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. 3-C-PAZBETBJEHHBIE CAXAPA
3 . IIPENAPATHUBHBII CUHTE3 METWUJI-TPU-0-ALETUII-
3-JE30KCH-3-C-KAPBAMOMJI-3-C-TMAHO-
o-D-I'JIOKOIMNPAHO3HU A

Hucmumym opeanuyeckou xumun Axademuu nayk Pecnybauku Koipevlacman,
Buwxkex

Pazpaboran mpenaparusHLIL METOJ CHHTE3ad M BBUEAEeHuMs B Bipe Tpu-O-
AUCTHJIBHOIO TIPOM3BONHOTO MeTHI-3-ne30kcu-3-C-xapOamonn-3-C-uuano-o-D-
IIIOKOMUPAHo3uaa uykymsauuei (25, 4R)-2-MeTokcu-4-ruIpoKCUMETIUT-3-0KCa-
NEHTARUAIS LUMAHALCTAMULOM.

PazBeTB/ICHHBIE Caxapa NPEACTABALIOT ¢000# yHoOHBIE ¥ UACTO WCIIONB3YEMBIC
CHHTOHBEL JJIS HAINPABJIEHHOTO CTEPEOCHEeln(UUECKOr0 CHHTE3a NPUPOAHBEIX IOAUXM-
PAJIBHEIX COCOMHEHHUH, TAKUX, KAK (PEPOMOHBI, PEIKME AMUHOKHCJIOTEI, MAKPOJIUAHBIE
aHTHOMOTHKHM, MPOLYKTH GHOTpaHChOPMALMM apaxMIOHOBOM Kucaots [2—4 ]. Omgnako
Pa3BETBJICHHBIC Caxapa A0 CHX IOP OCTAIOTCS TPYAHOXOCTYNHBIMK COCHUHCHUSMM.

B macrosumem COOOIEHMH HAMU NPUBOAUTCS NPENAPATHUBHBLA CHHTE3 MeTwi-2,4,6-
tpu-0-auenwr-3-gesokcu-3-C-kapbamomwn-3-C-umano-a- D-tmokonupasozuad  (Ila), mc-
TIOJIB3YyEMOr0 B CHUHTE3€ MOTU(DUIMPOBAHHBIX MO YIVICBOAHOW 4YaCTU AHTPALMKIMHOBLIX
aHTHOMOTUKOB [5 ]

Panee mamu Obuta mokasasa [6] BO3MOXHOCTL CHHTE3a DA3BETBJICHHBIX CaXapos
uyKausaumer puaneperuaa (1), momyuyaemMoro nepuomATHEIM OKMCJICHMEM METHJI-0i-
D-TmioKONKPAHO3UAE, UUAHALETAMIIOM B METAHOJIC B MPUCYTCTBHH METHJIATA HATPHS
M ObUIO YCTAHOBJIEHO, YTO BHIXOAH D-zuoko- u D-manno-usomepos ((II) u (IID
COOTBETCTBCHHO) 3aBHCAT OT MPONOKHUTEIbHOCTH PEAKIMU: NP BHAECDKHBAHUHM pe-
aKUVMOHHOM cMecu B TevyeHue 15—18 mun Beixox D-zaroko-usomepa (II) cocrammnser
51%, D-manno- (1II) — 339%,, a B reuenue 90—100 Mun — 54 u 99, COOTBETCTBEHHO,
YTO OGBSICHSUIOCH PA3JIMUHON YCTOHUMBOCTBIO STHX COENMHEHHN B YCJIOBHSX PEAKIMU.

