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Cxewma 2 - BocctanosneHue NMHC

MonnamunHocTnpon GbIN NPoaMasoTUPOBaH
aByms cnocobamn. B pesynbtate  6binu
nonydeHsl asa tuna conen MNOX v MNMAT (cxema

o
NaNO,/HCl
e,
0-(-35)°C
1-1.54

X=Cl, TsO

Cxewma 3 - [lnasotnpoBaHue nonmammHocTmpona
C UCMNONb30BaHMEM COMSAHON KUCIOTbI U
TONyoncynbdOKUCIOThI

O6pasoBaHne MNONMUMEPHbIX AWAa30HUEBbIX
conewn MAOX v MAT noaTeepxgaeTcs HanMyYnem
B WK-cnekTpe xapakTepucTu4eckon mnoroch
nornoweHns AyasoHNeBon rpynmnbl B obnactu
2260-2250 cm™ [1], a Takke Habniogaetcs
WUCYE3HOBEHNE  XapaKTepuUCTUYECKMX  MOoSoc
normoweHns  gMuHo-rpynn B obnactax 3400,
1601 M 840 cm™”

C uenbro onpegeneHns TepMU4ecKon
CTabUNbHOCTW MOSYYEHHbIX NOMMMEPHBIX COMen
AnasoHns  Obin NpoBedeH  CUHXPOHHBIN
Tepmudeckni aHanua (CTA). Pesynbtatel CTA
CBUOETENbLCTBYOT O TOM, 4YTO 06e nonMMepHbie
Ana3oHVeEBbIE conu pasnararTcs npu
HarpeBaHun B aTmocdpepe aproHa ¢ noTepew
asota, 4YTO  €ABMAAETCH  TUMUYHBIM  ANS
AvasoHueBblx conen [1]. Tpu atom [AT
OKa3blBaeTCs HeCKoNbKo Oonee ycTomumBow
(pasnoxeHne npu 94-95° C) CpaBHUTENBHO C
MAX (pasnoxexue npu 78-79°C).

HecmoTps Ha TO, 4TO nonyyeHHble MOT w
MAaxX senswoTcs HepacTBOPUMbIMU B OObIYHbLIX
OpraHVYecKknx pacTBopuTensax (CNUpTbl, aLeToH,
OM®A, OMCO, xnopodopm,  XNOPUCTbIN
MeTuneH, TI®, aueToHUTpun), oHM NPOABNSAOT
npucywime AMasoHWEBbLIM CONSM  XUMUYECKune
CBOWCTBa - BCTYNalwT B peakumnio a3ocoyeTaHus.
YT0 6bINIO NPOAEMOHCTPMPOBAHO peakumnen c 2-
HapTonoMm B reTteporeHHon cpepe (cxema 4).
MpoTekaHue peakumn noaTBepxaaeTcs
NCcYe3HOBEHMEM B MK-cnekTpe nosiochbl
NOrnoLeHns AnasoHNEBbIX rpynm.
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Cxema 4 - Peakuusa asocodeTaHus

Takum obpasowm, nokasaHo, yTO
NONMMEpPHbIE [OMa30HUEBLIE CONM Ha OCHOBE
nonucTupona OTHOCUTENbHO  YCTOWYMBBLI U
obnagatoT TUNUYHBLIMUK AN HU3KOMOJEKYISAPHbIX
JMa30HNEBbLIX COMNen XMMUYECKMMMN CBONCTBAMMU.

BbiBO[Obl
Pa3paboTtaH mMeToz nony4YeHus
NOSNIMMEPHBbIX AMA30HMEBLIX COMEN Ha OCHOBE
BbICOKOMOJEKYISIPHOIO nonucTupona.
WccrnegoBaHa  TepMmudyeckass — CTaBUIbHOCTb

AaHHbIX ONasoHMeBbIX conen. W nokasaHo, 4To,
HEeCMOTps Ha MNMOXyl pPacTBOPUMOCTb, OHU
YCMELHO BCTYNaKwT B peakuun a3ocoyeTaHus ¢
2-HadpTopriom.
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ANKUN®OCDPUTbI B CUHTE3E ®POCPATA OCEJIbTAMUBUPA

A.N. KanawHukos, C.B. CbiconaTtuH, E.I'. CoHnHa

PaccmompeH memod cuHmesa ¢hocchama ocerismamugupa Ha OCHO8E WUKUMOBOU KUCIOMBbI.
Jlumumupyroweli cmadueli 8ceeo rnpouyecca sigrnsemcs 3ameHa asudHou epynnbsi smun (3S,4R,5R)-3-
asudo-4,5-dumemurcynboHUNOKcayuKno-2eKkc-1-eH-1-kapbokcunama Ha uzorneHmurnbHyro. OOuH U3
mMemo0oe — Yepes ronydyeHue ankungpocghoasupudUHOBbIX MPOU3BOOHbIX WUKUMOBOU KUCIOMbI.

