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Onucano noayuense (208)-22-6eH3amuno-63-MeToKCH-300,5-111K10-26,27-6ucHopxonect-22-eH-24-0Ha.
BbInosiHeH peuTreHOCTPYKTYPHbIH aHAM3 JAHHOIO COEMHEHUS, KPUCTANNN3YIOLEr0Cst B POMOUYECKO
cuHronuu: a 10.909(4), b 12.221(5), ¢ 21.605(6) A, NpOCTPAaHCTBEHHAs rpynna P2,2,2,. YCTaHOBIEHO, UTO
peakynst resepupoBanns C20-HATPHIOKCHAA C HOCACHYOUIMM TIPEBPAILEHUEM €0 B H30KCa301 H BOCCTa-
HOBHTEJILHOE PACUIENICHHE NOCIENHETO POTEKAOT O0e3 U3MEHEHNS KoHpurypauuu C20-acummeTpuyec-

KOI'0 LEHTPA.

Kaouesnie caosa: cmepoudnt, HUMPUAOKCUObL; |,3-OUROAAPHOE LUICAORPUCOCOUHCHIE, U3OKCA30AbL,

KPUCIMANAUNCCKAS CIMPYRMypa.

3aMeTHOE MECTO CPEJM COBPEMEHHBLIX METOJOB
CHHTE3a CMOXHBIX NPUPOJAHBIX MOJEKYJ 3aHHMAET
TaK Ha3biBAEMbLIN “M30KcaszoabHbli nogxon [1, 21.
Ero cyTh COCTOUT B HOAYHYEHHWH W30KCA30JOB WU
U30KCa30JHHOB {(OObIMHO peakuuei |,3-Tunonsapro-
IO HMKJIOTPUCOENHHEHUS HUTPHITOKCH/IA K aleTHIIe-
HaM MU osePUHAM) C TTOCIEAYIOUINM BOCCTAHOBU-
TEJILHLIM pacillerieHueM retepouukia [3]. Jocto-
HUHCTBOM MeTOfa - SIBNSIETCA BO3MOKHOCTh
OJHOBpPEMEHHO ¢ oOpa3osanueM C—C-CBsI3U B OUECHD
MSICKUX YCIOBHSIX BBOAWTL LENbLIH psaf (DYHKLMO-
HallbHBIX IPYIMUPOBOK. [Tocnennee 0coOeHHO aKTy-
abLHO IS CHHTE3a MHOIHMX MPUPOAHLIX CTEPOUIOB,
COMIEPKAIUX CAOKHbIE NONUPYHKIMOHANbLHbIE 0O-
KOBbIe uenu [4].

Ilpy ocyiecTBAeHHMM CHHTE30B OOKOBLIX LeneH
CTEPOUJOB C UCMOMB30BAHUEM B KAUESCTBE KAHOUEBO-
IO NPOMEXYTOUHOIO COENMHEHHsSE HUTPHIOKCUIA
(111) (cxema) M pOACTBEHHBIX COCAUHEHUH [] HEODXO-
IHMO KOHTPONHMPOBAThL cTepeoxuMuio uenrpa C20.
OCOOEHHO 3TO OTHOCHUTCS K CTAlMM PACKPbLITAS U30-
KCa30JbHOIO LMKJIIA, IIPOTCKAIOUIE! B YCAOBUAX, KO-
TOPBIC MOTYT BbI3BaThb mszoMepuzauuio. M3BecTHo,
4TO peaKlUMH C y4acTUEM IMPOU3BOJHLIX, COfEepXKa-
WHX TeTePOnHK B GOKOBOU LENHU, MOTYT IIPHBOARTE
HE TOJILKO K 9acTHUHOM H3oMepuszanmu no C20, Ho u
K [IOJTHOMY OOpauIeHIO KOH(UTYPALMH 3TOTO UEHT-
pa [0, 7]. B nocaennem cnyyae OOHAPY>KUThb U3MEHE-
HUS B CTPYKTYPE MOJIEKY bl OOBIYHBIMH (PU3HKO-XH-
MHYECKHMH METOJAAMU TPAKTUYECKH HEBO3MOXKHO.

