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Hucruryr opeanuveckod zumuuw un. H. J. Besiuncrozo PAH, Mockesa

3-Jlesorcauenaos3a ¢o cremenso 3aMemenns 0,5-0,7 nonywsera npm BOCCTAHOB-
neBHH  3-0pOM-3-He30KCHIPOMIBOAHOTO  6-O-TPUTHANEANION03H  TPH-H-OYTHICTAHRAHOM
C WOCHeAYIOMAM YHAJTeHHeM TPRTHIALHBIX rpynm. Crpoenne 3-Ae30KCHUENIION03BL yCTR-
HOBJICHO DO NAaHBbIM clekTpockonmmu '3C-AMP, a Taxme c momompio xpomarorpaduae-
CKOT0 H XPOMATOMACC-CIIEKTPOMETPHIECKOTC MCCIENOBAHNA IPOAYKTOB TOJHOILO KHCIOT-
HOro ruppommaa. OnuMcaHa MAacc-CHeKTPOMeTpHYeckana QparMenramusa  TenHTa-O-aue-
THJI-3-Ke30KCH-D-copbuTa NpH MOHH3ALNY IEKTPOHHBIM YHAPOM.

Jesokcunponasoaabie 1eJJI0M03bl ¢ PASAMIHBIM MOJI0MKEHUEM Je30KCH3Be-
H3 NPE/CTABIAIOT MHTEPEC IS BHIACHEHUA PONU OTHEILHBIX THIAPOKCHIBHBIX
IPYHNND B peaknuax (epMEHTATUBHOTO TUAPOIM3A [ONUMEpa UOX JAeHCTBHE M
neamoxas [1]. Cumres 3-He30KCULENNION03b! [0 HACTOAIIEr0 BPEMEHH HE OCY-
mecTeiaed. Jagnas paGora DOCBAINIEHA NOJIYICHUIO ¥ YCTAHOBIEHHUIO CTPOSHUM
3-eB0KCHIONIIOI03B!, HCXONA U3 3-0poM-3-He30KCUNPONIBONHOTO LEIITION03H,
onmcanHoro HaMu pamee [2,3]; BoccTAHOBIEHWE TaIOreHA B 9TOM COEJUHEHMM
TIPOBEJEHO JelcTBUEeM Tpu-H-OyTviicrannana [4].

B radecTBe MOZENBHOTO COCMMHEHUS JJIA MPeIBAPATENLHOrO U3y JeHAA CTA-
JME BOCCTAHOBIEHHA OBUI MCIONL30BaR Meruia-2,4,6-rpu-O-anerni-3-6poM-3-
nmeaokcu-f-D-ammornparosux (I) (cxema 1). Ero obpaborky 2,5-mMoxbHBIM
#BOBITKOM TPU-H-GyTHNCTAHHNAHA NPOBOAMIM B KHIUIHNIEM JUOKCAHE BMECT(
OORYHG HCOONB3YEMOro TOJNYOoNa, B KOTOPOM 3aN[AIIEEHOS IPOM3BONHOE IeN-
JI0JI0BBHI MJII0X0 PACTBOPAN0CH. IIPONYKT BOCCTAROBIAEHMA HOCHe xpomarorpadn-
geCKON o9ncTEM OB mMoNydyeHr ¢ suixonom 88% w mpenTmdunumpopan Kax Me-
tn-2,4,6-1pa-0-anernn-3-gesoxcu-B-D-puborexconmpamosuy (I11) mo ypensuo-
My BpamieHmio u cmex1panbEbM TauEbiM. Croexrp ‘H-AMP coemmmenns (II)
b1 moXxHEOCTHIO pacmmA@poBaH (CM. «IKCIEPUMEHTAILHYI0 TACTBY) € IPUMO-
HEHUEeM METONMKH IBONHOIO FOMOANEPHOrG PE30HAHCA B PA3HOCTHOM BAPHABTR.
OH cofiepMaT, B YACTHOCTH, CUTHAJH! IIPOTOHOB Hedokcmapena npu C3 ¢ sumu-
qecxmMu cpsuramu 2,56 (H3e) u 1,60 (H3a) m. 1. Macc-cnexrp (II) B memons
BHAJOTHIOH MACC-CIEKTPAM aleTATOB METWITeKCOIHPAHO3WAos [5]; npucyt-
CTBYeT OHK MOJeKyJsapHOro moma ¢ m/z 304; nmxm ofpasyiomimxcs M3 HEro
PparMenTOB (CM. «DKCIEPAMEHTANBHYIO YACThY ) IOATBEPRAAIOT HATHIHE He3-
OKCHESBEHa B MoXokenwn 3 Moxexynst (I1).

