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: JloKka3aTeIscTBO CTPOSHHS
3. AMIIHO-3-TE3OKCH-6-0-TPUTHJINEJLITIOJO3bI
METOAOM XPOMATOI'PA®OUN HA BYMATE

P. I'. Epuaocea,” C. H. Padoecran, II. Kapunosa,
O. II. I'owosa

Panee HaMm c0o00IIANOCH 0 CHATE3¢ 3-aMHAHO-3-Te30KCH-6-O-TPATHAMEIIIIOAO3LL O CX6-
Me peaknuil: Memiono3a — 6-O-TPUTHINeILTIoN03a — 2,3-KransReras-6-O-Tpa T A eILTIoN0-
334 — 3-7-TOJHIA30-3-Ae30KcH-6-O-TPHTHIANEILIIN03a — 3-aMHEHO-3-feaokcd-6-O-Tpuraanen-
Jogaosa [1].

Ha ocHOBe JAHHEIX, COOOLIEHHBIX O 4,6-Cemsmnmuen-q-D-mMermnrmorosmge [2], Gouro
TIpefOONOKEeHO, ITO dJeMeHTapHHe 3BeHbS IONHCAXAPHAA, TOAYIeHHOr0 NO YKAa3aHHOM
CXeMe DeaKmui, ABAAKTCA IMaBHEIM 00pasoM OCTATKAMHE 3-aMuHO-3-1e30KCH-6-O-Tpuruil-
D-raoxo3sI.

Tak Kak CHHTE3 COCTOMT B pPasMbIKaHHHE IHMPAHOBOTO IMKJIAa MOHOMEDHHX 3BEHELEB Iel-
A0HO3EL ¢ MOCAERYIONEM €r0 3aMHIKAHHEeM H OJHOBDEMEHHEIM BBeJeHNEeM a30TCco/epKaniel
I THAPOKCHIBHOM IPynl, T. €. ¢ 00pasoBaHAEeM ABYX HOBHIX aCHAMMETPHIECKAX aTOMOB yr-
Jepona, TO HeJb3A HCKJIOUMTh NPACYTCTBHE DAGMEeHTAPHBIX 3BeHBEB ¢ aMHHO-TPynmod y
BTOPOTO YrIEPOJHOT0 aTOMA, a TAKKe MAHHO-, AJII0- K AILTPOKOR(Hrypanuo BHOBL 00pa-
8YOIAXCA TUPAHOBEIX OAKIOB.

HcuepnbiBaloniee CTpoeHHe IOJNACAXAPHAA MOMKHO NOKA3aTh TONBKO IOCIHENOBATEIb-
HBIM IPUMEHEeHHEM pAfa MeTOXOB.

Ha mepsoM sTalle U3yYeHHA CTPOSHHS MNOJYIEHHOTO [OMACAXAPUAA MUI
CYATATH HeoOGXOOUMLIM MOKA3aTh MeToAoM xpoMaTtorpadum ma Gymare Mjem-
THIHOCTh IMPOAYKTOB THAPOIH3a M3yIaeMoll 3-aMmHO-3-Te3oKcH-6-O-Tpurii-
MONTIONO3BL ¥ 3-aMHHO-3-[e30KCH-4,0-CeHamnuien-a-D-MeTMAMIORG2 M2 110
THABHOMY HPOAYKTY — 3-aMuHO-3-Ie30KcH-D-TimoRro3e.

[aa xpoMatorpaduaeckoro pasgeleHds NPOAYKTOR TUAPOLM3a MCHOMLHLIN-
BalW TPH CUCTEMBI pacTBOpUTENeii: cucremMa | — GyTamoN, ODTamoN, BOZA

Taonmma 1

R, memects, o0Hapy#nBaeMblX HEHFAJPAHOM B CBHJETONAX H HccaefyeMbix o0pasmax
3-amuanH0-3-Ae30KCcH-6-0-TpATANNENT0I03bI (B cHcTeMe I)