C uespio pa3paboTKU MpPEnapaTUBHOTO METOA CHMHTE33 Metwi-3-nesokcu-3-C-xap-
6amout-3-C-uuano-¢-D-rokorekcarmpanosnad () Hamu 6bUI0 M3yYeHO RJIMSIHME TPOAOI-
JKUTEIBHOCTH MPOBENCHUS IMKmBauyy muanseruga () umaHaneraMuoM B METAHOIC B
TPUCYTCTBHM METHJIATA HATPHUS,

Ilpu u3yueHnu IMHAMMKK B3auMmonpedcTsus muanespermpa (I) ¢ umaHaueTaMmaoM
B Meranone MeromoM TCX («DKCrEpHMEHTANbHAS YACTH») OBUIO YCTAHOBJIECHO, YTO
NpH BHRACPXKHBAHMH peakuuonHo cmecu npu 5° C B teuenme 72 U IPOMCXOAUT
ymeHpmenue copepxanug coempaeHui (II) u (III) ¢ ogHOBpEeMEHHBIM HAKOIUIEHUEM
COGOMHEHMH, MMenmux 0osee BHICOKYI MONBYXXHOCTH. JlajbpHelmee BHICPXKUBAHUE
NPUBOAMT K 3HAUMTEJBHOA HErpagaudd MPOXYKTOB PEAKLIHH,

Anamuz cmecu meropom BOXKX nokazanm Haaumume B CMECH KPOME HM30MEDOB
D-znroxo (I (11,4%) u D-mauno (1D (&3,9%) CIIE TISTH HOBHIX COSOUHEHMH C
OTHOCHTEIBHBIMY BpeMeHamMu yuepxusanus 1,85 (37,6%) — coepunenue (IV), 2,67

@

Coofmenue 2 om. [1].
** Bpemsa yuepxupauug D-zmoro-uzomepa (II) npHHATO 33 eRMHMILY.
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4,6%) — V), 3,67 4,4%) — VD), 4,78 (4,3%) — (VID), 7,93 (4,0%) — (VIID
(cxema),
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0 CN OMe
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1,0 (Il R'=R3=H", R%=0H;
HD z 0 ' ’
R'0 + 0 hig {Oa) R'=R3=MeLD; R¥=MeCO0;
2 1 (IZ) R'=Me;R®=0H; R%=H,
HzNOC OR (I¥a) R'=Mes RZ=MeC00; R¥=MeGD;

R0
TN oMe GORHg (7 R'=R3=H; R=0Me}
(m) . (x) (en) , (¥ {IX) R'=R3=H; RH;N?nc()NHz-,
() Rl___r; ) Ri=H- R2=Me (IXa) R'=R3=MeC0 ", R?=CN§,HGDNH2
(¥) R'=Me (7m) R'=Me, R%=H

Kondurypanusa samecTuTeNncit B NONYUYEHHBIX COSMMHEHMSX YCTAHOBJIEHA HA 0C-
noBauuu ux 'H- u PC-SIMP-criekTpos. DKBATOPHANLHOE PACIOAOKEHUE 3AMECTUTEJIS
npu C4 nna coepuncnuit (IVa), (V) — (VIII) noprsepxxaaercst BEIHUNHOW KOHCTAHTHI
CITMH-CITMHOBOTO B3aNMOIEHCTBUS Jy 4 145, AEXKaLIEit B mpenenax 9,8 —10 I'u. Axcnansnas
opueHTauusd HUTPUAbHOW rpynnel npu C3 mna coemuuenui (IVa), (V) — (VIID
OHPENENSETCS 0 BEJMYUMHE KOHCTAHT °J g - 13oys PABHBIX 8—8,5 I'uy [1]. Dxsaropu-