HucroraeM rmpponnsom coepuuenva (11) Gsna noaydgena 3-gesdoxcu-D-
pubo-rexcosa (3-mesoxcu-D-rmoxosa) (III), Boceramosmernue woropoit NaBH,
ama NaBD, ¢ nocnemyromam anermnupoBanuem mano 1,2,4,5,6-uenra-O-ame-
Tan-3-nesoxcr-D-pubo-rexcur (amerar 3-mesoxcn-D-copbura) (IV) u ero me-
wernbli aromom jeirepus mo C1 amanor (IVa). Bemecrsa (III) m (IV) Gpuim
BCIOAB30BAHEl KaX 3aBe/[cMble 00pasmbl OPH AHANM3E COCTABA 3-[E30KCHIEN-
71050351, IIOCKONBRY MAacC-CHeKTp IMeHTASNeTara J-Iea0KCHcopOUTa B NHTEDi-
Type Ee OIKCAH, MbI HCCISK0BaMM (PArMEHTAQHIO BTOIC BEeIieCTBA MpH HOHI-
JANER SNEKTPOHEBLIM yJapoM Ha OpAMEpe MEUYeHHoro HeiTepreM AaHAIOT&
(IVa). O6mas xaprmsa pacmaja cxofma ¢ (parMeHTanueil TeKCAameTara cop-
Omra w memTaamerara 2-gesokcucopGura [6] (cxema 2). IMur monexyuspHOre
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WOHA B Macc-ClexTpe orcyrcrsyer. Ma JABYX [HMKOB, OTBEYAIOMMX MEPBAIHbIA
Cs-pparmenram ¢ m/z 303 u 304, Bropoit obmanaer menpureil MHTEHCHBHOCTHIY;
ananporus, ok G,-bparmenra ¢ m/z 232, copeprauiero KeHTepHEBYID METKY,
sauboliee WHTEHCHBEH B 00JACTH BBICOKHX MACC, TOTJa Kak muk Broporo C,-
fparMenta ¢ m/z 231 B cmesTpe NpPaKTHUECKH OTCYTCTBYeT. Taxske MOHMIKEH-
HOM 1O CPABHEHUIO ¢ MACC-CNEKTPAMH RUETAToB copbuta W 2-Kes0Kcucopdnta
HHTEHCHBHOCTBIO 00JagaoT NMuKku, orBevaoime mepsuaHniM Ci;-pparMmenTam ¢
mjz 160 u 217. CooTBeTCTBEHHO MMKM BTOPHYHBIX WOHOB, 00pPa3yIOLIUXCA TPY
OTINENNIEHHH JJIEMEHTOB YKCYCHOH KHCJIOTH WJIM KeTeHa oT (parMeHTOB ¢
m/z 304, 231, 217 u 160, MANTONHTEHCUBHEL, U COOTBETCTBYIOIIME ITYyTH PACIafa
B2 €X6ME 2 He MIPUBEIensbl.