Knoyesble cnosa:
Kucrioma.
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gocham ocenbmamusupa,

ankungocgumel, asuoudUH, WUKUMOBas
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LtaMmmbl BUPYCHbIX MHEKLUMIA, KOTOpPbIE
MOryT WCMONb30BaTbCA Kak Buonormdeckoe
opyXXue, NPeacTaBnsAoT yrpo3y AN HaceneHus.
OpHon m3 Takmx yrpo3 crtan Bupyc H5N1 —
BUpYC ntuybero rpunna. OH  cuuTaetcs
Hanbonee OnacHbIM n3-3a BbICOKOM
netanbHOCTU " BMPYMEHTHOCTH, ero
3MMOEMUYECKOro MposiBreHnsi, 6onblworo u
pacTywero uyicna  ero  HocuTenen n
3HAYUTENbHBIX NPOAOIHKALWNXCA MyTaumn. M3-
3a HenpepbiBHOW MyTauuum Bupyca Hernb3s
paccyuTbiBaTb Ha BaKUWHbI, OCHOBaHHble Ha

TEeKyLLNX npobax H5N1, B cnyyae
BO3HUKHOBEHUA naHaemMmmn BUpyca romnna.
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MMepBble Tpu cTagum npoxogunun ¢

xopowuMm Bbixogom (85-95 %). Haubonbliyto
CMNOXHOCTb  MpeAcTaBnseT  BBedeHue B
Monekyny  docdaTta  ocenbTtamuBupa  3-
neHTuneHown rpynnel [3]. Ona aTtoro a3mg 3
obpabatbiBatoT  ankundochutoM  (peakums
WrayauHrepa), a obpasyrowmnca asmpuguH 4
BBOOAT B peakumio ¢ neHtaHonom-3. Metog
npegycmartpuBaeT B3aumMogencTaune
asugocogepxalmx coeanHeHun ¢ admpamu
dochopncTon KUCNOTblI MnNu ankungocpuTamu.
Yxe npyu CMEeLeHUn KOMMOHEHTOB MpoUCXoanT
BblgeneHve asoTta n obpasoBaHue
NPOMEXYTOYHOr0 UMUHOOCHUTa 9, KOTOPLIN

(RO),P

—_—

R = Et (a), Me (b), iPr (c)
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a Ha CerogHsAWHWN [eHb EeAWHCTBEHHbIM
npenapatom addekTuBHbiM npu  Gopbbe ¢
BUPYCOM H5N1 aBnsieTcs docat
ocenbTamuMBMpa, OTHOCALMNCA K Knaccy
MHrMGUTOPOB HenpaMnHngasol. docaTt
ocenbTammBMpa npeactaBnsgeT cobow opanbHO
aKTMBHOE nekapcTBo [1].

Xummyecknn nyTb nonyvyeHnsa docdata
ocenbTammBMpa HayuMHaeTcs C (-)-LUMKMMOBOM
kncnotol (2). MNpu paboTe ¢ NPUPOAHBIM ChipbEM
Hanbornee  CcnoxHoM  3agaden  sBnsaeTcs
coxpaHeHue HY>KHOM NPOCTPaHCTBEHHOM
M30MEPUN N, COOTBETCTBEHHO, NEeKapCTBEHHbIX
cBoucTB. [peacraeneHHast cxema 1 ynobHa ans
nonyyeHns  ocdara  ocenbTammeBupa U
COXpaHeHMs1 HeobxoaUMbIX ero CBOMCTB [2].