anpHasg opuenTauusa damecturens npu C2 pas coepuneHuin (IVa), (VI) — (VIID wn
akcuanpHag — mag  coepmuenus (V)  onpencssieTcss 1O BEAHYMHAM  KOHCTAHT
i, oy COOTBETCTBEHHO paBHbix 8—8,5 u 2,5 I'm. AkcuanpHas opuesTauus 3a-
mecturens npu Cl mopTsepxaacTcs BENMYMHAMM KOHCTAHT Jy, 5y COOTBETCTBEHHO
pasaeix 3,5 T maa dVa) u (VI), 1,5 Tu gna (V), a 23KBaTOpPUANBHOC — AL
coemunennit (VID), (VIID) — 8,0—8,5 I'm u cormacyercsd ¢ BEAMUMHAMH XHMHYCCKHX
CABUrOB aroMoB yriaepopa npu Cl (rabnuua). Mecro saMemeHus IHIPOKCHABHOM
IPYNOBL HA METOKCHIBHYIO ONPEAEASETCS HO CNA00NOIBHOMY CABULY CUTHAJIOB aTOMOB
yraepona npu C2 po 77,9; 81,7 u 81,8 M. m. B coemmuenuax (IVa), (V) u (VIID,
a npu C4—po 79,1 u 79,5 m. n. nna coepunenuit (VD) u (VID.

C yuerom Toro, uro S-kondurypauus npu Cl s guansgnermpe (I) 3 ycaoBuax
peakuuu He 3arparuBaerca [6], coenuumenuam (IVa) u (VD) cioepyer npunucarh
D-zrioko-kougurypammo, coemunerno (V) — D-manno- v cogmuuenusm (VID), (VIID —
L-z2110k0-KOHDUTYPAUHMIO,

Wrak, paurensHoe BBIACPXKMBAHUE PEAKI{MOHHON CMECH B METAHOJIE B NPHCYTCTBUU
METWJIATa HATPW$, KaK OXHAANOCh, NPUBOAUT HE K HAKOILICHUIO B PEAKIIMOHHOM
cmecu Gosee ycroitumsoro D-zaroko-nzomepa (1), a X TpeBpalEHUIO COCAMHEHUI
D u {ID B NpoRyKTH 33aMEWEHHI OZHON M3 IMAPOKCHJIBHEIX IDYINI HA METOK-
cunpHyto — coenunenud (IV) — (VIID), npuuem B cmecu npeolnafaoT 2-MeToKcH-
JIMPOBaHHBEIE coequHeHHs. K aHAJIOMMUYHEIM pe3ysbTAaTaM NPHUBOLUT BBEIICPKHUBAHHE
coenudenng (II) B Meranose B MpUCYTCTBUM METHIATA HATPUA.

Cnenyer orMeruts, uto B paGore [7] mpu M3y4YeHUW UUKAN3AUUEA QUAJNBIETHAA
(I)’ ymanameraMugOM B MET3HOJIE B NPHCYTCTBHM MCETHIATA HATPUSA 3a(DHKCHPOBAHO
o6pasoBanue Kpome MeTwI-3-Ke30kcn-3-~C-kapbamonn-3-C-LuaHoreKConMpaHosHioB,
umeromux D-zaroko- u D-manno-xoudurypauuio {(coemuuenus (II) u (1)), eme u
L-znroxo-u30Mepa, a B ciaydae (2R, 4R)~2-METOKCH-4-THAPOK CUMETIII- 3-OK CATICHTAHATS,
MO TyYyaeMoro IIEPUONATHBIM OKHCACHHEM MeTWI-3- D-IyIIOKOnupanosuaa, o0pasoBaHue
Hapsapy ¢ $-D-earoko-u3omepom U ero 4-O-MeTHIBHBIM T POH3BOLHBIM TAKXKE H COSQHHERNMS,

3
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ABJIGIOIIETOCS MPOAYKTOM 3aMCHOICHUS TIMAPOKCIIbHOM rpynnel npu C4 Mmosaexkynoin
LMaHAUeTaMuaa. MexaHusm SnuMepr3aiui MipOKCHMETIUTLHOM MPY B! TIPH LIMKIM3aIHK
muambpernga () umamaneramunoM noppoGHO paccmorped B paBore (71