UcexopusiMy coeguaeHUAME AR TOAYYEHHS 3-Ae30KCHEeIII0N03bl MOCHY-
amna gBa obpasuna 3-Gpomnponssoguoro 6-O-rpurtniuenionosst (V) (cxema
3) co cremensio samewenus (c. 3.) coorsercrsenno 0,5 m 0,7, nonydeunsie Kak
onmcano s pabore [3]. Boccramonienme NPOBONUNM 4,6-KpaTHBIM MOJBHBIM
W3OBITKOM TPW-*-OyTHICTAHHAHA B KATAIeM Juokcauwe 5 Tedenne 20 1. B mpo-
ayrre peaxmun (VI}, Boenennom ¢ srixogom 75—95%, sneMeHTHBIE COCTAB
COOTBETCTROBAJ BBIYHCIEHHOMY JIJIA NPOU3BOLHOrO NE30KCHIENITIONO03Hl CO CTS-
UEHBI0 3aMEU[EHUs, PABHOW CTEICHM 3aMellleHWsa HAa aTOM HPOMa B HUCXONHOM
apoussogaoM (V). B cnexrpe "C-fIMP (pnc. 1) rpurmaupoBaHHON [Je30KCH-
gexaonoast (V1) mabiionaince ase cepuu CHTHAJNOB, oTBedanume HeMmomuda-
OUPOBARHBIM IIOKo3HbM 3perbAM (() u spembaAM pgesorcmcaxapos (D), mpm-
9eM COOTHOUNIEHAE MHTEHCUBHOCTEH 3THX CePUMl CUIHAIOB COOTBETCTBOBANO CTe-
neHn 3aMergenuns. OTHeceHye CHTHANOB BHINONHEHO C MOMOIILIO CIIEKTPOB CO-
OTBeTCTBYIOMUX UPOW3BOLREIX MoHO- [7] w pucaxapmuos [8]. Xumnueckme
GIBUTH CUTHAJOB, OTBEYAIOMWX YriIepoaHsM atoMaM 3serbes G u D, u Bennan-
apl A0, xapaKTepusylomHe W3MEBERUA B CIHEKTPE B Pe3yJbTaTe BBENEHUS Je3-
oxcusBena (mepexon G—D), Xopouro coBNagaOT ¢ TAHHEBIMY, MONY e HHBIMI U3
CIEKTPOB MONENbHBIX coegmmernit (cp. mepexop (X)— (XI), rabxmna). Co-
nepaagne 3-gesoxcu-B-O-rpurmn--D- -TeKCOTMPAHOBHBIX 3BEHBEB, DACCTHTAH-
HOEe IO COOTHOLIERUMIO WHTEIPANbHbIX nATeHcHBROCTeH curaanos C3 (39,9 m. 1.y
amm C2 (69,0 M. 1.) n cymmsr cursanos C1 wim C6, cocrasuro 64—66% pma

.3.0,7 w1 48—-54% past e, 3. 0,5
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WparMenTalns ewraanerata 1-geirepo-3-1e30kcupado-reKcHTa TIPH MACC-CIEKTPOMOTPHEY
DO 3NEeKTPOHERIM YAAPOM

Jas ynanesma TpuTmaeEbix rpynm semectso (VI) marpesamm ¢ 30%
YKCYCHOR KACHOTOM., XOTA peaxkius NPOTeKaeT B reTePOTeHHEIX yCIOBHAX, OHA
ODHBONHT K MOJHOMY OTINEINIEHWIO TPHTWJILBBIX OCTATROB M [2eT 3-Je30KCH-
gemmionosy (VII) ¢ xonwgectremHBIM BHRIXOROM. LA ompemeNeHpsa cocrana
BEIECTBO (VII) TOABEPrajiy IONHOMY KUCIOTHOMY THIADOJH3Y, PacTBOpAA B
;z% I‘PpHOH Kuemore u panee marpesas ¢ 1 v. H,SO,. B npogykrax rugponau-
3a OplIm oOHapy:Kensr Merofiom BX TOJBKO gBa caxapa: rIioK03a M 3-He30KCH-
rI0K03a. AEanu3 TEAPONm3aTa B BHAE auctaton monmounos Mertomom X i
(X -Macc-cnexTpoMeTpun donTBepaAna »Tn manusle. KoamwecTBeHHOE ompe-
pejerme caxapos Merogom I'HX ¢ amerarom MHO3HTA B KadecTBe BHYTDEHHEr0
CTAHJAPTA TO3BOJAIO YCTAHOBUTD, 9TO COJEpsKaHue TII0OK03B H J-Ne30KCHIII0-
%036l B THjposmsaTe moammepa (VII) co c.a. 0,7 cocranmer 34,9 u.61,8%
COOTBETCTBEHHO. Mace-CIeRTpBl ALETATOB TONMONOB [IOJHOCTHIO COBIANM ¢
MAaCC-COeRTPAME 3aBeI0MbIX 06pasios.