#Am‘op mag nepennekn (ren./daxc: (017)-2-648-647; e-mail:
vz(@ns.iboch.ac.by).

Tadauua 1. [nunbi caseit B MONeKyne (2085)-22-6en3-
amMupo-6B-meroxken-30,5-unkno-26,27-6ucHopxonecr-22-
eH-24-ona (VI)

Casizhb d, A Cosisb d, A
Cl-C2 15269) || Cl4-CI5 | 1.5307)
C1-C10 1.5528) || CI5-Cl6 | 1.555(7)
C2-C3 1.506(9) || c16-C17 1.540(8)
C3-C4 1.490(9) || C17-C20 1.548(7)
C3-C5 151509) || C€20-c22 1.526(8)
C4-CS 1.506(8) || C20-C21 1.537(8)
C5-C6 1.508(7) || c22-c23 1.352(8)
C5-C10 1.539(7) || C22-N22 1.389(7)
C6-06 1.441(7) C23-C24 1.438(8)
C6-C7 15007) || €24-024 1.245(7)
C7-C8 1.522(7) || €24-C25 1.504(9)
C8-Cl4 15196) || €26-06 |.415(7)
C8-C9 1.5517) || €27-027 1.208(7)
C9-Cl1 1.5207) || C€27-N22 1.373(8)
C9-C10 1.554(7) || C27-C28 1.506(8)
C10-C19 1.530(8) || €28-C33 1.396(8)
Cl1-CI2 1537(7) || C28-C29 .386(9)
C12-C13 1.526(7) || €29-C30 1.368(9)
C13-C18 1.543(7) || C30-C31 3.369(9)
Cl13-Cl4 1.552(7) || C€31-C32 1.386(9)
C13-C17 1551(7) || C€32-C33 1.387(8)
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Ieomerpust Mosiekyabl (208)-22-GeuzaMno-6B-meToken-30,5-111K10-26,27-6ucHopxonect-22-en-24-ona (V) (BHyTpUMOne-

KylIsipHas BOJOPOJHas CBsI3h IOKa3aHa UJ'FPHX()BOﬁ nmmeﬁ).

TlosTomy Hambonee paguKalbHbIM M HaAEKHBIM
criocoOOM pelleHUst JaHHOHW npoOJsieMbl IpEUCcTaBs-
JISUICS PEHTICHOCTPYKTYPHBIA aHAIM3.

B xauecTBe UCXONHOTO COIUHECHUS JIi CHHTE3a
oenzamupa (VI) 611 ucnons3osan ansgeruy (1), no-
JyUueHHbIA U3 crurmactrepuna [8)]. BzammopedicTene
ero ¢ r’u/IpOKCHIaMHHOM [PUBENO K HepasfelsieMOn
cMecH cur- 1 anmu-oxeumos (I1), us xotopon npu no-
CIegoBaTENBHON 00padoTke N-XITOPCYKUHMHUMHAOM
(NCS) u TpHITHIaMHUHOM ObIJi TONYUE€H HUTPUIOKCHLL

CHO

II"\.

NiCl,
NaB H4

BUOOPTAHUYECKAS XMW  Tom 24 N ||

“'Il,

“"h

(11I) [9]. Peakuus 1,3-0unonsipHOro LUKJAONPUCOENH-
Henust Hurpunokceuaa (1) k nponaprunGpomuny npo-
TEKasla PEruOCeNIEKTHBHO ¢ 00pa30BaHUEM B KAYeCT-
BE €/JHHCTBEHHOTO MpopykKTa u3okcazoaa (IV). Ero
BOCCTAHOBHTENBHOE PACUIEINIEHUE CONPOBOXKAA-
J0CH AEOPOMHUPOBAHIEM M MPUBORMIIO K CHAMHUHOKE-
ToHY (V), 3aKpHCTANN30BaThL KOTOPLIN HE YAal0Ch.
Kpucrasniusyromeecs npoussognoe (V1) ypanocs
NOJYYUTH OEH30UIUPOBAHUEM AMUHOIPYILIEL! B AMU-
He (V).