[
3-neHTaHon,

o .
BF,Et,0
o-P—N / Ebnr bl

1

NH, *H4PO,

npu Harpeee nepexoauT B asvpuavH 4.
HanGonblwas  ckopocTb  obpasoBaHus 9
oTMeYeHa npu UCMOMb30BaHNM

TpumeTundocduTa, MeaneHHee BCero peakuums
npoxoaut ¢ Tpumsonponundocdutom. [Ons
obpasoBaHMsa 4 a-C JOCTaTOMHO CEeMU4acoBOro
HarpeBa ToOnyonbHOro pactBopa 9 a-c.
Mony4yeHHble a3vpuguHbl 4 a-C npeacraBnsAwoT
CcODOM XMOKOCTU M MOTYT ObiTb BblOENEHbl B
YUCTOM Buae TOMNbKO c NOMOLLbIO
npenapaTusHon  xpomartorpadun.  lNoaTomy
npoaykTbl 4 a-c UCMNOMb3YKTCHA Ha crneayoLlen
cTagunn, 6e3 Kakon-nmbo OYMNCTKM.

T
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Ona nonyyenna astmn  (3R,4S,5R)-4-
(anankokcmdocdopunammHo)-3-(1-atun-
NPOMNOKCK)-5-MeTaHCyNb(OHNNOKCULUKIOreKe-1-
eH-1-kapbokcmnnatoB (5 a-c) pactBop 4 a-C B
neHtaHone-3 obpabatbiBanu admpatom BFs.
AHanns peakuuoHHOM macchbl metogom BIXKX
nokasblBaeT, YTO peakuusi NPOXoANUT 4OCTaTOYHO
nosiHo, a cogepxaHne 5 a-c B npoaykrax
peakumm Haxogutcsa Ha ypoBHe 75+80 %.
OpHako BblgerneHne B YACTOM BUAE MOSYYEHHbIX
NPOAYKTOB C XOPOLUMM BbIXOAOM OKa3anocb
AOCTaTOYHO CroXHOW 3agadven. BbligeneHHble
npenapaTtuBHoW  xpomartorpaduen  obpasubl
npogykTa nokasanu, 4to 5 a, 5 b npegcrasnatoT
cobon Kpuctannuieckme BelLecTBa c
TemnepaTypon nnaenenuss 102-104 °C n 97+98
°C cOOTBETCTBEHHO, a 5 ¢ npeacTaBnsieT cobon
XugkocTe. B xoge wmccnepoBaHvi  yoanoch
HaWTK YCroBMSl, NPU KOTOPbIX OCHOBHAas YacTb 5
a (66,2 % oT TeopeTMyeckoro BbIxOoga B
nepecyete Ha 3) BblOensieTcs B
KpUCTanIn4eckoM Buae N3 peakuMoHHOW Macchl,
4yTo ygobHO AN nocrnegyowen peanusauun B
npoussoactee. [lonydeHHbI NPOAYKT MMen
OOCTaTOYHO BbICOKYHO 4nCTOTYy (98 % no B3XKX)

oumcTkn agummeTtundocdopunammga 5 b m
avmsonponundocgopunammga 5 ¢ He yganocs,
Bbina npoBepeHa BO3MOXHOCTb MCMONb30BaHMS
nx B cuHtese atun (3R,4S,5R)-4-aueTnnammHo-
3-(1-3Tun-nponokcu)-5-meTaHcynbOHMIOKCH-
uuknorekc-1-eH-1-kapbokcunarta (7) 6e3 BCSAKON
OYMCTKN.

3ameHa AunankokcnocgopunbHon
rpynnel B aTnn (3R,4S,5R)-4-
(anankokcudocgopunammHo)-3-(1-atun-
MPOMNOKCK)-5-MeTaHCYNbMOHNMOKCU-LIMKIOreKC-
1-eH-1-kapbokcunate (5 a-C) Ha aueTUIbHYI
rpynny nposoaunace B ABe ctaguu. BHauane
5a-c noaBepranuM B CMecu 3TaHOna C CEepHOW
kucnoton. Takve ycnosus  obecneduBaroT
COXPaHHOCTb KapOaTokcurpynnbl M rMApPONu3
amMugHoun rpynnol Jo aMuHa. AHanus
peakunoHHON mMacchbl MEeTo40M B3XKX
nokasblBaeT MPaKTUYECKU MOMHOE OTCYTCTBUE
MOCTOPOHHMX  MpUMecen Un  CcTabunbHOCTb
obpasywoweroca amuHa (atun (3R,4S,5R)-4-
amMuHo-3-(1-aTun-nponokcu)-5-
MeTaHCYNbOHUNOKCU-LIMKITOreKc-1-eH-1-
kapbokcunat). [Ons  MNOMHOro  MpOXOXAEHWS
peakumMm goctatoyHo 14-16 4yacoB HarpeBa npwu