Cuextp “C-fIMP 3-pesoxcunennionosst (VII) ¢ c.3. 0,5 npusegen ua puc. 2.
XaMudecKue CABArA CAIHAIOB YIVIEPOXHBIX ATOMOB ocTaTkOB [B-D-rioxomuapa-
5086l () MpaKTHIeCKM COBOANAIOT C COOTBETCTBYIOIUMHE CHIHANAMA METHI-
{i—nenno6noanna (XIII) (ra6m. 1). dns oTHECeHHS OCTAJBHBIX CHIHAJOR
OburE menonb3oBamsl Besmamast AS gua nepexopa (X)— (XI) (rabu. 1). B me-
mom cuexrp PC-AMP moprsepspaer nanmuaume B coefuuennu (VII) 3-gesorcn-
B-D-pubo-rekCOMMPAHO3HEIX OCTATKOB, HECMOTPA Ha To uro cursan C3 3BeHA
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D skpamupyerca curmaxamu DMSO. Yerwipe curpana B amoMepHoil obmacTu
CIEeKTPa, KAK MBI T0JIaraeM, 00BACHAOTCA HAJIWIMEM B MOJIAMEDHOR MOJERYIIe
9eTHIPEX BOSMOIKHBIX mociemosarensnoctedl (GG, GD, DG a DD) ma mmeio
IAXCA B €e coCTaBe ABYX MoHocaxapuiambix 3sepneB — G m D). Pacmennenue
curaanos G2, C4 m C5 seena D (2D, 4D, 5D) ceasamo ¢ BausnmeM COCeTHUX
vy fgesdokxcmsBeHa octaTioB D mnm G. Copep:xanue Te30KCH3BeHBEB, PACCUUTAH-
HOe M3 COOTHONIOHHA MHTETDAJbHBIX mHTeHCHBHOCTeH currana (2 ssesa D mpn
67,24—67,52 M. 1. u cymmn carmasioB G4, cocrasmaer 50%, urto cormacyercs
¢ c. 8. 0,5 o6pasna Mo MAHHBIM HIEMEHTHOTO AHAIHE3A.

Taxmm o6pasoM, BoccramoBiemme J-Opomupoumssofaoro 6-O-TprTHime-
NIONI03HI TPU-H-OYTHIICTAHHAHOM M IOCIEAYIOliee JeTPUTHIMPOBAEME € BHICO-
KHUM BBIXO[[OM MPUBOJAT K 3-JEe30KCHIEILIION03e, B COCTaBe KOTOPOH ofHADY Ke-
HBI TOJIBKO OCTATKY TJIIOKO3BI M 3-Te30KCUINIOK03EL. Ilooienne e30KCATPyL-
IIBI JIOKA33HO KAk 0e3ecTPYKTHBEBIM MeTogoM cnerrpockomuu “*C-AMP, Tax
XpoMaTorpauUecKoil W xpOMaTOMACC-CIeKTPOMETPHIECKIE nAeHTAPHKamueH
MPOYRTOR THAPONH3A MOJADAMUPOBAHHOTO IOJIAMEPA.

IKCnepUMEHTATbHAA YACTh

TCX npopopunm HA TIACTAHKAX € HE3AKPEIJEHHHIM CJIOEM CHJIHKATels
L 5/40 mem (UCOP) B cmeremax pacrBopmreneir xmopodopm (A), xmopo-
dopm — oramox, 39:1 (B), srmmagerar — remran (B), xsopodopm — aneromn,
49:1 (T'). 3omwr Bemeers obnapyxnanm Koun. H,30, ¢ marpesanmeM.
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1C-AIMP-cnexrpnt 3-pe30KkcH-6-O-TpUTHINENAI0T03b1, 3-1e30KCHIENTHN03bE
M MOJEIBHBIX COCRHBEHHH