Urax, gng toro uroOn uzbexars o0pazoBAHUS METOKCAIMPOBAHHBIX COCTUHCHMHA
NpY UUMKIM3anuy auansgernaa (1) uuaHaneramMuaom, HaMu B KaYeCTBE PACTBOPUTES
Oblia UCIIOIB30BAHA BOAA, 4 B KauecTse xaranusatopa — NaOH. Ilpu seaepxiBanHin
peakumoHHoil cMmecu B teweHue S50—060 mun, mo pasamm BOXX, D-zawko- u
D-manno-nzomepst (1D u (III) obpasyrorcs B coorromennu 10: 1. Kpome atumx
COENHMHEHMI B CMECH TaKXe 3ahukcupoBano coepqunenne (1X), asagromeecs IpogyKTOM
3aMeuIeHysl TMAPOKCIIRHON rpynner nipu C4 puanaueramugom B coemuHenun (11).

AxcuanpHas opueHTaAlMs MeTokCwibHOM rpynnsl npu Cl B coepunenun (IXa)
OTIPENENIETCS IO BEJIMYMHE XUMMUECKOro casura atoma yriepopa npu Cl, pasHoro
96,5 M. I., M COIACYETCS C BEAMUMHON TNPSIMOM KOHCTAHTHI CIMH-CIIMHOBOIO B3aH-
MomeicTsus ' 53¢, 1y, paBHoi 168 T'u. DxBaTopuaspHOE pACIONOXEHHE 3aMECTHTENS

npu C4 u aneroxkcunbHoi rpynmel npu C2 MOATBEPXKAAETCS BEIMYUHAMH KOHCTAHT
3JH5' e ¥ 3JHI,H27 coorsercTeerHo pasHux 10,5 u 3,5 I'my, Mecro 3amewieHus ruppo-
KCHJIBHOH TPYIITBI HA OCTATOK LMAHAUETAMHAA BBITEKAET U3 CHJIBHOIOJBHOTO CABWIa
curana aroma yruepoma npua C4 mo 40,9 M. x. C yueTroM paBHOBECHOTO XapakTepa
DUKAM3AUNN MOXHO TIPEANONOXuTh, uto npu C3 xapOaMOMJIBHBIN 3aMECTUTEIb Ha-
XORMTCS B SKBATOPHAILHOM IOJOKEHHY,

C uenvio soipenenust coepuncuus (II) nonyuennas cmeck ObUla MOZBEPrHYTA
ALETHIMPOBAHUIO CMCCHI) IMUPUANH — YKCYCHBIH aHMHAPUA M ITOCAC COOTBETCTBYIOIIEH
00paloTKu M3 CMECH alLleTaToB ObUT BhIAEJEH Kpucrauiumsaumeit tpu-O-auerar (11a)
¢ BoixomoM 689, B pacueTe HA MCXOMHBINA METHJI-0-D-TVIIOKOMMPAaHO3HUL.

Takum 00pazom, A5 TOJYyUYEHUS B IPEHapaTHBHBIX KojuuecTBax coeguneHns (1)
B BHIE €I0 IOJHOIO AUeTatad HEeOOXOZMMO IpPOBONUTH LHKJIXM3auMio puasbperuma (1)
B BOoAe B npucyrereud NaOH ¢ nocicayomuM aueTiinpoBaHUEM M KPUCTA/UIN3AHEH
H3 CMECH auETATOB.

