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OcyliecTBICH CUHTE3 U OIpejiesieHa MOJEKyJsipHas cTpykTypa MeTua 20-u3onponui-15(E)-
THIPOKCHUMHUHO-5,9-1uMeTHI- 1 8-0kcarekcammkio[ 12.4.0.2%1 1820, 0°1° 0+ remsiikozan-9-
kapoOokcminara. Coemunenue Ila C,,H4NO4 kpucTaumsyercs B HEICHTPOCUMMETPUYHOMN
MPOCTPAaHCTBEHHOW rpymie P2; ¢ mapamerpamu staeiikm: a = 7,6511(7), b=12,0698(11),
c=12,9182(12) A, p =95,257(2)°.

KnwueBble caoBa: merun 20-uzonponui-15(E)-ruapokcHuMuHO-5,9-1umerni- 18-
okcarekcauukio[ 12.4.0.2%" 1820 031° 0*3|renniiko3an-9-kapOOKCHIAT, CHHTE3, PEHTTEHOCT-
PYKTYPHBIN aHAJIN3.

[IpuHMMas BO BHHMaHWE MHTEPEC K a3aTepIeHOMIaM, O0YCIOBICHHBIN HX pa3HOOOpa3HOH Ono-
JIOTHYECKON aKTHBHOCTBIO [ 1 ], HAMM MIpOBeleH CHHTE3 OKcuMa MeTmioBoro 3dupa 18f3,20-amokcu-
JIUTUAIPOXUHOIIUMAPOBOM KHCIIOTHI.

IKcnepuMeHTAIbHAS YacTh. MeTm 20-u30mponiii- 1 S-TuApOKCHUMUHO-5,9-mumeTnn-2 1 -okca-
rexcarmkino[ 12.4.0.2%" . 1'%2°.0°'°. 0**remsiiko3an-9-kap6okcumar (IT). K pactsopy 1 Mmomns (0,47 1)
Metun 20-u3onponui-5,9-qumetun- 1 5-okco- 1 8-okcarexcanukiolf 1 2.4.0.2%8.1'82 0>1° 0**remiikozan-
9-kap6okcmiara I [ 2] B 20 mut mupuaunaa qobasisu 0,68 mmons (0,47 r) NH,OH-HCI n kunsarnnm
6 4 ¢ 00paTHBIM XOJIOAWIHHUKOM, BhUTHBaAIK B 20 Mir 5%-ro pactBopa HCI, ocamox ¢uisTpoBainmy,
MPOMBIBAJIU BOJIOM, CYIIMIM HA BO3IyXe. BBIXOJ ChIPOro MpOyKTa, MPEACTaBISIONICr0 CO00H CMeCh
coequnennii Ila u 116, coctaBun 0,44 r (93 %).

Criexktp SIMP Bc ceiporo npoaykra (CDCls), o, m.a.: 178,9 (C-21), 161,3 (C-15, 1I6), 160,2
(C-15, IIa), 84,0 (C-20, 1I0), 83,8 (C-20, IIa), 74,5(C-18, 110), 73,7 (C-18, IIa), 56,3, 56,2, 52,8, 51,8,
51,7, 50,8, 50,7, 47,5, 47,0, 42,1, 39,8, 39,0, 39,1, 37,9, 37,6, 37,1, 34,2, 32,8, 29,9, 26,0, 22,0, 21,9,
18,7, 18,6, 17,4, 17,3, 17,1, 16,9, 15,8, 15,6.

[Tocne mepexpucrammmzauuu u3 meranona noayuuian 0,211 (47 %) coemunenus Ila (puc. 1).
Kpucramisl 1 peHTTeHOCTPYKTYpHOTO WCCIIEIOBAHUS TONYyYald IMyTeM MeJIEHHONH KpHUCTalIn3a-
UM U3 METaHOJIa B XOJIOAWJIbHHMKE C IOCICAYIOUUM BBICYIIMBaHHEM B Bakyyme. Haiineno, %:
C 72,85, H 8,57, N 2,18. Cy7H4NO4. Beraucneno, %: C 73,10, H 9,32, N 2,48. R, 0,47. T, 277—
279 °C.

Crextp SIMP 'H coenunenns Ila (CDCly), 8, m.a.: 0,87 ¢ (3H, CH3), 0,89 u 0,94 o6a 1 (6H,
J 6,9 T'u, 2CH;), 1,10 ¢ (3H, CHj3), 1,13—1,84 m (14H), 1,98—2,36 m (7H), 2,65 ym. ¢ (1H, CH),
3,60 ¢ (3H, H-22), 3,94 ym. ¢ (1H, H-18), 7,71 ym. ¢ (1H, NOH). Cunekrp AMP Bc (CDCl), o, m.j.:
179,9 (C-21), 160,2 (C-15), 83,8 (C-18), 73,7 (C-20), 55,3, 52,0, 50,0 (C-22), 47,0, 43,4, 41,9, 41,6,
39,1, 38,7, 37,5, 36,5, 34,4, 34,2, 33,7, 32,1, 29,1, 25,2, 21,2, 18,4, 16,9, 16,5, 16,3, 15,5.
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Puc. 1. Cxema cunresa metun 20-130mponui- 1 5-rugpokCuMMuHo-5,9-1umetun- 1 8-
okcarexcamukiof 12.4.0.2% .12 0319 0*3|rensitko3an-9-kap6okcumara I1