|
Coenuuenne Wndp Ci c2 \ Cc3 ‘ Ch C3 Ce
Merna-f-D-raoxonupa- (X) 104,0 741 76,8 | 706 | 768 | 61,8
nosug (7]
Metun-3-pesokcn-§-D-pu- (XD 1061 68.5 304 | 652 | 80,5 | 61,8
60-TeKCOTIIPAHOII
(7]
A0 mpu mepexope
(X))~ (XD F2,.1 56 | -37,7 |-&84 |+37 | O
Meruin-6,6"-pu-O-TpuTiag- (X11) 1034 * 75,0 76,1 1793 1750 | 635
B-uennobuosnp
18]
3-Hes3okcu-6-O-rpnrua- (VIa)
LeNTI0N03a **
aseno G 103,7 (GG); | 74,79 76,04 | 79.58 | 75,46 | 63,7
104,8 (GD) ,
speno D 106,3 (DG); | 69,66 39,92 | 73.77| 78,95 | 63,7
106,8 (DD)
A8 npw nepexome G—D +2,6; +20 |-573| -36.12 |-581[+349( 0
@‘I\[Aenmuemnoﬁnoauu (XIID 102,85 & 73,25 * 74.75 | 80,15 | 74,75 | 60,55
2]
3-Jle30kcnuennioaosa (V116
3geno G 102,6 (GG); 73,15 74,95 | 79,71 | 74,70 | 60,42;
103,26 (GD) 60,65
3Bewo D 104,86 (DG); | 67.24.) ~40***| 7338:) 78,69;) 61.07
105,47 (DD) 67,52 73,54 | 78,98
A8 upn nepexoge (i ~1) +2,.26; +2,21 [-591;| ~-35 [-6,33;/+4,0; |+0,6;
—£,63 -6,17 | +4.25 |+04

* Xumudeckue caunrn Cl- y C2-at0MOB. :

** Xumuueckue cusury 127 49; 128,41 129.53; 144.9 (Ph); 87.24 (CPh)

**x Gurnan ot C3 D Haxoxurca B obnacTy encHanos DMSO.

BX Boimonusnu uucxogsuum cnocobom na dymare Filtrak FN12 (I'JIP) s
CHCTeMe PacTBODMTEdel H-OyTamon — MUPMAKH — BORa, 6:4 1 3; 30HH BeleCTH
o0HAPYKABAIY aBUIHAPTATATOM.

Ilpenapatusaoe paspgelienne BeutecTB NPOBOTMIH HA KOJOHKAX C CHIMKA-
renem L 40/100 mrm (UCOP).

I'HX aneraros monnosos seimonuanu Ha xpomarorpade Hewlett — Packard
3890A ¢ nrAMERBO-HOHMBANMOHHBIM [ETeKTOPOM, KAIMJIJIAPHOR KONOHKON
Ultra-1 u marerparopom HP 3393 A.

Ontrueckoe Bpamenne onpegensiny Ha noiapaMerpe Jasco DIP-360 (fna-
).

NK-cnexrprr cammann ma upubope Specord M-80 B mpeccosxe ¢ KBr.

Macc-cnexTpsl cEEManu Ba macc-cuextpomerpe Varian CH6 MAT ¢ ups-
MBIM BBOXOM 00pasna B MOHHBIA MCTOYHUK TPH HOHMBUDPYIOMIEM HATPAKEHU)T
70 5B, remneparype monroro ucrousuxa 180° C.

XpoMaTtomacce-cueKrpoMeTprio Beau ma upmbope MAT-311 A npw monman-
pyortem manpsskenun 70 3B u reMueparype wonnoro merounuka 200° C.

Coerrpst AMP cmarer ma npubope Bruker WM-250 ¢ paboueir wacroroir
250 Ml o 'H w 62,89 M’ wo *C {§-mixana).

Bu,SnH * nonyuen mo peakuumu BOCCTAHOBICHHA rekcady THIAUCTAHHOKCARA
LiAlH, 19]. a-a'-AsoGucusobyraponrrpun (1) — npenapar ¢upmsr Fluka.