9KcnepumeHTaanaﬂ YacTb

Crnexrpar 'H-AMP nonyuenst wa npubopax Bruker WM-250 mas coenmueHmi
IVa), (V) — (VIID u maa (IXa) ua npubope Tesla BS-567A; xumuueckue CABUTH
TPUBENEHH B O-IIKAJAE OTHOCHMTENLHO reTpamerwicuiana. Cnexrpwm “C-IMP (IVa)
B DMSO-d, coeguuenuit (V) — (VIII) 8 C*H,0°H cnumanu ua npuGope Bruker
WM-250 ¢ paGoueit uactoroit 62,89 MIy; (IXa) B nupupmue-d; — Ha npuGope
Tesla BS-567A ¢ paGoueit uyacroroit 25,14 MI'u. OTHECeHME CUTHAJIOB B CIEKTPAX
coegunennit (IVa), (V) — (VIII), (IXa) BeIIOIHEHO ¢ DpYMEHEHMEM METORUKH CC-
nexTuBHOro rereposaepuoro pesonanca PC-{H}. Crnextpu “"C-AMP 6e3 passsasku ot
TIPOTOHOB IOJAYYEHBl C HUCIOJ/Ib30BAHUEM MeTozquH «Gated decoupling» va nmpubopax
Bruker WM-250 u Tesla BS-567A. Macc-criekTpel 1OMydeHsl HA MAcC-CIEKTPOMETpE
Kratos MS-30; B xauecrse rasa-pearcHra MCHo/b30Baau u300yTan npu nasnenuun 0,2
MM pPT. CT.; woHH3upyrowee Hanpsxerue 200 B; remuepatypa Kamepsl MOHH3AUUH
100° C; cmcrema mpsamMoro Bsoaa o0pasios.

Koutpone 23a xomoM peakuuii ¥ MHAUBULYAJBHOCTHIO MOJYUEHHBIX COEXUHEHMH
ocymecteasyit BOXX na npubope LP (MCODP) B M30KpaTHyYECKOM peXnMe; KOJOHKA
3,3%300 mm, copbent — Separon SGX C18 (5,5 MKM); 3110eHT — BOAa; 00bEM NPOOEL
10 mxut; pedpaxromerpuueckuit nerextop; TCX Ha cuaydone B cucremax: GeH30—
aperon, 1:1 (A), rexkcan—auerod, §:3 (B). Yras BpameHus onpegeasid Ha
nonsgpumerpe CM-2V 4.1, TemMmepaTypsl IiaBjeHUS — HA HATPEBATENPHOM CTOJIMKE
Boetius. YmapuBaHHe OCYIISCTBJSIM B BakyyMme npu remmeparype Gaum 35—40° C
Huaneperun (I) cunTesuporad mo u3secTHON meromuke [81].

Huuamuka B3aumoneiicrsns auanppernna (I) ¢ unanaueTaMuuoM B MeraHoJe GbLia
uayuena MeronoM TCX Ha curydhosie mpy COOTHOMEHNM TUAIBNEIHY — LHAHALUETAMUT —
merunat Hatpus 1:1:1. M3 cmecn cmycrs 20, 40, 80 MuH Focje CMEIIMBAHHUS

763



peareHTOB M panee yepes 0 u orOupanuch npobnl M HAHOCWIHCE H3 XPOMATOrPaMMy,
NpOSIBSLNY B cucteMe A. B nepBoHaUYaApHLIL MOMEHT BPEMEHM HA XPOMATOrpaMme
obuapyxusaorcs coequnennst (II) m (IID), uepes 20 u mabuopaercsa MOSBICHUE
coepuuennit (IV) — (VIID). [Ipu pansuefineM BHIASPXKUBAHUYK PEAKIMOHHON CMECH
TIPOMCXOOUT MOHOTOHHOE Haxoruienue coepuuenuit (IV) — (VIII), comepxanue KOTO-
PHIX B CMCCHM JOCTUraeT MakcumMyma uepe3 72 u,