CHNOH h,, CNO
1. NCS
2.EtN { HC=CCH,Br
(an (1)
NH, O
o
(V)
1998
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Tad6auna 2. BanenrtHole yrabsl B Moaekyste (205)-22-
Bexzamnio-6B-MeToKCH-30,5-1MKI0-26,27-6UCHOPXOAECT-
22-eH-24-ona (VI)

Yron 0, Tpag Yron , rpan
C2-CI1-Cl10 106.3(5) ||C18-C13-C17 [11.0(4)
C3-C2-Cl 104.7(6) [|C14-CI13-C17 98.4(4)
C4-C3-C2 117.2(7) ||C8-C14-Cl15 118.8(4)
C4-C3-Cs 60.1(5) ||C8-C14-CI3 115.7(4)
C2-C3-C5 108.0(6) ||C15-C14-C13 | 103.9(4)
C3-C4-C5 60.8(4) ||C14-C15-Cl6| 102.3(4)
C4-C5-C6 118.4(5) ||CI17-C16-Cl5 | 107.0(4)
C4-C5-C3 59.1(4) [|IC16-C17-C20 | 110.6(5)
C6-C5-C3 119.6(5) ||C16-CI17-CI3 | 104.0(4)
C4-C5-C10 117.6(5) ||C20-C17-C13 | 117.8(5)
Co6-C5-C10 119.1(4) |]C22-C20-C21 107.9(5)
C3-C5-Cl10 108.2(5) (|C22-C20-C17 | 110.3(5)
06-C6-C7 112.4(4) ||C21-C20-C17 | 113.6(5)
06-C6-C5 106.9(5) ||C23-C22-N22 | 118.0(6)
C7-C6-C3 110.5(5) |1€C23-C22-C20 | 122.7(5)
C6-C7-C8 112.5(4) ||N22-C22-C20 | 119.1(6)
C14-C8-C7 111.5(4) ||C22-C23-C24 | 126.1(6)
C14-C8-C9 108.6(4) ||024-C24-C23 | 122.7(6)
C7-C8-C9 110.4(4) |]024-C24-C25| 118.3(6)
C11-C9-C8 110.5(4) |{C23-C24-C25 119.0(6)
C11-C9-Ci0 113.8(4) [|O27-C27-N22| 124.1(6)
C8-C9-C10 114.7(4) 11027-C27-C28 | 122.3(6)
C19-C10-Cs 112.4(5) ||N22-C27-C28 | [113.5(5)
CIS9-C10-C1 | 111.1(5) ||C33-C28-C29 | 118.9(6)
C5-C10-Cl 102.5(4) ||C33-C28-C27 | 125.2(6)
C19-C10-C9 112.4(5) |{C29-C28-C27 | 115.9(6)
C5-C10-C9 108.8(4) {]C30-C29-C28 121.0(7)
C1-C10-C9 109.1(5) (|C29-C30-C31 119.7(7)
CY9-Ct1-Cl2 113.4(4) ||C30-C31-C32 | 120.4(7)
C13-C12-Cl11 111.9(4) ||C33-C32-C31 119.0(6)
C12-Ci13-CI8 | 110.6(4) |[C28-C33-C32 | 120.8(6)
CI12-C13-Cl4 | 107.2(4) (|C27-N22-C22| 131.2(6)
C18-C13-Cl14 | 112.3(4) |/C26-06-C6 113.7(4)
Ci2-Ci3-C17 | 116.8(4)

OOt Bup Mosiekybl ctepouna {VI) npencras-
NIEH HA PUCYHKE; IITUHB] CBA3CH, BANICHTHBIC W TOPCH-
OHHbIC (ISt OOKOBBIX Uened) yrasl — B Tads. 1-3.
Kak mokazan# peHTTeHOCTPYKTYpHbIE HUCCIEAOBA-
HHSL, UMKl B CTPYKTYpE CTEPOHIA UMEIOT CAEXYIO-
wue KoHopManuu: uka A — 1 3-koHBepT, yroa or-
ruba yronka C2-C1-C10 or nnockoii (cpepnee OT-
KJIOHCHUE  AaTOMOB  OT  CPEJHEKBAJApPaTHYHOU
nnockoctu A cocrapiger 0.001 A) dactm ugkma —
31.8(5)°; nponaHoBbIil UMK A' 06pa3yeT ¢ MIOCKOH