Hduorcan (4. 1. a.) sojgepsswpanym may KOH, pexarTmpoBany, KRmaTaIm o
Na = meperosanm max Na (. xmo. 100,7°C).

* Jlioesro npenocrasnen J{. B, flmynackum (MOX PAH).
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Jus rupponmsa coemmmerma (II) wucmompsosanmm 1 =m. H,SO, (100°C.
4,5 9); (VI) u (VII) rapponusosanu 72% H,SO, (20°C, 2 ¢), pasbasnanu
gopoit mo 1 1. H,SO, u marpesanm 4,5 g npr 100° C. 'naponmaaTsr HeATPATHIO0-
sama BaCO,, ordumnstpoBriBanm, ynapusaim m uccienosanm BX. Ymapmeanm
focyxa ®m mobasnanm HeGonnlloe KOJHYECTBO cMecw aTamox — soma (1:1),
TerTpEyrupoBaid 0T ocTaTKA cojeit Gapusa, yuapmsaan. [lobasisimn pacrBop
NaBH; u ocrasnanz wa mous. Hefrpanmsosamun KY-2 (H*), orduaprpossiBa-
ag, ynapusanm, coyuapmsanm ¢ CH;OH, cymmam u amerunupoBaim cMechi
Py — Ac,0 (1:1) 1 cyr upn 20° C. Yuapusanm, cCOyIapEBaIH ¢ TOIYOJIOM, refi-
TaHoM, mccaenoBarun TCX, THIX, Macc-CIeKTPOMETPHYIECKH M XPOMATOMACE-
CHeKTpOMeTpHei.

Merua-2,4,6 ~rpu-O-ayerua-3-6pon-3-desokcu-p-D-anronuparosud (1) mo-
aygangz mo [3].

Merua-3-desorcu-2,4,6-rpu-0-ayerua-p-D-pubo-eexconupanosud (11).
120 mr (0,3 mmonp) Gpommpomseomuoro (I) pacTBopsasm B O MI JHOKCaHA,
cBeskenepersannoro Hajy Na. IIpmGop BakyyMApoBaim W 3aTONHANKE aPrOHOM.
Hobasmsanm 0,2 ma (0,74 mmons) n-BuySnH, 1—2 Mr a,a'-azobncasobyTupo-
HETPUJIA ¥ KUHATHIH B TOKe aprosa oxoxo 10 ¥ [0 MCUEe3HOBEHHH HCXOTHOIO
(R; 0,43, A; 0,7, B). CMecs ynapaBasin, 0CTATOK KCTPArMPOBANA TeIITAHOM K
xXpomartorpagupoBaanm Ha cmamkareie B cucreme B. Brixom 85 mr (88%), R:
0,26 (A); 0,6 (B); el —45,35° (¢ 1,12, CHCl,), 'H-AIMP (CDCly), 8, M. ;1.2
4,844 (man, 1H, J, e 11,0, Jise 5,0, Jos 9,1, H4), 4,768 (mnm, 1H, J.i1 7,5,
Jz,se 5,0, 12’3m 11,0, H2), 4,396 (H, 1H, H1.), 4,254 (HH, 1H, Js;,,sb 12,0, Jsa,s 4,7-\-
H6a), 4,188 (mm, 1H, Ja s 3,35, H6b), 3,70 (v, 1H, H5), 3,52 (¢, 3H, OCHs),
2,56 (mr, 1H, Jse . 12,1, H3e), 2,05—2,1 (3¢, 9H' (OCOCHs),), 1,60 (a1, 1H,
H3a). Macc-cuexrp, miz (I, %): 304(5,6) [M*], 273(19,4)[M *—OCH,],
244(10,4) [273—CHO], 231(62,5)[M *—CH,0Ac], 201(23,6) [244—COCH,],
184(100) [244—CH,COOH], 171(38,8)[231—CH,COOH], 158(172)[201—
COCH,], 142(167) [201—CH,C00~], 129(56) [231—CH,CO0~—COCH,] u np.
Hammse [4]: [a]D —45,3° (¢ 1,07, CHCL) 10 mr pgesoxcmcaxapa (II) rmapo-
nnsoBamm 1 m. H,SO, (cm. obmywo wacrs), swgeasnm (III) B Buge
cmpona, wepmBmayanbEnid mo BX ¢ Rg 1,6. Jlesoxcmrexcosy (III) »oc-
crapasiamBann NaBH, mnm NaBD, u auetunmposanm xax o6uiaEo (CM.
obmyo wacte) jpgo memraameratos (IV) wm (IVa) coorsercrsemmo. [las
(IV) mo TCX R; 0,44 (T'), spema smixoga npm I'JHX 8,027 mmm. Macc-
cmextp (IVa) oM. ma cxeme 2. Macc-cnextp (IV), m/z (I, %):
303(10,9) [M"*—CH,0Ac],  256(7)[M *—2CH,COOH], 231(29,3)[303—
OCOCH,], 247(7,9) [M"+—459], 201 (34,9) [303—CH,CO—-CH,CO0H],
175(6,97)[217—CH,CO], 171(13,95) [231—CH,COOH], 159(6,97)[201—
CH,CO], 157(11,6)[217—CH,COOH], 154(25,6) [M'+*—60—42—-60—60],
145(65,1)[376—231),  141(48,8) [201—-CH,COOH],  129(100) [171—42],
115(53,4) [175—-CH,COOH],  112(32,6) [154--CH,CO], 111(30,2)[171—
CH,COOH], 103(90,7) [145—CH,CO], 99(20,9)[159—CH,COOH], 97 (46,5} .
[157—CH,COOH],  94(55,8) [154—CH,COOH],  87(18,6) [129—CH,CO],
85(46,5)[145—CH,COCH] n r. .

