BORHOro AU™ ...
xnopMeTaHa. llpy nepeMemHBaHHH npubas-
amor 0,370 r nupupuHHATOSHNATA H
3,87 Mn cBexeneperHaHHOTo H-6yTHI~
BHHUIIOBOTO 3dupa ¥ nepeMemHBAOT B Té= 5,
yenue Bcero 60 MHH NpH KOMHETHOH '
TeMiepaType. 3areM peaxiyioHHLH pacT™
BOP MEepeBonasT B OENHUTEeNbHYI BOPOHKY
K oprasnueckyio dasy NpoMHBaKOT CHauana
100 Mn HachueHHOTO BOJHOrO DAacTBopa
6ukapBoHaTa HATPHA W 3aTeM eme npax-—
Obl, Kaxapil pas KCMONbSYs IO 100 Mn
Boap. llocne cymkd Bag CynbaToM HAT™
pHs B DOTALMOHHOM BaKYyMHOM HCRApH™
Tene BuwmapHBapT pocyxa. llomyuawoT
MeIUIeHHO KPHCTalTHSYIOMUACA OCTaTOK
konuHyecTBoM 3,1 T Qu-prop-11p ~aueTox-
cn~17d-runpokcu—16e«, 21-6uc (1) -u-6y=
ToKcHsTOKCH)-nperHa~1,4-auen-3,20~-
nHoHa. I uaxe (1260, 1615, 1630, 1670,
1725, 1745, 3500 (CcHCl,).

OMbiieHue,

K 3,10 r 9dr¢Top-11ﬁ—aueroxcu-1ﬁd-
rugpokcu-16et, 21-6uc (1’ ~6yTOKCHITOK™
cu)—nperna—1,4-nneu-3,20-nuona B
200 Mn MeTaHolna NpH TNepeMelMBaHHH
npubasnswor 27,80 Mn 2 H., pacTBOpa en-
KOTO HATpa ¥ 3aTeM MepeMemHBawT B Te~
yeHne 60 MHH MPH KOMHATHOW TeMmnepary—=
- pe. Ilo HcTeueHHH BpeMeHH DeaKUHH oM™
neHue 33aBepHmeHO.

PacmennesHe 3QHpPOB. )

K nonyuaeMoMy pacTBODY OMbUIeHHA
‘npuGasnsT obmee KOMHYECTBO 44,4 Mmn
2 H. CONASHOH KHCJIOTH H NepeMemHBalT

ok

B Teuenne 15 vy npu 20 C. 3arteM K
cMecu npubapnawer 40 un 8Z-Horo pacTsT.
popa 6ukapboHara HaTpus, BOOHLIA pacT—
pop aneTaTra HaTpHR (0,484 r aueraTa
natpus+3H,0 B 2,7 mn H,0) u 14,5 Mn
BoObl, a8 PACTBOP KOHIEHTPHPYIT po 06b-
‘ema 138 mn. Mpu sToM ocaxpaeTcs obpa=
soBaBmUiCA TPHAMIWHOJIOH. Nocne OXnax-—
[eHHs OTCAaChHBawT, MPOMHBALT BOOOH H

5

10

15

25

30

15

40

50

cymwar, [osyuawT 1,43 r TpHaMUHHOIOHA,
T.nn. 262 - 267°C;[o]% :+68,5° (c=13
numeTun¢opMaMun). Cnexktp fMP cooT-
BEeTCTBYET OXKHIAEMOMY COefHHEeHHW.

Opume p 4., llonyderde TpHAMUH—
HosioHA TOCPEe[CTBOM XJOPMeTHIMeTHIIOBO~
ro 3dupa.

O6pasosBauue 3dHpa.

733 Mr TpuamuuHonox-1t-auerara
pacTBOpPST B 73 M/ CBEXeBBICYWEHHOTO
auxnopmerana, K atoMy pacTBOpY MnpH
25°C ¥ nepemewHBaHuy NPHOABNAWT 5 MA
xnopMeTHnoBoro sdupa. 3areM npubas-
nawoT eme 9 Mn 6e3BOAHOTO KOMIHAHHAE H
OCTAaBJAKYT Ha 2,5 4 NpH 25°C. Uepes
2,5 u npu 25°C HauunawT 0B6pabOTKY,
npu6apnsa peaKUuOHHbl DPAcTBOP K
200 M1 HachleHHOro pacTBoOpa aperartda
HaTpua. [locne oBbKHOBEHHOro paspene-
HWS, OOMONHHTENBHOrO 3IKCFparuposa-
HHAl, TPOMBIBAHMA W CYWKH BLMAapHBAKWT
B BakyyMe flocyxa. OcTaTox mnpuBonAaT
npu nomomM 4-5 M1 aneTroHa K KpHcTan-
n¥3auMH, & nocne npubabBneHuA 2 mn
BOJlbl NMOMEemWanT H3a HOYb B XONOAWIIBHHK.
OTcacpBalT ¥ NOIYy4YawT 11p—aueroxcu-
9-prop-166l, 17-purnunopokcH-21-MeToXCH™
MeTokcunperua-1,4-nven-3,20-auoH, ko~
ropuili B nupupgHHe —-Dg NOKasHBAeT CHI—
nane SMP npu & =3,27 (3H, s,0CH;) u
4,77 (4H, m, 21-CH2-OCH1-OCH,)ppm
ons BHOBbL HOCTynuBmeHd Trpymnfbl.