BUMOOPITAHMYUECKAA XUMMSI

qacTbio pukiaa A yron 68.3(5)° (B-orrub); uukn B
nmeeT Koudopmauuro C7,C10-kpecna, yron orruda
yrosnka C5-C10-C9 (B) ot nnockoit (A =0.016 A) ga-
cTu — 39.1(4)°, a C8-C7-C6 (¢r) — 51.0(4)°; uuxn C —
Tak>Ke Kpecno, yribl orruda yroakos C8-C14-Ci3
(o) u C9-C11-C12 (B) ot nnockoit (A =0.002 A) uac-
TH uMkaa — 53.1(4)° u 50.5(4)°, cOOTBETCTBEHHO;
uuxn D — 13B-kousepT ¢ orrubom C14-C13-C17 ot
mnockoit (A =0.053 A) yactu yukna —45.7(4)°. Cre-
AYET OTMETUTD, UTO KOH(OPMAIsl CTEPOUAHOTO s1[I-
pa, ITMHBI CBSI3EH M BaJIeHTHBIE yribl (Tabn. 1, 2) Ma-
JI0 OTJAHYAKOTCA OT YK€ YCTAHOBJIEHHBIX B IPYIUX
crepougax [10].

[TpocTpaHCTBEHHOE CTPOEHUE OOKOBOH LIENU MO-
JIEKYJIbE CTEPOHA WILTIOCTPUPYETCS COOTBETCTBYIO-
LWMMH TOPCHOHHBIMHU yTilaMHu (Tabn. 3). ben3onbubii
HUKJI B CTPYKTYpPE MIOCKHM: CPEeIHee OTKIIOHEHHE
aTOMOB OT CPEHEKBAAPATHYHON IIOCKOCTH COCTaB-
asiet 0.009 A. Kongpopmauus GOKOBOI nenu mMone-
KYJIbl JONOTHUTEILHO CTaOMIU3MPOBAHA BHYTPUMO-
AEKyAsIpHON Bogopoanoi ceaspio N22-H--024, ume-
rowel  crefgyrowue  xapakrepucruku: d(N-H) =
= 0.88(06), d(H---O) = 1.85(7), d(N---O) = 2.644(7) A,
yroix N-H--O pases 149(7)°. -

B kpuctannuueckoi cTpyKType OTCYTCTBYIOT Ka-
KME-TMO0 KOPOTKHE MEXKMOJIEKYISIPHbIE KOHTAKThI,
MO3TOMY MEXKMOJICKYJISIPHBIC B3auUMOACHCTBUS OIl-
PENENSIIOTCI UCKIIOUNTENBHO cunamMiu Ban-nep-Ba-
anbca.

ITonyuennbie pe3yabTaThl MO3BONSIIOT JOKA3aTh
S-xupansHOCTL acummeTpuueckoro genrpa C20 Oo-
KOBOM LleNu M3yUYEeHHOro coefinHenus. Takum obpa-
30M, [POBEJCHHbLIC HCCACAOBAHUS MOKA3alu, 4YTO
npu reHepupoBaun C20-HUTPUIIOKCUHA, NOTyYe-
HUM M3 HEro M30KCa30JI0B U MX MOCHE[YIOIEM pac-
KpbITHH KOH(HUTYpaluMsi METHIBHOH CPyUNbl OpH
C20 ue usmensiercs. Ilocneguee sipasiercs He0OX0-
IMMOH ApPeNnoChbIKON CHHTE3a CTEPOUAOB C MOJH-
(pyHKUHMOHATBEHON OGOKOBOH UEMNbIO W TPHPORHOMH
kKoxgurypauuei npu C20. :