3-Bpox-3-desorcu-6-O-rpuruayeasronosy (V) monxyuanm xax B pabore [3].
a) Brixon 87,7%. Haiineno, %: C 66,61; H 5,46; Br 12,74. Berancienras cre-
uers samemerns Gpomom 0,7. Beraucneno, % : C 66,85; H 5,19. C,H,0,(0OH), ;-
-(OTr)Br, ;. 6) Buixox 90%. Haitneno, %: C 71,26;: H 5,51; Br 8,56. Brramc-
JeHHas crenens 3aMemends Gpomom 0,5, Briaucmemo, %: C 70,8; H 5,42.
CSH-/OZ (OH)1_35(OTI')"15BI'0,5.

3-Jlesorcu-6-O-rpurusyessronosa (VI). a) 0,36 v (0,8 mmons) Gpomumesor-
cnnemionosst (Va) cymann B sakyyMe majg P,O; m pacteopanm B 60 Ma cyxo-
ro nuokcana. [Ipubop Bakyymuposann u samoxaanm aprosom. JJobasunanm 1 ma
(3,7 mmons) n-Bu,SnH, oxono 2 mr a,0'-a306ncr306yTAPORATPAIA W KATATH-
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am 20 v, Tpospauneii, upawrageckn OecyBeTHB pACTBOP yHOapuBanu [o
~40 MI ® mo wamrgm seiuBaay B ~ 100 Ma rexcama. Beimasmmuit ocagor Ge-
JI0Te TBETa 0T(UIABTPOBHIBANK, IPOMBIBAJK T€KCAHOM U ABANLILL IEPEOCAKLA~
JK B3 fEoKcaHa 8 rexcad. Ocafjok oTPHILTPOBLIBANM, CYIIAIY B BAKYYMe HAJ
P05 Beixox (VIa) 0,3 v (95,2%). Haiigeno, %: C 76,24; H 6,14. Berancueno,
%: C 76,4; H 8,4. CH,0,(0OH}, Ho;(OTr) 0. **C-AMP-cmextp {(CsHsN-ds,
80°C) cM. B Tabaune u ma puc. 1.

