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OmnpeneneHa MOJICKyJIsipHas CTpykTypa 33,28-nuanerokcu-18aH,19BH-ypcan-20-ena. Coemu-
Henue C;4Hs4O4 Il xpucTammmsyerca B XUpalbHOW NMPOCTPAHCTBEHHOW rpymnne P2,2,2,: a=
=8,2721(6), b = 11,2728(8), ¢ = 32,559(2) A.

KawueBsie caoBa: 3[3,28-mnaneroxcu-18aH,19BH-ypcan-20-ex (1,2,6,6,10,16,17-
rerrrametii-20-(arerokcuverin)menrarmkiof 12.8.0.0%'.0%1°.05% roko3-17-en-7-un auerar),
PEHTIeHOCTPYKTYPHBIN aHAIIU3.

TputeprneHouapl ¢ IBOWHOW CBSI3bI0 B LUKIE £ SBISIOTCS IIATGOpPMaMH AT OKUCIUTEIBHBIX
TpaHcHOPMALUH U MOTYyUYSHUSI COSAUHEHUH pa3HOOOPa3HOM MOJIEKYJISIPHON CTPYKTYpPbI 1 Onosoruye-
CKOM akTUBHOCTH [ 1—6 |. OmHIM W3 WHTEPECHBIX, HO MPAKTUYCCKH HE HCCICIOBAHHBIX OOBEKTOB,
spisercst rerepoberymnn (18aH,19BH-ypcan-20-en-3p,28-mmon [ 7] win A*’rapakcren-3p,28-auomn
[81]), obpasyrommiics u3 amnoberynmna nop nedictBueM CgHsCOCI mpu 150 °C B mupununue [9 ].
3HaHHUE ero MOJIEKYJIIPHOM CTPYKTYpbl HEOOXOIUMO KaK IJIsl HOATBEPKACHUS MPEAJIOKEHHOIO MeXa-
HU3Ma 00pa3oBaHus Takoro Tumna coeanHenui [ 10 |, Tak u s MACHTHPHUKALUN TPOIYKTOB €ro CHH-
TETHYECKHX MTPEBPAILCHHUH.

SKCHEPUMEHTAJIbBHASI YHACTb

1,2,6,6,10,16,17-I'enTameTnn-20-(aneToKCMMeTHJI)TEHTAMKJIO | 12.8.0.0%'.0%'°,0'520 |moko3-
17-en-7-un auerar II. PactBop 0,48 r (1 mmons) anerokcnamrooerynuaa I 8 10 mur (100 MMoib) yk-
cycnoro anruapuaa u 0,008 mi (0,1 mmoinis) HCIO, kumsatunm ¢ 00paTHBIM XOJIOAUIBHUKOM B Teue-
Hue 12 4. PeakiMoHHYI0 MacCy ymapHuBaiM, OCTATOK MPOMbBIBAIM BOJON 10 WUCUE3HOBCHHUSI 3araxa,
CYIIWJIN Ha BO3AyXe, XpoMaTorpadupoBaiu Ha KojoHKe ¢ Al,Os, 3Monupysl MOCIen0BaTEIHHO TIETPO-
JeitHbIM 3¢upom, OensosioM. Beixon coequnenus 11 cocraBun 0,38 (72 %). Kpucramisl 1j1st peHTre-
HOCTPYKTYPHOTO aHajM3a MOJy4eHbl KpucTayum3anueid u3 oenzona. Haiineno, %: C 77,50; H 10,29.

C34H5404. Borancreno, %: C 77,52, H 10,33, Ry 0,69. T, 292—293 °C. [a] 2+ 10° (¢ 0,1, CHC).

Jur. [9]: Ty, 281—282 °C, [a]p + 22° (¢ 2,0, CHCL,).

Crextp SIMP 'H (CDCls, 8 m.zi, J T'm): 0,80 m (1H, H-5), 0,84 ¢ (3H, H3-24), 0,85 ¢ (3H, H;-23),
0,87 ¢ (3H, H3-25), 0,98 ¢ (3H, H3-27), 1,01 x (3H, H3-29, °J 6,3 T'w), 1,02 M (1H, Hyx-1), 1,04 M (1H,
Hee-15), 1,04 ¢ (3H, H3-26), 1,15 mua (1H, Hy-16, °J 12,4 T, *Jiga 15ax 14,2 TIL *Jigax 156q 3,9 T'1),
1,24 M (1H, Hay-12), 1,25 nn (1H, H-18, *Ji5_13 11,1 T, *Jis_10 8,0 Tm), 1,25 M (1H, Hoy-11), 1,32 111
(1H, H-9, *Jy 114 122T1, o j1eq 3,1 Tw), 1,38 M (1H, Hee-7), 1,40 uan (1H, Hy-6, 2J 12,4 T'n,
s 7ax 11T, o s 13,1 TH, *Jgax 7eq 3,4 T), 1,43 ™ (1H, Hy-7), 1,50 namn (1H, He-6, °J
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12,4 T1t, *Joeq 7ax 3,6 T1, Joeq 7eq 3,2 T, *Joeq s 2,8 Tmr), 1,53 M (1H, Heg-11), 1,53 m (1H, H,,-22),
1,56 mun (1H, Heg-16, °J 12,4 T, *Jigeq 15ax 3,6 T, Jigeq 15eq 2,8 T0), 1,59 M (1H, He-12), 1,62 M
(1H, Hy-2), 1,63 mua (1H, H-13, *Ji3 110 13,6 T, *Jis j1eq 11,6 T, “Ji3 116 3,6 T), 1,64 ¢ (3H,
H;-30), 1,64 axs (1H, H-19, *Jig_15 8,0 T'11, *Ji9_ 29 6,3 Tr), 1,65 m (1H, Heg-2), 1,71 man (1H, Heg-1, %
12,8 T1, *Jieq 2ax 3,5 T, Jieq 2eq 2,8 T1), 1,75 mam (1H, Ho-15, 27 12,7 T1, *Jisa 16ax 14,2 T,
*Jisax16eq 3,9), 2,00 mn (1H, Heg-22, 2J 15,8 T1, “Jgeq 15¢q 6,8 Tm), 2,03 (c, 3H, Hi-34); 2,04 (c, 3H,
H;-32), 3,82 (n, 1H, H,-28, %J 0,7 T'ny), 4,30 (n, 1H, Hy-28, °J 10,7 I'ny), 4,48 nn (1H, H-3, *J5_u
10,6 T, * 5 5eq 5,6 T), 5,23 ar (1H, H-21, *Ja1 250y 6,8 T11, a1 25eq 1,5, a1 19 1,5).