7] COOTBETCTBYIOLLYIO ~ TOYKY  MMaBEeHUS. TemnepaType KAMeHus.
lMockonbKy  HaWTU  nNpuUemMnemMblX  MEeToOO0B
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PucyHok 1 - MIameHeHne cocTaBa peakUMOHHOM Maccbl BO BpeMeHu npu rugponuie 0O B cmecu
3TaHona 1 CepHou KNCNoTbl No AaHHbIM BAXKX. Temnepatypa peakumoHHon maccel 79 °C.

lMony4eHHbIn KUCMBIA  pacTBOP aMuHa
HenTpanunsoBbIBanNM  pacTBOPOM  codbl MU
aueTunMpoBanuM  YKCYCHbIM  aHrMapuaom B
reTeporeHHblx ycrnosusx. Peakums npoxogut
poctaTtoyHo nerko. [Ana eé 3aeeplueHus
AocTtaToyHO  ucnone3oBanHus 1,5 monen
YKCYCHOrO aHrmgpvga w  TpuauaTUMUHYTHOW
BblaepXkn. Bbixog auetammpa 7 u3 5 a

T10JI3VHOBCKHH BECTHHUK Ne 1 2013

coctaBun 82,8 %, a B nepecyeTe Ha UCXoaHbIn 3
(yeTblpe ctaguu) — 52,6 %. NprmeHeHne BMeCTO
5a HeouMweHHbIX npoayktoB 5b, 5¢ ¢
cofepxaHveM npumecein okono 25 % cunbHO
OCINOXHSIET BblAeNeHne 4YucToro auetamuaa 7.
Tak npu ncnonb3oBaHun 5¢ BbIXoA auetamuga 7
B NnepecyeTe Ha ucxogHbin 3 coctasun 37,4 %.
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MonbiTka CuHTe3a asupuanHa 4
B3ammogenctenem 3 c TpudeHUngpochpunHom
ycnexa He npuHecna. BHayane npowcxogmno
ObicTpoe obpasoBaHne wuMuHodochuHa 11,
OflHaKo obpasoBaHue asmpugmHa He
NPOUCXOAMNIIO HWU MPU HarpeBaHuM NpoaykTa, HU
npu obpaboTtke ero TpPUITUNAMUHOM B
npucyTcTBumM Bodbl. B pesynbTtate B KayecTse
OCHOBHbIX MPOAYKTOB Oblnn BblAENeHbl OKcug
TpudpeHundocdhuHa n aTnnosbii adup mema-
amunHobeH3onHon kucnoTel (12). Mo-Buanmomy,
NPYMEHEHNE JOCTaTOYHO OCHOBHbIX peareHToB:
TpudpeHnndocdmHa (dbochopHbI aHanor
TpudpeHunammHa) n TpuaTUNamMmmHa — Bbi3bIBaET
obpa3zoBaHMe apoMaTUYECKNX COEAUHEHWIA.

Takum obpasom, B pesynbTaTte
nuccnegoBaHun nokasaHo, 4yTO nydue
pes3ynbTaThbl obecneunBaet npyMeHeHune
Tpustundpocuta. [lonyyeHHble pesynbTaThl
ucnonb3oBaHbl nNpu  paspaboTke  OMbITHO-
NPOMbILLIIEHHOM TEeXHONormm nony4YyeHns

docarta ocenbTammusmpa.

OKCNEPUMEHTAJIIbHAA YACTb

Cnektpbl AMP 'Hu'cC permctpupoBanu
Ha npu6ope «Bruker AM-400», 400.13 (*H) w
100.61 Mry (130), B KayecTBe pacTBOpuTens
ucnonb3oBanu AMCO-dg u CDCl;. UK-cnekTpbl
coefnHeHuNn 3anvcblBanu Ha npubope
«MHdppantom PT-801» B TabneTtkax ¢ KBr.
B3XX nposogunace Ha npubope «Agilent
1200»; npepBapuTenbHasa KomnoHka 2.1x15 mm,
copbeHT — «Zorbax SB-18», cdp. 3 ym; konoHka
2.1x150 MM, copbeHT — «Zorbax SB-18», dp. 5
pm. CocTaB 1 KayeCcTBO NPOAYKTOB onpeaensnu
c  Y®-getekTopom, c NCNonb30BaHNEM
rpagmMeHTHOro antonpoBaHus. dntoeHT A — 0,2 %
pacTtBop opTOodOCEHOPHOM KUCMOTbI, dNHOEHT b —

aueToHMTpUn. MokasaTenb yAenbHOro
ONTMYECKOrO  BpalleHus  onpejensanyM  Ha
nonapumeTpe P 3002 KRUSS.