SKCITEPUMEHTAIJILHAS YACTDb

Crnekrpbl 'H-SIMP cusithl B 1eiiTepoxiopodopme
Ha npubope AC-200 ¢pupmsbl Bruker ¢ paboueit yac-
toroil 200 MI'y ¢ Me,Si B Ka4ecTBe BHYTPEHHETO
cranpapra. MK-cnekTpbl cHsiTel Ha npudope UR-20
8 obnactu 700-3600 cM™! B ienke win B TabneTkax
KBr. Xopn peakuuit koHTposuposanu TCX Ha ninac-
TuHkax Silufol-UV-254 u Merck (Kieselgel 60 Foq,).
st KONOHOUHOH xpomaTorpadun WCIOIB30BANH
cunukarens gpupmbsl Merck.

(208)-63-Merokcn-20-(5'-6pomMmeTuieHn30Kca-
30n-3"-un)-30,5-nuxno-npernan (IV). K pacrsopy
500 mr okcmMma (I1) (nonyden no meronuxe [9]) B
10 mn xnopodopma npudasmiv 3 Kamin TUPUSUHEA,
160 Mr N-XJTOpCYKUMHUMMEA U NEPEMEIIUBANM B0
TIOJIHOTO pacTBOPEHMS MOCIEHEro. 3aTeM B Tede-
1998
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Ta6muua 3. TopcHOHHbBIE Yriibl, ONpeaenstouiie KOHhOpMauiio 60KOBOI nenn monekyisl (208)-22-6ensamupo-6p3-

METOKCH-30,5-UnKN0-26,27-6ucHopxonect-22-eu-24-ona (V1)

o Yron q; rpau_ T Yron ] ¢, rpag
C12-C13-C17-C20 | 81.6(6) 027-C27-C28-C29 12.4(11)
C18-C13-C17-C20 —46.4(6) N22-C27-C28-C29 ~167.2(6)
C14-C13-C17-C20 ~164.3(5) C33-C28-C29-C30 0.7(10)
C16-C17-C20-C22 59.1(6) C27-C28-C29-C30 ~179.3(6)
C13-C17-C20-C22 178.5(5) C28-C29-C30-C31 L7(11)
C16-C17-C20-C21 ~179.6(5) €29-C30-C31-C32 ~2.5(11)
C13-C17-C20-C2| —60.2(7) C30-C31-C32-C33 L1(10)
C21-C20-C22-C23 ~73.8(8) C29-C28-C33-C32 —2.2(9)
C17-C20-C22-C23 50.8(8) C27-C28-C33-C32 177.8(6)
C21-C20-C22-N22 100.6(7) C31-C32-C33-C28 1.3(9)
C17-C20-C22-N22 —134.8(5) 027-C27-N22-C22 3.8(13)
N22-C22-C23-C24 3.8(10) C28-C27-N22-C22 ~176.6(6)
C20-C22-C23-C24 178.3(6) C23-C22-N22-C27 —164.8(6).
C22-C23-C24-024 ~5.8(11) C20-C22-N22-C27 20.5(10)
C22-C23-C24-C25 173.3(7) C7-C6-06-C26 —60.2(6)
027-C27-C28-C33 ~167.5(7) C5-C6-06-C26 178.3(5)
N22-C27-C28-C33 12.8(9)

nue 0.5 v npubasuiu 0.33 mu TpusTunamuna. K pe-
AKUMOHHOM cMecH, cojepxkalleil o0pa3oBaBLINKCS
uuTpunokenp (111), npudasunn 0.75 Mt nponapru-
Opomupa. Yepes | 4 cmech ynapuig, oCTaTOK HAHEC-
IV HA KOJIOHKY C CHJIMKareseM. DIFOUpOBald CMECHIO
HMKaorexcana ¢ atunageratom (30 : 1, 15: 1). Boige-
600 mr (90%) usokcaszona (IV). Cnexrp 'H-
SAMP (8, m..): 0.82 ¢ (3H, 18-Me), 1.04 ¢ (3H, 19-
Me), 1.26 1 (3H, 21-Me, J 6 Tn), 2.76 m (1H, C6-H),
3.33 ¢ (3H, OMe), 4.44 ¢ (2H, C5"-H), 6.16 ¢ (I1H,
C4'-H). HK-cnexktp (v, cm™'): 3050-2800, 1735,
1610, 1465, 1420, 1385, 1330, 1295, (280, 1190,
1105, 1025, 1010, 970, 925, 760.