OmMbiteyie ¥ pacmenneHde 3GHPOB.

OMpiTeHHEe OCYMECTBISNT NP aHaJ10~
ru¥ c npuMepoM 2. 3TOT pPacTBOP,
cogepxauuit 250 Mr 2{-MorO3)upa, pas-
6apnsawT B 20 Mn metaHona, He#ATpanH-
syior npumepro 0,25 mn 2 M ponHOH
CONAHON KHCIOTH, Hanpme npubapiAoT
4,5 Mn 2 M CoOnAHOM KHCIOTH H OCTaB~
nsior npu 30°C mo Tex mop, noka 21-
spupa Bonbue He Gypet obHapyxeHo cno-
coboM TOHKOCHOHHOM xpoMaTorpadHu
(oxono 20 u). 3aTeM HeATPANH3YIOT,

P BAKyyMe BeNapHBalT ROCyXa, noMe=

wmalT B OKOJIO 3 Mi BOOM, MpHUUeM BOS™
HHkaeT CYCneH3Hs TpHaMUMHONIOHA, H3

KOTOPOi TPHAMIUUHOIOH BheNAwnT o6bru—
HbM OTCACHBAHHMEM H TNPOMBIBKOH.

M puwme p 5 Honyyenne TpHAMUMT
HOJIOHA MOCPEeiCTBOM TeTparWaponHpaHn—
nosoro 3dHpa.

06pasoBalue 2hHpPaA.

K 400 mr 11p—aueT0Kcu-9—¢Top—16d,
17,21-Tpurunpoxcunperua—l,A—uueu—
3,20-puoHa npuGaBnAlwT B 5 Mn BbICYmHEH—
HOT'O AMXJOpMeTaHa, | MI M=TOnyonCcynb~
$oHOBOH KHCJIOTH H 0,7 M OHrHAPONH—



7

pana. Cycneusdw nepeMenipawT NpH KoM-
HaTHOW Temnepartype (25°C), noka ue
6ynyT pacTBOpeHL BCE KOMITOHEHTH

(6-8 4), s3aTem nmawT pearuposaTh 3a
nanpHedmde 3-4 U U HCUe3HOBEHHe
HCXOAHOTO MaTepHasna KOHTPOMHPYWT TOH-
KOCJIOHHOA XpoMmaTorpadueii, [lna nepe=-
paBoTkH NpUBABIANT Manoe KoJHYecTBO
pacrtBopa NaHCO,, npomuisanT BOpmOM,
OPraHHYeCKyw (Aazy CymwaT H B BaKyyMe
BbINAPHBAWT NOCYXa, NPHYEM MONYyYalwT
MaclsAHUCTHH OCTAaTOK, KOTOPEN! nepepa=-
6aTHIBAKT NPSMBIM NyTeM,

OMbuieHHEe

OcTatok npenbiaymeil cTagdH PaCTBO-
pawT B 32 Mn MertaHona, cwpa npHbas-
nsawT 4 Mn 2 M egkoro Hatpa. 11-0OAc-
rpynna dynet omsuleHa uyepe3 | u npu
23°C, mocne uyero HeHTpanuavieT 2 M
COJITHOM KHCJIOTOMH,

ConpBoONU3.

K pactBopy, HelTpanuzoBaHHOMY,

KaK Bbllle ONHCAHO, NPUBAaBNAKWT 3 Mn

2 M conmHOM KHCNOTH H OCTAaBIANT eme
Ha 2 Y NpM KOMHATHOHU TemnepaTtype. 3a-
TeM HeATPaNnU3yI0T PacTBODPOM NaHCO, ,
BLINAPHBAWT MOUTH A0CYXa B Bakyyme,
onsATh, NPpUOABAAKT Majioe KONHYEeCTBO BO-~
on (okono 4 Mmn), rnoMemawT B Npoxnan-
HOe MeCTO H HaKoHel OTCAaCHBAKWT H NpoO-
mpiBawT. [lonyuawT TpUaAMIHMHONOH.

I puwMe p 6, MNonyueHde rHAPOKOD-—
TH30HA MNH THAPOKOPTU30H-21-anerarta
nocpeacTBoM 21-MoHo3dHpa.