3tun (3R,4S,5R)-4-

(amatokcudoccopunammuo)-3-(1-atun-
NponokKcu)-5-metaHcynbhOHUNOKCH-
umknorekc-1-eH-1-kap6okcunar (5a). K
pactBopy 47,5 r 3 B 124 wmn ToOnyona
posvpoBanu 23,5 mn (22,6 r) TpuatundocouTa,
BblaepXuBanun 1 4 Nnpy KOMHaATHOW TemnepaType
M 57 4 npu kuneHum Cc  obpaTHbIM
XOIOAUIBHNKOM. PeakunoHHyto maccy
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oxnaxganu w ynapuBanu noh BaKyyMOM Ha
poTopHOM wucnaputene. [lonyyanm 54,9 r
ocTaTka cogepxallero B OCHOBHOM 4a.

OcTaToK OT ynapuBaHus pacTBOpsSnN B
120 mn 3-neHTaHona n B TeveHme 1 4 pobasmnu
17,3 mn admpaTa BF; npu temnepatype 0-3 °C.
PeakunoHHyto mMaccy ocTtaensanu Ha Houvb 6e3
oxnaxgenuss n cmewwmBanu ¢ 50 mn BoAbl.
Cmecb pasgensnu B OenUTENbHOW BOPOHKE,
opraHmdeckun crionn npombiBanu 2x30 mn 5%
pactBopa NaHCO3, 2x30 mn BoAabl 1 nomewanu
B XonoaunbHuK. Yepes 1-2 CyTOK BbinaBLUWiA
NPOAYKT OTUNbTPOBLIBaANM, NPOMbIBaNyM Ha
BopoHke 50 mn Et,O. lMNonyyanu 355 r 5a B
Buae 6enoro KpucTannmMyeckoro npoaykrta ¢
Tn=102-104 °C. dunbTpat ynapuBanu MoA
BakyyMOM Ha pOTOPHOM ucnaputene npu
Temnepatype 6aHu 55 °C, octaTtok pacTBopsnu
B 50 mn Et;,O a n ocTaBnsAldT Ha HECKONbKO
aHen. OTdunbTpoBbIBaNM  BTOPYKD  NOPUMIO
npoaykTa. Bcero nonyyanu 40,0 r (66,2 %) 5a.
MK-cnekTp: 3238, 1714, 1356, 1175, 1101, 1032
cMm
Cnektp SIMP'H (CDCl;, & m.1.) 6,76-6,75 (c, 1
H, CH), 4,99-4,98 (c, 1 H, CH), 4,15-4,10 (kB, 2
H, CH,), 4,02-3,96 (m, 5 H, CH,, CH3), 3,61-3,58
(m, 1 H, CH), 3,39-3,30 (m, 2 H, 2CH), 3,05-3,03
(c, 3 H, CHy), 2,70-2,68 (c, 2 H, CH,), 2,34 (c, 1
H, CH), 1,52-1,38 (m, 4 H, 2CH,), 1,26-1,19 (kB,
9 H, 3CHj3), 0,86-0,80 (M, 6 H, 2CH3)
Cnektp SIMP *C (CDCl;, d m.4.) 165,4 (C=0);
135,1 (CH); 128,2 (C); 81,2 (CH); 77,7 (CHy);
77,2 (CHy); 73,3 (2 CH); 62,4 (CH,); 60,8 (CH,);
53,3 (CH); 38,0 (CHj3); 28,5 (CHy); 25,9 (CHy);
25,5 (CH,);15,9 (CHa); 15,8 (CHa3); 9,4 (CH3); 9,1
(CHy).