(208)-22-Amuno-63-meroxcu-30,5-unkn10-26,27-
ouncHopxonecr-22-en-24-ou (V). K pacrsopy 300 mr
uszokcazona (IV) 8 10 mn THF npubasunu pactsop
0.6 r NiCl, - 6H,0 B [0 mn mMeTaHONa, 3aTEM NpH 1te-
peMelmMBaHuyM MpuOaBUIIH MeNKUMU nopuusiMu 0.2 r
Oopruapuna HaTpus. 110 oKOHYaHUM peakLnu {KOH-

“rposib TCX) cmech 0b6paboTanu BOgHbIM 25% pac-
TBOPOM aMMHaKa W 3KCTparnposatiu 3hupom. JKc-
TPaxT BrICYINAM Hat Na,SOy, ynapuny, OcTaTok Ha-
HECJIH Ha KOJIOHKY C CHJIMKAarenem. DJIHOMPOBAIIH
CMECBhIO IUKJIOrekcana ¢ atunauetarom (30: 1, 15: 1,
10 : ). Boeigeaunu 200 mr (84%) eHaMuHOKETOHA
(V). Criextp '"H-SIMP (8, m.1.): 0.76 ¢ (3H, 18-Me),
1.04 ¢ (3H, 19-Me), 1.19 5 (3H, 21-Me, J 7 Ty, 2.06 ¢

- (3H, 25-Me), 2.78 m (1H, C6-H), 3.33 ¢ (3H, OMe),

4.98-5.19 yiu. ¢ (1H, NH), 5.03 ¢ (1H, C23-H), 9.72—

9.86 yw. ¢ (IH, NH). UK-cnexrp (v, em™'): 3500~

3230, 3030-2820, 1725, 1625, 1530, 1450, 1580,
1360, 1320, 1290, 1125, 980, 765.

BUOOPFAHHUYECKAS XUMUA

ToM 24 Ne |1

(205)-22-benzamuno-6-merokcu-30,5-unKr0-
26,27-6ucnopxonecr-22-en-24-on (VI). K pacrsopy
200 mr enamunokeTroHa (V) B 10 M nupuguna npu-
Bapunn 0.29 Mn GeHszounxnopuna. PeakUuuoHHYIO
CMECH BBIIEPXKAJM 5 4 TP KOMHATHOW TeMIepary-
pe, 3aTeM pa30aBMIY HACBILEHHBLIM PacTBOPOM OH-

Tadnma 4. Kpucrannorpapuieckue xapakTepHCTHKH 1
napameTpbl MHK-yrounenust crpykrypbi (205)-22-6ea3-
aMu10-6B-meToKeH-30L,5-unKI0-26,27-0ucHopXxonecT-22-
eH-24-ona (V1)

PomMOuueckas

P222,
0.75 x 0.25 X 0.20 mMm

CHHIoHHS

HpocTpascrsennas rpynna
Pasmepbi kpucranna
ITapamerpbl 2JIEMEHTAPHOM AYEHKH:

a 10.909(4) A
b 12.221(5) A
¢ ' 21.605(6) A
V 2880.4(18) A’
V4 4
[Tn0THOCTHL peHTreHoBCKas 1.162 r/cm?
u 0.73 cm~!
Hueno orpaxeHui 1640
KoadduueHnt akeTurxumm 0.0052(12)
GOOF 1.027
RY, wR2 (I > 20(l)) 0.0413, 0.1035
R1, wR2 (Bce gaHHbIe) 0.0458, 0.1106