6) HMs 180 mr GpomaesorcuTpaTHIANEIII0N035! (VO) B TeX e yCIOBUAX IO~
AYYaIHE gedokcutpuTAanemionosy (VI6). Boxon 120 mr (75%). Haiigeno,
%:C77,9; H 6,32. C,H,0,(OH), 5sHo 5(OTr), 5. Borumeaeno, %: C 77,3; H 6,0.
“C-AMP (C,H;N-ds, 80°C), &, m. n.: 127,52; 128,43; 129,55; 144,89 (Ph},
106,77 (C1 DD), 106,4(C1 DG), 104,8(C4 GD). 103,76 (C1 GG), 87,27 (CPh,),
78,96(C5D), 75,92(C3G), 74,91(C2 n C5G), 73,7(C4 D), 69,05(C2 D),
63,72(C6 G n D), 39,91(C3 D).

3-Aesorcuyeantonosa (VII). a) 180 mr rpurmigesorcunemmwoiossr (VIa)
garpesann ¢ 38 ma 80% CH,COOH B Tewenne 5,5 ¢ mpu 65—70°C. Yrcycuy:o
KHCTAOTY OTTOHSIM B BakyyMe, TpueHMAKAPOHMHON 13 0CTATKA dKCTPATUPOBANK
reKCAHOM W BhIcylImau B Baxyyme mam P,0s. Bmixom (VIIa) 70 mr (97%).
W HK-coextp: Tr-rpynisr 0TCyTCTBOBANMY,

BX ruppoamnsara: Re=1 (VIII) u 1,66 (I1I). IIpony&T rujposiusa BOCCTA~
sasnmpadn NaBH, u auersnuposanu no craugapraesm mMeToguram (cM. 001y 0
gacth). TCX: R; 0,53 (IX) n 0,44 (IV) (cmerema I'). THKX (Buyrpennuit
CTABAAPT — aeTaT WHO3ATA), BpeMa BbIxoga, MuH (comepsxamue, % ):
8,005 (64,8) (IV), 9,035 (34,9) (IX).

6} 120 mr rprrrapesoxcuuennonoss (VI6) obpabareBamum rax (VIa).
Brixog {VIIG) 48 mr (100%). Hastmeno, %: C 46,02; H 6,29. Buiuucaeno, %:
C 46,7, H 6,49. CH,0,(H) s (OH), 5. Manuste NK-crexrpockounu, BX (mocae
rappoansa) u TCX aneraTos momuonos (rupponmsara) wax mas (VIIa). DX,
BpeMs BEIXOpa, MuH (comep:kamme, %): 8,005 (54) (IV), 9,031 (42) (IX).
Xpomaromace-cnexrpomerpus, mfz (I, %): (IV): 317(3,5) (M'*—59). B oc-
TANEHOM MACC-CHERTP MOAHOCTHIO COOTBETCTBYET CIERTPY MOJENBHOr0 IEeHTA-
aneTaTa 3-mesorcucopbura (IV). Macc-cnexrp (IX) monmocTsio cooTseTcTBY-
8T ONNCABHOMY MAaCC-CHEKTPY rexcaamerara copbura [6]. “*C-AMP-cnexrp

(VII6) (DMSO-d,, 70°C), &, M. 1., cM. 5a puc. 2 u B Tada. 1.
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R, G, KRYLOVA, A. S8, SHASHKOVY, A, 1. USOV
SYNTHESIS OF 3-DEOXYCELLULOSE
N.D. Zelinsky Institute of Organic Chemistry,
Russian Academy of Sciences, Moscow
Synthesis of 3-deoxycellulose (degree of substitution 0,5-0,7) has been carricd out
by the tri-n-butyitin hydride reduction of 3-bromo-3-deoxyderivative of 6-O-trityl-cellu-
lose followed by detritylation of the reduced polymer. Structure of 3-deoxycellulose was
proved by chromatography and chromatomass-spectrometry of the hydrolysis products.
as well as by '3C NMR spectroscopy of the undegraded polymer. Fragmentation of
3-deoxy-D-ribohexitol-4d pentaacetate under the electron-impact mass-spectrometry con-
ditions was compared with that of ordinary afditol acctates.
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