Cnextpst IMP C u 'H perucrpuposanu Ha crextpomerpe Bruker AM-300 (75,5 u 300 MI'n
COOTBETCTBEHHO), BHyTpeHHUH cTanmapT — TMC. PeHTreHoCTpyKTypHBIH aHaIH3 MPOBOININ Ha TH-
¢dpakromerpe Bruker SMART 1000 CCD. TemmepaTypy IUIaBJICHHUS ONPEIEIISUIH HA HAarpeBaTeIbHOM
cronuke Boétius. TCX-ananu3 npoBogunu Ha ruiactunkax Silufol (Chemapol, Yexus), ncmonssys
cucTeMy pacTBopuTenell xjaopopopm—nmeranod, 20:1. BemectBa obnapyxuBanu 10%-M pacTBOpoM
(hocdopHO-BOIB(PAMOBOY KUCIOTHI B 3TaHOJIE C MociieayomuM HarpesanueM ipu 100—120 °C B te-
yeHue 2—3 MUH.

PentrenocTpykrypHblii ananu3 coenunHenus (Ila). becrBeTHble HUTEBHIHBIE KPHCTaJUIBI
CyHyNOy (M = 443,62) mouokmmmsie, mpu 120 K a=7,6511(7), b= 12,0698(11), ¢ = 12,9182(12) A,
B=95,257(2)°, V=1187,94(19) &3, npoctpaHcTBeHHas rpymma P2y, Z=2, dy,, = 1,1240 r/cy’. Dxcre-
pumenTansHbIil Habop 13200 orpaxennit momydeHn npu 120 K (AMoK,-m3nyuenne, Oy, =29,01°)
¢ MoHokpuctaiuia pasMepoM 0,15x0,10x0,03 mm. OOpabOTKYy HUCXOJHOTO MacCHBa U3MEPEHHBIX WH-
TeHcuBHOCTeH mpoBoamnu o nporpammam SAINT [3], SADABS [4]. Crpykrypa pacmudpoBana
OpsSIMBIM METOZIOM M yTOuHeHa nosHoMaTpuuHeiM MHK B ann3oTponHoM npubamkeHun Ui HEBOJO-
POIHBIX ATOMOB I10 thkl. ATOMBI BOZOpPO/Ja IOMEILAJIN B TEOMETPHUECKH PACCUUTAHHBIC TIOT0KEHUS,

3a UCKJIFOYEHUEM OKCHMHOTO aToMa H, momoskeHne KOTOporo JIOKaIN30BaHO U3 Pa3HOCTHOTO CHHTE3a
ANEKTPOHHOM MJIOTHOCTH, U 3aTeM pacctosinue O—H HopMupoBaHo Ha Benuuuny 0,85 A. ATOMBI BO-
J0poja YTOYHSIN ¢ ucnonb3oBaHueM Moaenu HaesgHuka (Uio(H) = nUg(C, O), rane n=1,5 nua ato-
MOB yTJepo/ia METIIIBHBIX TPYII U aToMa Kuciopona, # = 1,2 mist octanpabix atomos C). [1pu yTou-
HeHUU ucnoib3oBaiu 3303 He3zaBHUCUMBIX OTpakeHUs (R, = 0,0512). CxoauMocTh YTOYHECHHS IO
BCEM HE3aBUCHUMBIM OTpakeHUsIM WR, = 0,1285 (R; = 0,0597 mo 2571 otpaxenuio ¢ /> 2c(/)). Bce
pacuetsl mpoBoaunan Ha IBM PC c ucnonb3oBanumem nporpammuoro kommiaekca SHELXTL [5].
Crpykrypa 3apeructpupoBaHa B KoMmOapumkckom neHTpe kpuctaimorpaduyeckunx naHuabix (CCDC
717983).