1998
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Taésuna 5. Koopyunarer (x 10%) v sKBUBaNEHTHBIE H30TPOIHbIE TENAOBbIEC HAPAMETPbI (A x 10%) aTomoB B cTpyKTYpE
(208)-22-Genzamuno-63-merokcn-30,5-unkio-26,27-6uctopxonecr-22-ex-24-ona (V1)

“Arom xla [ vib 7/c Uses ATom Xla b z/c Usis
Cl -9078(6) | -2012(5) | -2381(3) T 75(2) C20 —15034(5) 1411(8) | ~1668(3) 59(2)
C2 =8059(6) | —1405(7) | —2040(3) 92(2) C21 =15022(7) 1533(6) | —2376(3) 95(2)
C3 —8042(6) | —1904(6) | -1403(3) 77(2) 22 —-15390(5) 2514(5) | —1390(3) 60(2)
C4 -8087(6) | -3120(6) | —1363(3) 85(2) C23 —-14616(6) 3378(5) | —1375(3) 72(2)
C5 —9257(5) | -2476(5) | —1300(2) S8(1) C24 —14890(6) 4449(5) | -1137(3) 75(2)
C6 -9862(5) | —2419(5) —674(2) 59(2) C25 | -13877(7) 5280(5) | —1092(4) 110(3)
C7 | -10641(5) | —1411(4) —624(2) 57(2) C26 —11164(7) | —3494(5) -23(3) 86(2)
C8 | =LI576(5) | —1326(4) | -1145(2) 47(H C27 —~17489(6) 1943(5) | -1033(3) 72(2)
CO | -10923(5) | -1339(4) | —1783(2) 49(1) C28 —-18695(5) 2477(5) -876(3) 63(2)
CLO | =10045(5) | -2323(5) | —1885(2) 55(2) C29 ~19556(6) 1809(6) -594(3) 87(2)
CHl [ =11847(5) | —1178(5) | -2302(2) 60(2) C30 —20689(7) 2202(6) -436(4) 91(2)
CI2 | -12623(6) | —136(5) | —-2229(2) 58(2) C31 —20991(7) 3262(7) ~573(3) 84(2)
CI3 | =13299(5) | -109(4) | —1611(2) 47(1) C32 ~20141(6) 3952(6) -847(3) 76(2)
Cl4 | -12328(5) | -283(4) | —1096(2) 46(1) C33 —18988(6) 3546(5) -991(3) 65(2)
Cls | -13030(5) —56(4) —497(2) 54(2) N22 ~16587(5) 2675(4) | -1191(3) 65(1)
Clo | -13883(6) 907(5) -687(2) 60(2) 06 —10563(4) | -3410(3) —602(2) 73(1)
CI7 | -13798(5) [017(4) | ~1396(2) 53(2) 027 ~17347(5) 963(4) | =1017(3) 119(2)
CI8 | —14315(5) | -987(4) | —1595(3) 61(2) 024 -15933(5) 4717(3) -958(2) 94(2)
C19 | —10730(7) \;3368(5) -2066(3) 78(2) H(N22)| —16650(6) 3390(5) t1150(3) 100(2)

KapOOHATa HATPHS M OKCTPArMpoBANM 3THNALETa- TOJHEHbI € TOMOMBE) KOMILIEKCA Nporpamm

TOM. DKCTPaKT BICyillHau Hag Na,SO,, ynapunu, oc-
TATOK HAHECIM Ha KOJIOHKY C CHJIMKarenem.
DMIOMPOBANM CMECBIO UMKIOTeKcaHa ¢ 3(PUPOM
(80:1, 70:1, 60:1). Brigemunu 220 mr (87 %) GenzaMu-
poketona (VI). T. mn. 185°C (rekcan). CnexTp
'H-SIMP (6, m.p): 0.86 ¢ (3H, 18-Me), 1.04 ¢ (3H,
19-Me), 1.28 n (3H, 21-Me, J 7.5 I'u), 2.23 ¢ (3H,
25-Me), 2.78 m (1H, C6-H), 3.33 ¢ (3H, OMe), 4.22—
4.46 yuu. ¢ (1H, NH), 5.65 ¢ (1H, C23-H), 7.42-7.98 m
(SH, Ph). UK-cnextp (v, cM™'): 3200-2800, 1725,
1695, 1640, 1595, 1480, 1465, 1420, 1325, 1290,
1245, 1 105, 1075, 910, 805.