2- u 4-Monomemunogoie 3upvl memun-3-0ezokcu-3-C-kapbamoun-3-C-yuano-
eexconupanosudos. Memod 1. K pacrsopy muanemeruna (), monyuennoro uz 1,94 r
MeTmi-o-D-rmokonupanosuaa, 1 900 mMr amupa umasykcycHoit xucmorsi B 30 mu
abcomoTHOro MetaHosna npu oxaaxmerun no 0—5° C u nepeMemupanny npubasisin
pacteop Merunata Hatpust (0,023 r marpus B 10 man meranona) B teuenue 15—20
vyH. Cumeck BoIepxkuBayd 72 4 MpU STOM TEMIIEPATYPE, NCHOHM3HPOBAIM KATHOHMTOM
KY-2 (H*-copma), hunsrpoBany, KATHOHUT NPOMBIBAIM METAHOAOM, (DHILTPAT M IpO-
MBIBHYO KUIKOCTH OOBENMHUIM, ynapusaau KO 1/4 ofsema u OCTaB/SUTM HA CYTKH IIpU
5° C. Brmapume xpucrawmt coenuHedus (IV) ordWIbTpoBBIBAML, MATOYHMK YTIAPHBAH,
rorosiwna 20% pacteop B Bome u pasmensum mertomom BOXKX, Taxwm cnocobom Obumm
BBIIENCHBL CoemrHerus (BBIXON, %): (V) — 4,6, (V) — 4,4, (VI — 4,3, (VIID — 4,0.

Memun-2-O-memun-3-0eszokcu-3-C-kaptamoun-3-C-yuano-c-D-enrokonupanosud (1V).
Brixon 37,6% (BOXX), R, 0,33 (cucrema A, TpexkparHoe nposasienue), [a], +118°
(c 1,44, soma), 1. . 216—217° C (pasn.). Macc-cmexrp, m/z (I, %): 261 (MH"*,
100y, 228 ([MH — MeOH ", 43), 317 (M + C,H,1*, 7,4).

Memun-2-O-memun-3-dezokcu-3-C-kapbamoun-3-C-yuano-o-D-mannonupanosud (V).
Brrxon 4,69% (BDXX). R, 0,41 (A, tpexxpaTHoe mpossaerue), [a], +25,7° (¢ 2,83,
meranon). 'H-AMP (CD,OD, 8, m. m): 4,81 (1, HI, %, , 1,5 Tw, 3,9 (, H2),
4,19 (@, H4, *J, ; 10 T'w, 3,7—3,89 (v, HS5, H6a, Hbb), 3,44 (c, OCH, npu C1),
3,4 (¢, OCH, uwpu C2), Mace-cnexrp, m/z I, %): 261 (MH*, 100), 229
([MH - MeOH I*, 97,3), 317 (IM + CH,1*, 38,D).

Memun-4-0-memun-3-0e3okcu-3-C-kapbamoun-3-C-yuano-c-D-enrokonupanosiud
(VI). Beixon 4,4% (BOXX), R, 0,30 (A, TpexxparHoe nposiBienue), [a], +137,8°
(c 5,05, meranom). 'H-IMP (CD,0OD, &, m. m): 4,71 (, H1, %/, 3,5 Tw, 3,99
(n, H2), 3,8 (n, H4, %/, 9,8 T'w), 3,77 (v, H5, Héa, H6b), 3,44 (¢, OCH, npu
Cl), 3,47 (¢, OCH, npu C4). Macc-cuexrp, m/z (I, %): 261 (MH*, 90,3), 229
(IMH - MeOH 1*, 100), 317 ([M + CH,1*, 29,3).

Memun-4-0-memun-3-0ezoxkcu-3-C-kapbamoun-3-C-yuano-p-L-zaroxonupanosud
(Vil). Buxog 4,3% (B3XX), R, 0,52 (A, Tpexxparsoe nposisnenue), [al, +10,8°
(¢ 3,88, memanon). 'H-IMP (CD,0OD, &, m. n.): 4,44 (z, H1, ¥, , 8,5 I'm), 3,60
(n, H2), 3,82 (x, H4, 7,5 10 Tw, 3,58 (uun, HS), 3,86 (w, Vo5 2,5 I'n,
Ve 12 T, 3,75 (an, ¥y, s 4 Tw), 3,54 (c, OCH, npu Cl), 3,46 (¢, OCH, mpu
C4). Macc-cnexrp, m/z (I, %): 261 (MH?*, 82,5), 229 ([MH — MeOH1*, 100),
317 (M + CH, 1, 12,5).