Stun (3R,4S,5R)-4-
(anmeTokcudocdopunammHo)-3-(1-aTun-
NpPONoKcu)-5-meTaHCynb(OHUNOKCHU-
umknorekc-1-eH-1-kap6okcunar (5b). K
pactsopy 10,5 r 3 B8 50 mn Tonyona gosmposanu
4.5 r Tpumetundocduta, Boligepxmnsanu 30-40
MWUH MpU KOMHaTHOM TemnepaType U 54 npu
KnneHnum ¢ obpaTHbIM  XONOAWUMbHUKOM.
PeakumnoHHyt0 Maccy oxnaxganu u ynapveanu
noa BaKyyMOM Ha pPOTOPHOM uchapwuTerne.
Monywyann 11,9 r octatka cofepxaliero B
OCHOBHOM 4b.

OctaTok OT ynapmBaHusa pactesopsanu B 30
Mn 3-neHTaHona u B TeyeHue 1 4 pobasnsnu 4
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Mn adumpata BF; npu Temnepatype 0-3 °C.
PeakunMoHHYl0 Maccy OCTaBnsaAnM Ha Houb 6e3
oxnaxgeHns n cmewwvBann ¢ 10 mn Boabl.
Cmecb pasgensanu B [enuTernbHOW BOPOHKE,
opraHuyeckuin crno npomblnn 2x10 mn 2 %
pactBopa NaHCO; 2x10 wmn Bogpl. Ha
POTOPHOM MCMapuTene OTrOHANW pPacTBOPUTESb
npu T=45°C. lonyyann 35,5 r 5b B BUAOE
xentoro macna. OuuwanM  KONOHOYHOM
XpomaTtorpadmen, 9NEHT — a3Tunauerar.
Monyyanu Genbin KpUCTaNIIMYECKNiA NPOAyKT C
Tnn=97-98 °C
UK-cnekTp: 3252, 1717, 1358, 1178, 1099, 1032
cMm
Cnektp SIMP'H (CDCl;, 5 m.a.) 6,79 (1H s,
CH); 4,99-4,93 (1H ,q, CH); 4,83-4,79 (1H .t,
CH); 4,28-4,17 (2H ,q, CH,); 4,17-4,11 (1H ,q,
CH); 3,81-3,79 (6H ,d, 2CHj3); 3,28-3,24 (4H ,m,
CHs, NH);3,15-3,14 (3H ,m, CHs); 3,13-3,08 (1H
,dd, %CH,); 2,75-2,68 (1H ,dd, %CH,); 1,35-1,31
(3H ,m, CHy)
Cnektp AMP *C (CDCl;, & m.4.) 165,5 (C=0);
135,3 (CH); 128,6 (C); 81,6 (CH); 77,8 (CH);
73,7 (CH); 61,1 (CHy); 53,5 (2 CHj3); 38,4 (CHy);
28,8 (CH,); 26,2 (CH,); 25,8 (CH,); 14,2 (CHy);
9,7 (CHj3); 9,4 (CHy).

dtun (3R,4S,5R)-4-
(amusonponokcudoccpopunammyo)-3-(1-
3TUIN-NPONOKCK)-5-MeTaHCyNb(OHMNOKCHU-
umknorekc-1-eH-1-kapb6okcunar (5¢). K
pactBopy 323 r 3 B 840 wmn Tonyona
posuposanu 209,7 r TpumsonponundgocouTa,
BblaepxmBanu 1 4 npu KOMHaTHOM Temneparype
M 57 4 npu kuneHmm C  obBpaTHbIM
XOMNOANMbHUKOM. PeakunoHHyto maccy
oxraxganu w ynapuvBanu nog BaKyyMOM Ha
poTopHOM ucnaputene. [llonydann 385 r
ocTaTka coepxallero B OCHOBHOM 4c.
OcTtaTtok oT ynapuBaHusi pactsopsinv B 840 mn 3-
neHtaHona n B TedeHne 1 4 gobasnanu 105 mn
acmpata BF; npum Temnepatype 0-3 °C.
PeakumoHHyt0 Maccy ocTaensinM Ha Houvb 6e3
oxnaxaeHuss n cmewwuBanu ¢ 500 mn Boabl.
Cmecb pasgensnu B OenuTenbHOW BOPOHKE,
opraHuyeckun cnow npombiBanu 3x200 ™n

BoAbl, cywunu Hag MgSO, Yepes cyTkn
duneTpoBanM  OT  ocywwuTens, unbTpaT
ynapuBanu noj BaKyyMOM Ha pPOTOPHOM

ucnapuTene npu Temnepatype 6Ganm 45 °C.
Monyyanu 213 r cbipua B BMAE XENToro mMacna,
coAeprkallero B OCHOBHOM 5c.