MOHOKpPUCTANAbLI sl CTPYKTYPHOI'O aHajiu3a
OblM TOMYYEHbl KPHCTANNM3aNMEN M3 TIEKcaHa.
TpexmepHb1l HAOOP HHTEHCUBHOCTEN cOOpaH Ha aB-
TOMATHUYECKOM YETBIPEXKPYKHOM AU(DpaKTOMETPE

Nicolet R3m (MoK ,-u3nyuenue, rpadyuTOBbIA MOHO-

xpomatop, 6/20-ckapnpoBanne 26,,,=55°). Crpyk-
TYypa CTEpPOMAA pacluM(PpOBaHA NPAMbIM METOROM.
Koopaunats! aToma rojopona NH-rpynns! onpepe-
JICHBI M3 Pa3HOCTHOTO CUHTE3a Pypbe, NOJNOKEHUA
OCTAJILHBIX aTOMOB BOJOPOAa pPacCUUTaHbl FEOMET-
puuecki. CTPyKTypa YTOUHCHA [OJHOMATPHUHBIM
METONOM HAUMEHBIIIUX KBAJIPAaTOB C YUETOM aHH30T-
POIMA TEHNOBBLIX KOJeOaHHH HEBOJOPOJIHBIX aTO-
MoB. KoopauHater aroma Bopopona NH-rpynmbi
ONPENCJIEHbI B U30TPONHOM HPUOIHXKEHMY, OCTAT b~
HbIX — B paMkax ‘riding’-mopenu. Bee pacueTsl Bol-

EHUOOPTAHUYECKAS XUMUS

SHELX-97 (PC Version) [11-13]. Kpucrannorpacpu-
geckue JaHHble M napameTpbl MHK-yTOuHEeHUs
CTPYKTYpbI NPUBEACHBI B Taba. 4, KOOPAUHATDLI U 9K-
BHBAIECHTHbIC (M30TPOMHBIE) TEMIOBLIC NapaMeTPhbi
HEBOAOPOMIHBIX aTOMOB (4 TaKXE aToMa BOAOPOHA
NH-rpynner) — 5 tadn. 5.

ABTOpBI BbIpaxatoT OmnaropapHocTe POPHM 3a
(PUHAHCOBYIO MOMOIIb B OMIaTe JUUEH3UH HA TTOJb-
30BaHNE KEMOPUAKCKUM OaHKOM CTPYKTYPHBIX aH-
HbIX (npoekt Ne 96-07-89187), npuMeHABILIUMCS IPU
aHanu3e pe3yabTaToB, MOJTYUYEHHbIX B JJAHHOMH paboTe,
a Tarke MexgyHaponHoi acconmanun MHTAC 3a
TIOJIEPKKY pabOThl B paMKax Ipoekra Ne 96- 1 109.
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Synthesis and X-ray Analysis
of (205)-22-Benzamido-6p-methoxy-3a,5-cyclo-26,27-bisnorcholest-22-ene-24-one

V. A. Khripach, V. N. Zhabinskii?, N. D. Pavlovskii, A. S. Lyakhov, and A. A. Govorova
Institute of Bioorganic Chemistry, Academy of Sciences of Belarus, Zhodinskava ul. 5/12, Minsk, 220141 Belarus

(20$)-22-Benzamido-6B-methoxy-3a,5-¢yclo-26,27-bisnorcholest-22-en-24-one was synthesized. Its molecu-
lar and crystal structures were determined by X-ray analysis: orthorombic crystals, space group P2,2,2, with
a = 10.909(4), b = 12.221(5), and ¢ = 21.605(6) A It was shown that the generation of C20 nitrile oxide fol-
lowed by its conversion to isoxazole and further reductive cleavage did not disturb the C20-asymmetric center. -

Key words: steroids, nitrile oxides, | ,3-dipolar cycloaddition, isoxazoles, X-ray analysis
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