Memun-2-O-memun-3-0ezoxcu-3-C-kapbamounr-3-C-yuano-3-L-earoxonupaino3ud
(VIII). Buxox 4,0% (BOXX), R, 0,57 (A, TpexxparHoe mposiBnenue), o], +39,5°
(c 5,26, meranom. 'H-SIMP (CD,0D, o, m. m: 4,52 (n, H1, *J, , 8 Tw), 3,91 (x,
H2), 3,9 (x, ¥, 5 10 Tw), 3,59 (uan, HS), 3,85 (ma, ¥, 5 2,8 Tu, g, 4 8,5 Tw,
3,72 (am, H6b, %/, s 6 T'w), 3,56 (c, OCH; npu C1), 3,49 (c, OCH, npu C2).
Macc-cniexrp, m/z (I, %): 261 (MH*, 92,2), 229 ([MH - MeOH]J*, 100), 317
(M + CH,1*, 20).

Memoo 2. K pacrsopy 0,5 r merun-3-pesokcu-3-O-xapbamon-3-C-unano-a-D-
rmoxorupanosuna (I 8 20 mu abcomoTHoro Mera”ona npu oxyaxaeHun po —5° C
¥ mepeMemyuBaHny Npubasasuin pacTsop Metmiara Harpus (0,0467 r Hatpusa B 2 M
meranona) B reuenpe 15—20 mun. Cmecy seigepxusanu 72 u npu 0—35° C. Hanee
cMech ob6paGateBanu xak B merome 1.
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Memur-2,4,6-mpu-O-auemun-3-0esokcu-3-C-kapbamoun-3-C-yuano-o-D-enrokonupa-
no3ud(1la), Duansrerwy (I), nomyucHHbI neprHofaTHeM okucaeHueMm 19,4 r metwi-o-D-
IUTIOKONIMPAHO3uAa, pactsopsui B 300 mur Boxsr, pobassum 9 r LMaHaAueTaAMKAA, OXJIAXKIATH
a0 0—5° C w npu nepemewwsanuy npubasnsiv 100 mmome NaOH (4 r 8 100 wma
H,0) B teuemme 10 mun. Cmech sopcpxusand ewe 353—40 MuH, AEHMOHHU3MPOBAIN
katuornrtom KY-2 (H*-dopma), drmerposamm, cMony rTwarensHo npomuisam H,O0 4—5
pas no 100 mr DwisTpar ¥ HPOMBIBHYIO KMAKOCTL OOBCAMHSUTI W yNapueamu H0 '/,
o0bema, BRep)MBaNM B TeueHue Houd mpu 0—5° C. Brmasume KpucTa/uibl COSMUHEHN S
(IX) ordwnsTpoeiBa. DIbTPaT YNAPUBANM, OCTATOK BHICYLIMBAIK YIAPHUBAHUEM CO
cnuproM 2—3 pasa mo 100 mu, sarem 3—4 pasa no 100 yut ¢ sTHIALETATOM, PACTBOPSLIN
B 100 M mupupusa, oxmaxpamn u pobasmsum 100 s ykeycHoro amrmuapuna. Criecs
BRUACpXKMBaiK B TeucHue noun npu 0° C, obpabarsisam 100 M1 o1anona pisi pas3pyLuenHins
¥30BITKA AHTHAPHAA M KOHLUEHTPUPOBAIM, TPUOABISS MOPUMSAMH TenTaH U Toaywi K
ocratky pobasmsuia 200 v Bogn u 20 MU CiMpTa W HArPEBATM 4O PacTBOPEHus. Pactsop
BeigepxuBayy npu 0—3§° C B TeUCHUE HOUH, 3aTEM ABOE CYTOK IIPU KOMHATHOM TEMOEpaType.
Bremasmme xpucrasumt coepmuerua (11a) oTdunbTPOBLIBAIY M BLICYIUMBAAK B IKCHKATODE
nHax CaCl,. Monywann metnn-2,4,6-tpu-0-avermn-3-nesoxcu-3-C-kapbamowr-3-C-unano-
o-D-ToKomipaHo3ux ¢ eoixogom 68% (17,4 1) B pacuere Ha HCXOXHBIA METHJI-d-
D-tmokorexcanupanodus. OUIUKO-XUMUUECKME XAPAKTEPUCTUKH COSXMHEHUS IIPUBE-
mennr B pabore [61].