HcciienoBadible NPOAYKTH MOJHOT0 TUAPOIM3A

3-amuHo-3-Tea- 3-aMuH0-3-me30KCU-6~O~TPUTHIIIE IO~
O6HApYHEEHBIE BEmecTBa | OKCH-%,6-0€H~ | xapa- 7103b1 PAANMAHOR CTEIMCRI 3aMOIIERUTT Ne 24| M3—
swmpen-a-D- MUOUHA + N1 —M1
MeTHITIo~ 0,5 1,0
kosuma (Na 1) (N 2) 0,7 0,8 1,0 (N 3)
3-AMUHO0-3-Fe30KCH-D- 0,31—0,33 0,30 | 0,32 | 0,33 | 0,31 |0,31—0,33| 0,33 | 0,33 |0,32—0,33
TI0K033<3-aMIHO0-3-[e3~ 0,4 — — - — - - - -
OKCH--D-MeTUNT N~
KO3HR
Heunpentudpunuponanssie HeT 0,44; | 0,47; 0,46 0,26 0,46 0,23 [ 0,39 |0,43; 0,23
BelecTBa : 0,23 | 0,39, 0,22 0,48 | 0,23 0,18
0,25; 0,10
0,2
0,15

{40:19: 11); cumcrema Il — Gyramon, nupmaum, BoAa, YKeychas KHCIOTA
{6:4:3:1); cucrema Ill — Gyramom, ywcycmada kmemora, Boma (4:1:5).
IIpuMeHANH BOCXOOALLYX) METOOHKY ¢ (HIYPHOH XpOMATOTpaMMOIl; ONpPHICKII-
BAIOIMM PeareHToM GBI PACTBOP HUHTHPHHA.

B xauectBe cBuperens 3-aMMHO-3-Ie30KCU-D-TMIOKO3ET HCIOAL30BAIM T[0-
OYKTEL THIpPOJHM3a 3-8 MHHO-3-Me30KcH-4,6-6eHamnnnen-a-D-MeTHATIIOKOSHa ®
KamaMHIPHA, TaK Kak J-aMAHO-3-71e30KCH-D-III0OKo3a Kak WHIEBHAYATbHOE
coefuHeHHe A0 HACTOAL\ETO BPeMEeHUM He BHEeJAEHA U He OXapaKTePH30BaHA.
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3-AMuno-3-gesoncu-4,6-Gensununen-a--Me THITIIOKO3 AL, TIOJLYIeH UL
AaMH ommcaHHBIM MeTomoM [2], mmen 7. mi. 182—183° (mo mureparypmbiM
nammEsiM T. L 184—186°), comepman 5,15% asora (paccuuraro 5,0%), Guur
xpomaTorpadueckn uncthim (R = 086 B cucreme I). Tlomydeno ero N-ame-
THIBHOE Tpou3BofHoe ¢ T. . 184—186° (mo amrepaTypEBIM [JaBHBIM T. T
186—188°). lpn wacTHUHOM THApoNM3e 3-aMHHO-3-fe3okcn-4,6-Gerznmnnen-a-
D-MeTHNTTIOKO3UAA TONVIeH XpoMaTorpadmueckn GuCTLIil 3-aMUFO-3-1e20KCH-
a-D-merunrmorosun, (Rf = 0,4 B cucreme I) (ra6m. 1, 2). IIpogyxT moamoro

Ta6numa 2

R, pemecrs, oGHApY:KuBaeMbIX HHHFHAPAHOM B CBHJETENAX W HCCICAyeMBIX oGpa3smax
3-amnno-3-1e3okcn-6-O-rpaTHinenonossl (B cueremax II m III)

O6HapVKeHHBIe BEIIeCTBA
B cucreme II B cucreme IIT
ITpORYKTE OONHOTLO a N 3 N
- . o-
THApOII3A 3-aMun0-3- ne‘;ﬁ’fg‘,,?_a_ HenmeaTHdu- | 3-aMuio-3- negxggu-a— HeumeHTHH-
me30KCU-D-| ‘P yeryn~ | TMMPOBAHHEE (Xe30KCH-D-| Doyery- IMpOBaHHEE
TAOKO3A | rrorosun Bel1ecTBa TILIOK032 PITIOK O3 BemecTRA ~
3-AMuHO-3-ne30kcH-4,6-| 0,37 0,48 Her 0,30 0,42—-0,45 Her
Gensuanger-o-D-
METHITTIOKO3UIA
KanamMuguaa 0,38 - 0,3 0,57; 0,27
0,24 0,31 —_ ,23
3-AMHHO-3-Ne30KCH-6- 0,38 — 0,6; 0,5 0,31 —_ 0,42; 0,37
O-TPUTHIIIEIIITIONO3bI 0,25; 0,2 0,24, 0,17

THAPOAN3a KpoMe OCHOBHON HUHTHIPHHHON HOJOCHI, €OOTBETCTBYIOINEH 3-aMi-
H0-3-fle3okcH-D-rmioko3é (R; =10,30—0,33 B cucteme I u III mw 0,38 B cm-
creme I1), morasniBal ¢1afyl0 HEHTHAPHHHYI0 IOJIOCY 3-aMUHO-3-AC3CKCH-0-
D-merunraorosuga (R = 0,4 B cucreme I u III u 0,48 B cucreme I1).