I/IK-E:neK'rp: 3236, 1715, 1353, 1170, 1100, 1029
cMm

Cnektp IMP'H (CDCl3, 5 m.4.) 6,73 (1H ,s, CH);
4,82-4,70 (4H ,m, 2CH,); 4,83-4,56-4,51 (1H ,q,
CH); 3,81-3,76 (1H ,q, CH); 3,01 (3H ,s, CHy);
2,64-2,60 (2H ,t, CHy); 2,53-2,51 (2H ,dd,
CH,);1,84-1,86 (5H ,m, 2CH,, NH); 1,30-1,26
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(12H ,m, 4CHz); 1,24-1,19 (3H ,s, CH3); 0,90-
0,84 (6H ,m, 2CHj)

Cnektp AMP *C (CDCl,, 5 m.4.) 1655 (C=0);
135,3 (CH); 128,6 (C); 81,6 (CH); 71,8 (CH);
70,3 (CH); 61,1 (CHy); 53,7 (CH); 39,4 (CH);
38,3(CH); 28,4 (CHy); 26,2 (CHy); 25,8 (CHy);
24,0-23,9 (4 CH) 14,5 (CH3); 9,7 (CHs); 9,9-9,6
(2CHa).

3mun (3R,4S,5R)-4-auetunammHo-3-(1-
3TUN-NPONOKCU)-5-MmeTaHCynbhOoHUNOKCHU-
umuknorekc-1l-eH-1-kap6okcunar (9). PacTtBop
323 r 7a n 36,5 mn HySOy4(koHU.) B 190 mn
EtOH, BbigepxmBanm 16 vacos npu 78 °C un
pasbaBnsnm 380 mn AcOEt n 80 mn Bogpl.
PeakunoHHyto maccy HewnTtpanusosbiBanm 20 %
pactBopoM Na,CO; go pH=6,5-7,0 n pobaensanm
7,7 mn Ac,0. Yepes 0,5 4 pgobGasnanu eule
3,8 mn Ac,0, noggepxmsaa pH=6,5-7,0. Maccy
Bolgepxmsann 0,5 yaca wn pasgensnu cnow.
BoaHbin cnon npoakctparvposann 240 wMn
AcOEt. O6beauHeHHbIN OpraHUYecku Crom
npombiBanin 90 mn 5% pactBopa NaHCOs3,
cywunm Hag Na,SO, wn ynapuBanu nopg
BakyyMOM Ha pOTOPHOM ucnaputene [o
obpasoBaHusa rycTon cycneHaun. CycneHsuio
paszbaBnsanm 35 MmN MeTMnTpeTOyTUNOBOro
acupa (MTBE), npogykt oTunsTpoBbIBany,
npombiBanm  MTBE. [onyyanm 19,1 r
9.0unbTpat NMOBTOPHO ynapueanu,
obpabatbiBanu MTBE 1 Bblgensanu BTOPYH
nopumio npoaykta (2,6 r). dunbTpat ynapusanm,
OoCTatoK Kpuctannudosann u3 cmecn MTBE-
atunauetat (5,5:1). Bcero nonyyanun 26,5 r
(82,1%) 9 c Tnn=138-139 °C.
UK-cnekTp: 3307, 1716, 1656, 1536, 1346,
1255, 1177, 1098, 1051 cm™
CnekTp AMP 'H (CDCls, d m.4.) 6,61 (¢, 1 H,
CH), 4,99-4,97 (m, 1 H, CH), 4,90- 4,86 (1, 1 H,
CH), 4,82-4,81 (c, 1 H, CH), 4,52 (c, 2 H, CH,),
4,23-4,17 (x8, 2 H, CH,), 3,16-3,09 (m, 7 H,
CHs, CHs, CHy), 2,75-2,65 (M, 1 H, CH), 1,98 (c,
3 H, CHy), 1,30-1,26 (1, 3H, CHj3).
Cnektp SIMP **C (CDCl;, & m.4.) 171,8 (C=0);
165,0 (C=0); 136,1 (CH); 127,6 (C); 78,2 (2
CH); 75,1 (2 CH);61,2 (CH,); 50,1 (CHs); 48,7
(CHy); 47,8 (CHy); 38,3 (CHj3); 38,0 (CH53); 30,0
(CHy); 22,0 (CHs); 13,6 (CH3).
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