Memun-3,4-0udesoxcu-3-C-kapbamoun-3-C-yuano-4-C- [kapbamown( yuarno )memun |-
a-D-zniokonupanosun (1X). Bexox 0,5%, R, 0,1 (xmopodopm — meranon, 11:2),
T. w1 94—95° C, [«], +57,3° (¢ 3,7, DMSQ).

Ayemunuposanue coedunenuld (1V) u (1X), K 100 Mr coenuHesus, paCTROPSHHOTO
B oxJaxpeHnoM nupuauxe (1 mn), npubasissin yxkcycHwuii amruppun (1 mu.
Cmech BRIgepXXUBAIUM B teyenue Houum npu —10° C, o6pabaTniBasy 3TAHONOM I
paspyuieHns u3lbITKa AHMMAPUAA U KOHIEHTPUPOBAJIN, NPUOAB/IAs MTOPUMAMH FENTAH
M TOJIYOJ.

Coedunenue (1Va): R, 0,15 (B), [«], +137,2° (¢ 5, aueron), T. 1L 149—150° C.
'H-IMP (DMSO-d,, 8, m. n): 5,00 (n, HI, *J , 3,5 T'w, 3,93 (m, H2), 5,37 (x,
H4, %, 5 9,9 Tw, 4,14 (uax, H4), 4,08 (u, H6b, >/, 2,75 Tw), 4,3 (un, Hoa,
Vea o 12,0 Tu, /5 4,5 Tw), 3,48 (¢, OCHy, 3,52 (, OCH,, 2,11, 2,10 (,
CH,CO).

Coedunenue (IXa): R, 0,51 (B), [a], +59,5° (¢ 3,8, auerow), 1. . 157—158° C.
'‘H-AMP (nupunun-d;, 8, m. n): 5,19 (, HI, >/, 4 Tw, 5,7 (x, H2), 4,06 (x,
H4, *J, 10,6 Tw, 4,79 (M, H5, Hé6a, H6b, H or H ~ C < mpu C4), 3,29 (c,
OCH; mpu CD), 8,33, 9,00, 9,41, 9,61 (ym. ¢, CONH,), 1,96, 1,92 (¢, CH,CO).

ABTOpHI BEIPAXAWOT OsarogapHOCTh A-Py xmM. Hayk npod. A. C. Iawxosy 3a
ceemky 'H- u BC-SIMP-cnextpos v kaum. xuMm. Hayx H. KojgoTelpkuHON 3a ChEMKy
MACC-CIIEKTPOB.
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3-C BRANCHED-CHAIN SUGARS. 3. PREPARATIVE SYNTHESIS
OF METHYL 3-DEOXY-3-C-CARBAMOYL-3-C-CYANO-
a-D-GLUCOPYRANOSIDE

Institute of Organic Chemistry, Academy of Sciences, Republic of Kyrghyzstan,
Bishkek

Preparative synthesis of methyl 3-deoxy-3-C-carbamoyl-3-C-cyano-a-D-glucopyranoside

by cyanacetamide cyclization of 2-S-methoxy-4-R-hydroxymethyl-3-oxapentadial is
described. The product was isolated as tri-O-acetate.
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