Jpyroit HcHomb3yeMblii HaMd CBUJETENb KAaHAMMIWH, KaK U3BECTHO, CoJep-
. JKHT 3-aMUHO-3-Ae30KcH- U 6-aMuH0-0-fe3oKcH-D-1M10K03Y T MOMKeT GBITH Ter-
ko rgaponuzosad [3]. Ogma u3 gBYX 06HApPYMEHHBIX HAMI HHTEHECHBILIX HHH-
rugpaEALIX nodoc uMeer Ry = 0,30—0,31 (B cuecremax I u III) u 0,38 (m cm-
creme 11), KoTopele coBmagaloT co 3HaYeHHAMH R; 3-aMmHO-3-ResokcH-D-riamwo-
KO3HI B COOTBETCTBYIOMIMX CHCTeMaX pPacTBOpUTeNedl, HAUNGHHBIMH HaMd
B IPOAYKTaX THAPOMU3a 3-aMHHO-3-Te30KcH-4,6-Gensunnen-a-D-MeTHarioKo-
3Ua.

B orpaforaHHBIX Ha CBUAETENAX YCIOBUAX NHpOBefeHO xpomarorpaduposa-
HHe NPOAYKTOB THAPOIN3a pAga o6pasuos 3-aMHHO-3-Te3oKcH-6-O-TpETHI-
DeMTION03E MAPalIeLHO CO CBHAETENAMH, a TaK/e ¢ BCIPHICKEBARUEM CBH-
neteas. Pesynpraret upusegenst B 1abn. 1 n 2 (3madenusa Ry Hawbollee WHTEH-
CHBHHIX II0JI0C TTIOXIEPKAYTH) .

JAna HWcclefoRaRHA WUCMONB3OBAIM 06pasusl  3-aMuHO-3-Te30KcH-6-O-Tp:1-
THIMENION03El CO CTeIleHBI0 3aMemieHHd mo aMumuorpymmre ot 0,5 mo 1,0.

ITpopyeTst rugponusa ofpasmor 3-aMuHO-3-1e30KCH-6-O-TPATHIALEILIIONOSHT
B HamboJee OJArompUATHHIX YCIOBUAX XpoMarorpa@HpoBaHHA OGHADYKUBAIOT
mo mectH moloc. Hambomee WHETEHCHBHON ITOJIOCOIL ABIAETCA IIOJNOCA
¢ fy = 0,31—0,33 B cucremax I u III minu ¢ BRs = 0,38 B cucreme II; mewnro-
YeHHe COCTABIACT JHIOE ORHH o6pasell, B KOTOPOM HHTEHCHBHO IIPOABISIOTCH
ABe modockl. HamGoxee UHRTeHCHBHAA IMOJI0Ca HPOAYKTOB T'MAPONH3A MCCHedC-
BAaHHBIX 00pA3LOB aMHHOJE30KCHIIEIIII0M03H CoBIamaeT mo Ry ¢ najimemumiv
st 3-aMUHO-3-1e30KRCH-D-TIIOKO3EI B HCIIOAB30BAHHBEIX HAMI B KadecTBe CBI-
meTeseil MPORYKTAX THAPOAU3a J-amirHo-3-Ke30Kcu-4,5-6eHsnnuaen-o-D-Meaii-
riaoro3nAa U KaHamMunuaa. OgHoBpeMeHHOe HaHeceHne Ha OfiHY H Ty ¥Ke XPo-
MaTOrpaMMy HcclefyeMoId IPOAYKTa TAAPONE3a W CBHACTENA He MNPHBOJHAT
K YBeJIMIeHUI0 YHCIa nojioc B o6nactn Ry 0,30—0,33.

Taxum o06pa3oM, B TpeX CHCTeMAX pacTBOpUTeNeil HMDOAYKTH TMAPOJI3a
HCCAeJOBAHHEIX 00pa3ioB aMHUHOKE30KCHIEIIION036l TIo FaBHOM mojoce, CO0T-
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BeTCTBYIOIEH 3-aMuio-3-Te30KcH-D-TMoKo3e, HAeHTUIHN ¢ MPOXYKTAaME CH[-
pommza  3-aMmHO-3-7IesoKcH-4, 6—6en31mmxen—a—D—Me'mnrmoxosnp;a W KaHa-
MHULUHA.