O6pasoBanue 3dupa.

800 mMr rumpoxoprHisoH-11-agerara
pacrBopswT B 170 Mn cBexeouHmeHHOro
H abCcomoTHO CYXOoro AuxjiopMeTaHa., llpu-
6aBnaT 1,3 MR 3THABWHMNOBOro sdHpa
U 145 Mr nUpHAHHHA~-T ~TONyosncynbho-
HaATa U [OawT pearvdpoBaTh B TEeUYeHHUue
40 mun npu 25°C. [nsa nepepaboTKy -
GoicTpo BMewmuBawoT 40 M -HachiieHHOro
pactBopa NaHCCj3; v HakoHen paspensior
dasw. llocne oOHKHOBEHHOTO [ONOIIHHU-
TeNnbHOT'0 3KCTPArHpoOBaHHA, TPOMbLIBAHMS
H CYHWKU OpraHuuyeckyw $asy BHHapUBAKT
B BaKyyMe JiIoCcyXa H OCTAaBIIAKWT HA KDHUC-—
TANAH3aHHI C AalleTOHOM H TeKCAHOM.

B xayecTBe 1-i dpakuuy nosayyanT
740 mr 11p-aueroxcu-21-{(1"'-3Tokcu-
3TOKCH) - 17~ruapoxcH-nperva-b4-en=-3, 20~
OHoHa ¢ Tt.na, 158 - 164°C, KOTODbI1
B COOTBeTCTBHH co cnexktpoMm fIMP umeeT-
CA B KauecTBe nHaCTepeomepHoﬁ CMECH
B cooTHomweHHHd 1:1, .

OMpineHHe M pacuenneHde 3dHpa.

570 Mr BhwenpepcTaBneHHoro 21-3du=
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Pa-ruapokoprdsok-11 ayerara pacTpo- '’
PAKT MOA 3alHUTHLM rasoM npH 25 C

B 44 Mn 4 M Meranonomoro pacrtsopa
e€nkoro xand. llpouecc ombuienus aueto-
KCHUrpynmnel B nonoxexHuu 11 npoTekaer

B TeueHHe 17 u, 3aTeM CoJHHOH (HCHO-
TO# NOBOOAT [0 3Hauenwus pH 1, a Bo3-
MOXHO OcCaXnawmeecs BerecTBO CHOBA
PACTBOPAKWT B fa’iblie MOJaR3aEMOM MeTa -
Hone. 3To pacmerinenHe »bupa npoTek- -
NpakKTHYeCKH MTHOBeKHOo, [lna nepepabot-
KH B KauecTBe Ovdhepa npubasriawoT
NaOAc ¥ npwvmeonsatT nocyvxa. OCTaToK mo-
MemawT B BoOYy U CHC13, nocne obblxHO -
BEHHOTO pasfesfleHusi, 2KCTparupoBaHHsa,
NMPOMbLIBAHHA H BbHHIADHRAHHA TONYYaI0T ChH
poli rHOPOKAODTH3CH.,

AuneTumuposanue B 21-auerat W H30
IHpoOBaHHe .,

BomeHasBaHHbLIT CHPOfHi NPOAV.T OCTad-
AT ¢ 3 M ooupuianHa ¥ 3 Mn A,0 B Te-
yeHue 3 u npy 25°C. B pes3ynbrare
OBLIKHOBEHHOI nepepaloTKH MOJyuyawT
CblpOH TUOPOKOPTH3CHA AlleTaT, KOTOPbI
HenecoodpaszHo OUHMAT KOJIOHQYHO
XpoMmarorpadueri u cnekrtp SIMP koToporo
coBnanaeT € TAakKOBbM MOANHHHOTO MaTe-
pHana,

Npuwmep 7. llonyuesne ruapokop-
TH30Ha nocpencTBoM nHadupa.

O6pazoBaHue sdHpa.

790 Mr rugpoxopTHioH-1l-aueTrara
pacteopsir B 170 Mn cyxoro CH,Cl,,
MOO HCKINOUYeHHeM BJard npubasssawnT 2 wn
3THJIBUHANOBOTO sbHpa Ha 145 Mr nupu-
AUHHA~N=-TOoNnyoncyAspoHATA W OCTABIIA~
0T TIPH KOMHATHOH TewMrnepaTtype. Korpa
KOHTPOJIb TOHKOCIIOHHOII XpoMaTorpaduen
noxKAa3biBaeT, 4YTO MexNy TeM obpas3oBaB-—
WHECA MOHO3BUPD ONSATR CHH3HICA NpH—
MepHo o 6% (22-28 u), HauKHawT nepe-
paboTky, OwicTpo BMmewnsaa 40 miu Hacwh-
meHHoro pactsopa NaHCU ;. OfwkuoBeH-
Hasa AanbHeHwas nepepadoTka pasnene-
HUA, DONONMHHTENbHOIO JIKCTPArHPOBAaHHA,
HDOMMBHHHH, CYIIKH H BbilapuBaHWs B Ba—
KyyMe [OoCyXa [awT MAacJAgHHCTHH ocTa-
TOK, KOTOPHIH B COOTBETCTBHH CO CIEKT-
pom SMP npepcrasiisser cofipil gHacrepeo—
MepHyw cMech 11B-anerokcu-17,21-6uc
(1'-3ToxcH-3TokcH) —nperua-4-en-3, 20~
JHoHa.