PesyabTathl n ux o0cy:xkaeHue. Panee HaMM 1MOKa3aHO, YTO MOJIEKYJIBI Ci/H-OKCHMa METHIIOBOTO
sadupa 18-TMOKCOTaAHOAUTHIPOXHHONUMAPOBOH KUCIOTHI B KPUCTaIe 00pa3yloT HEHTPOCHMMETPHY-
Hble H-mrMepsr 3a cYeT BOJIOPOTHON CBSA3H MEKITy OKCUMHOM M KapOoHMIBHOU rpymmami [ 6 |. Tpen-
CTaBJIAJIO UHTEPEC M3y4eHHEe CTPYKTYpHI Apyroro aureprnenoBoro okcuma II, momyueHHoro B3ammo-
nercTBeM MeTHIIOBOTO ddupa 18[3,20-3mOKCHIUTHIPOXHHOTTIMAPOBOi KHCIOTH I ¢ Ximoprugparom
rUAPOKCHIAMUHA NPH KUISYCHHH B MHPUIMHE C BBIX0A0M 93 %. B crextpe SIMP "°C chiporo mpo-
nykta curHansl aroMa C4 Habmonanu npu 6 160,2 u 161,3 m.a. V3 cpaBHeHHsT HHTETPaIbHOW HHTCH-
CUBHOCTH ATHX CHUTHAJIOB COOTHOIIeHUE n3oMepHbiX 15(F) — Ila u 15(Z) — IIb okcumoB onpenerne-
HO Kak 1:1.

15(E)-Oxcum Ila xpucrananzoBaiu U3 MeTaHoia ¢ BbixoaoM 47 %. Ctpoenue u koHpopmanus
modnekybl Ila nmpencrasiensl Ha puc. 2. Bee nukmnueckue pparMeHThl MOJIEKYJIbl XapaKTepU3yIOTCs
OOBIYHBIMH KOH(OpPMAIUAMU: O-4JICHHBIE IHUKIBI UMEIOT KOH(OPMAIUIO Kpecid, a OWIUKINISCKHMA
(hparMeHT XapaKkTepHu3yeTcs MPHOIU3UTEILHON cuMMeTpruel D;. Hammane Kucioro mpoToHa OKCHM-
HOW TPyNNbl M MPOTOH-aKLUENTOPHBIX aTOMOB KHCJIOPOZa IMPHUBOIUT K OOpa30BaHHUIO JOCTATOYHO
POYHON MEKMONCKYISPHOH BOgopomHOii cBssn O2—H2...01(—x—1, y—1/2, —z—1) (H...O 1,98 A,
0...0 2,821(4) A, ZO—H...0O 168°). 3a cuer >tix H-cBsi3¢ii B KprcTauie 06pasyroTCs HEMOUYKH, BEI-
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Puc. 2. Ctpoenne u xonpopmarms metun 20-n3o-
nponwi-15(E)-ruipokcuuMuHO-5,9-1umeTni- 1 8-
oxcarekcarmkio| 12.4.0.2%".1'%%°,0>'° 0**remiixo-
3aH-9-kapOokcunara Ila B xpucramie (HEKOTOpBIE
mmabl - cszeii: C15—N1 1,276(5), N1—O02
1,424(4), 01—C18 1,448(4), 01—C20 1,460(4) A)

TAHYTbIEe BOJb HampaBieHus b. WuTtepecHO
OTMETHUTh, YTO B HEJABHO HCCJICIOBAaHHON Ha-
MH CTPYKTYpPE€ CUH-OKCHMa METHIIOBOTO 3(upa
1 8- AMOKCOTAHOIUTHAPOXUHOTUMAPOBON  KIHIC-
JIOTHI [ 6 ], TIIe TaKkKe MPUCYTCTBYET OKCUMHas,
CIIOXHOX(pHUPHAS U dPHUPHAS TPYIIIBL, B MEXK-
MoOJIeKyJIsipHO H-cBsi3m  yuacTByeT Kapbo-
HWIBHBIA aTOM KHUCIIOPOJa, TIPUBOJIS K COBEPIICHHO APYroi yINakOBKE MOJCKYJ B KpUCTaie. 37ech
Ba)XHO OTMETHUTh, YTO 3TU KPUCTALTHUECKUE CTPYKTYPBI CTAOMIIN3UPOBAaHbI HE TOJNBKO H-CBSA3sIMH, HO
M OOBIYHBIMH BaH-/I€P-BaaJbCOBBIMH B3aMMOJICHCTBUSAMH, KOTOPBIE, KaXKI0€ B OTIENBHOCTH, Oe3yc-
JIOBHO ciia0ee, OJJHAKO 3a CYET MHOXKECTBA TAaKWX B3aWMOJEHCTBUI MX dHEPrus 3HaYMMa M MMEHHO
9TH B3aUMOJICICTBHS ONPEAEIAIOT CTpOeHNe Kpuctamia [ 7 ].

BuiBoabl. BriepBrie ocymiecTBiaeH cuHTe3 MeTH 20-u3onponui-15(E)-TuapoKCHuMIHO-5,9-11-
meTiiI- 1 8-okcarexcamukiao[ 12.4.0.2%.1'%2°.0>1° 0% |rensiikozan-9-kap6okcunara Ila, Momekysp-
Hasl ¥ KPUCTAJUTMYECKAs! CTPYKTYPBI KOTOPOTO orpeenenbl Metogamu SIMP u PCA.
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