Cnafble HUHTHAPIEHbIE TOJOCHI, O6Hapy/I\I«IBaeMI>Ie pEime 3-ammHo- 3-me30K-
cu-D-TII0K036I, BO3MOMKIO COOTBETCTBYIOT e¢ cTepmoumsomepaM. Tak Kak 7m
HONOCHL IPOABIAOTCH ¢llalo M TOJABKO NPH YBeIHICHNH KOJMYECTBA HAHOCH-
MOTO Ha XPOMATOTPAMMY BEUIECTBA, TO, CIENOBATENBHO, IHPAHO3HLIE 3BEHbSA
¢ Kopdurypanueii, oOTINIHOMH OT IIIOKO3HOI, ecam H 06pasyioTca, TO JHIIb
B HE3HAYMTEJbHOM KoimdecTBe. HaMm Raykercs, 410 cnabbie IONOCHL, OOHApPY-
RUBaEMBIe HIDKe S-aMMHO-3-Ae30KCH-I-IIIOKO3BI, COOTBETCTBYIOT DPOAYHTAM
peBepcui, KaK H3BeCTHO, Bceraa 00pasylioOIIMMCA UpH THAPOIH3e IeLIIoJo3hT,

Bonpoc o TpHCyTCTBHH 2-aMHHO-2-Ae30KCH-D-III0KONAPAHO3HEIX - 3leMeH-
TAPHBIX 3BEHBER B MCCIEAYyeMOil aMHEHOME30KCIIICIII0I03e B JaHHOH paboTe He
pellieH; uecaeoBanAe MPON0IKACTCA.

E)Kcnepmiem'anbnan JacTh

IMoaroToBKa OIPCOAYKTOB THAPOAUBa K XpoMarorpadn-
pPOBaHu . _

1. llpoayxr rmppoansa 3J-amMmuHo-3-gesorcu-6-O-rpu-
THI I e JJI0 0 3 5L

a. N-amermnaupopanme 3-aMuHO-3-Ke30KCH-6-O-TPATAINEILIIONIO3B IPOBO-
AHIM 0 METOJLHKeE, onncannon mis N-anermmaupoBaHua 4,6-Gemsmyinpe-o-0-
riaorozammaa [4].

6. Ymppoaus J-aneraMmgo-3-Ke30Kcu~6-O-TPUTUIIENA0T03E TIPOBOTIIL TO
MeTofuKe, onucarnol gua noma-N-amermi-D-raorosavuna [5].

2. Jlia opuroToBIeHAA MpPOAYKTA THAPONU3A 3-aMHHO-3-Ae30KCH-4,6-Geusn-
TAREH-¢-D-MeTHINIIOK03HIa HCIOMB30RAIA ONMWCAHHEIe MeTomukn N-anerdid-
poBanus [2] u rugponmsa [6].
© 3. 'mpponus kagaMunuHa OpOBOSUIH WO oTiucaHHo MeTommke [7].

Has xpomarorpadupoBannsa MCIOAB30BANH JeHUArPafcKylo 6ymary B. du-
rypHAsA XpoMaTcIpamMma uMena piumy 32 cx u mmMpAHY 4 cum. Bemecrsa ma-
Hocmin jubo B Bufe CIUPTOBHIX, 1160 B BHAe Bogabx H—10%-metx pacTBOpoOB.
OnpsICKNBAIOMMA pacTBOp HAHTHJAPHAA TOTOBWIE TO0 CIefyloImedl MeTomuKe:
0,6 ¢ muHrEppnua pactBopsau B 22,5 Ma MerTmimediozomsRa (T. kmm. 105—
MO“), cBesxenepermannoro Hax FeCly u NaOH; gobasuaanu 7,5 ma anerarTsoro
6ydepa ¢ pH = 5,4—5.,5 u xmopucToe 0I108B0. )

Bemoam

UccnemoBaiio cTpoeHne CHHTE3NPOBAHHOI MO HOBOMY METORY S-aMMHO-3-

He30KCeH-6-O-TpH THINETION03E METOXOM XpoMaTorpadnn Ha Oymare co cBufie-
TeJIeM.

Iloxazama MOEeHTHYHOCTH IO I’JI&BHOI/I HEHTHAPHHHON molIoce ¢ 3 -aMuaFo0-3-
neaoﬁcn-D ~ITI0K030M.

WHCTHTYT BBICOKOMONERYIAPHBIX Hocrynnna B peakuamo
coepurennit AH CCCP 6 X 1967
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