OMbiUTeHHe W pacmeruieHue 3¢Hpa.

513 MPF MACIAHHCTOrO OCTaTKa npegnp—
AymeRl cTagMM moporpeBawnT ¢ o6paTHbM
MOTOKOM [MOA 3aMHTHLIM Ta30oM C 5 MI
0,43 M MeTaHONOBOrO pacTBOpa eaKoro
xanu. [lpouecc ombneHHs KOHTPOJHPYIOT
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MeTOOM TOHKOCIONHOH XxpoMaTorpapHH,

OH 6ypmeT NOUTH 3aBepmeHdH uepes 6~-7 u
ofbpaTHoro mnoroka. Jbia pacmernyieHHs

3hHpa oxJlaxpawT 1o KOMHATHOH Temnepa- 5
TYpH, COMAHOM KHCIOTOM AOBOAAT IO
gHayeHHs pH 1 ¥ BO3MOXHO OCaxnaB~
meecs BemecTBO CHOBA PacTBOPANT,
no6aBnsas MetaHon. PacmennieHuhe abupa

NPOUCKXOANWT NPAKTHYECKH MTHOBEHHO. 10 .
Haxkonen TBepnbM NaOAc ycTaHaBIIMBAIOT rone R - Bopopon HIH FPUAPOKCHIPYIIA ]
sunauende pH oxosio 6-7 M B BakyyMme X - BOpoponA WM &TOP,
PLMAapHBAT JOCYX&. JITOT OCTATOK no~ ¢ HCMNONb30BaH®eM HCXOAHEX MPOH3BOA~
MemaloT B Bony W CHCl,, panpwe oSpa- HbX NPErHaHOBOTO PAfa, HMEWmHX 3amH-—
6aThBAlOT KAk obnuHO ¥ HaKOHell CHOBA 15 meHHHEe 16 1 17 unu 21 - rUOpoOKCHTDYN=
. BLINApHBAKT B BaKyyMe [l0cyXa, MNpHueM mpl ¢ TNOCNenyiomUM CHATHEeM 3alHTHHX
NonyuaeT KONHUECTBEHHO CHPOA THAPO~ rPYMH KHCIOTHBIM THADONH3OM, O T J H=
KOPTH30H, KOTOPbUi YKCYCHBM 3QHPOM qaomyH#@CBHA TeM, UToO B Kauectrse
nepekpHCTalllId 30BHBAIOT .« HCXOOHWK TNPOH3BOAHNX NperHadoBoro
Mlocrie oTCachBaHHWA NMONYYAlT THADPO—~ 79 pPAAA HCHOJbLSYWT 11p- aueTHNOKCHCTE=
KOPTH30H, KOTOPbIi IO CIEKTDPY sSMP pounn oBme# dopMyns I, HmewmHe 3amy-
NIOJSIHOCTHI0 COBTAJAET C MNOANHHHLM IHA™ meHHsle THOPOKCHMTDpYNNH B BHAE MPOCTHIX
POKOPTH30HOM. ANTKOKCHBUHUIOBLK, I'aloreHMeTHIMeTH™

NOBBX HJH MFHIIPOHHDaHHHOBle 3¢HpoOB,

HHU A
dopMyna us3o0 GperTe 25 npHueM CHauaja NPOBOAAT MeJOYHOHA

Cnoco6 monyuends 1ip-ruaporcucres rUOpOTINS 11p—aueTunoxcurpynnm, a 3a-
pOMAOB MpErHaHoBOTO papna obmeit dop- TeM KHCJOTHLIH TIHAPONH3 CUAIbBHO# KHC—
myns 1 ' noToit, TakoH Kak consHad KHCJIIOTAa.
PepaxkTop H.KumrynuHel Texped J1.0nHAHBK Koppekrtop O.Kpasuosa

3akas 6806/27 Tupax 348 MopnucHoe

BHUMITH focynapcreeunoro KOMUTETa IO ﬁéoéperexuﬂn H OTKPHITHAM TNpH I'KHT CCCP
113035, Mockma, K-35, Paymckas ua6., o. 4/5
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