Cnektp SIMP °C (CDCl), 8, m.x.: 14,9 (C-27), 16,0 (C-26), 16,3 (C-24), 16,5 (C-25), 18,1 (C-6),
21,0 (C-32), 21,3 (C-34), 21,5 (C-11), 21,6 (C-29), 22,9 (C-30), 23,7 (C2), 26,7 (C-15), 27,5 (C-12),
27,9 (C-23), 30,4 (C-16), 34,0 (C-7), 35,2 (C-22), 36,0 (C-19), 36,9 (C-17), 37,2 (C-10), 37,8 (C-4),
38,4 (C-1), 38,5 (C-13), 41,1 (C-8), 42,1 (C-14), 48,5 (C-18), 50,3 (C-9), 55,3 (C-5), 61,9 (C-28), 80,8
(C-3), 117,6 (C-21), 140,0 (C-20), 170,9 (C-31), 171,3 (C-33).

Crextpsl AMP 'H n "°C 3ammcans Ha uMmyascHoM criektpomerpe Bruker Avance 111 ¢ paGoueit
gacrotoit 500,13 MI'n (‘H) u 125,47 MI'nt (°C) ¢ ucronb30BaHHeM 5 MM AaT4HKa ¢ Z-IPagdeHTOM
PABBO npu noctosiHHO# Temnepatype oopasua 298 K. Xumuyeckue casuru B cekrpax AMP npu-
BEICHBI B MOJIBHBIX JOJISIX (M.J.) OTHOCUTEIBHO CUI'HAJa BHYTPEHHETO CTaHAapTa TeTpaMeTHIICHIIaHa.
PentrenoctpykTypHOE uccienoBanne mposenu Ha audpakromerpe Bruker SMART APEX II. Temrre-
parypy IUIaBJICHUSI ONpEACIsIN Ha HarpeBarenbHOM crosmke Boetius. TCX-aHanu3 npoBoauiu Ha
mwactuakax Copodun (3AO Coponomumep, Poccus), ncnonb3ysi CUCTEMY pacTBOPUTENEH XJIOPO-
¢dopm-otnnanerat, 40:1. BemectBa o6HapyxuBamu 10 % pacTBOpoM CepHON KHCIOTHI C TOCIEIyTO-
M HarpeBanueM nipu 100—120 °C B Teuenue 2—3 MUH.

PEHTTEHOCTPYKTYPHBI AHAJIN3 COEIUHEHUS 11

becusernsie xpuctamisr Cs;;Hs4O4 (M= 572,80) mpu 100 K pomOuueckue: a = 8,2721(6), b=
=11,2728(8), ¢ =32,559(2) &, V'=3036,1(4) &3, npocTpaHcTBeHHas Tpymma P2,2,2), Z=4, dyw=
= 1,152 r/em’. DKcrepuMeHTaIbHbINH Habop 38510 oTpaxkenuii monyden Ha auppaxromerpe Bruker
SMART APEX2 CCD (AMoK,-u3nydenue, O, =30°) ¢ MoHokpucramia pazmepom 0,29x0,23x
x0,16 Mmm. O6pabOTKy MCXOIHOTO MaccHBa M3MEPEHHBIX MHTEHCHUBHOCTEH MPOBOAMIM IO MPOTpam-
maMm SAINT u SADABS, BrutoueHHbIX B porpammubiii naketr APEX2 [ 11 ]. Crpykrypa pacmudpo-
BaHa IPAMBIM METOJIOM M yTOuHeHa mosiHoMaTpuuHelM MHK B aHu3orponHOM mpuOIMmkeHHH A
HEBOJIOPOJIHBIX aTOMOB MO F ,%k,. ATOMBI BOJIOpO/Ia MOMEIIAIN B TEOMETPUYECKH PACCUUTAHHBIE TO-

JIO’KE€HHsI U yTOYHSUIM € Ucnob3oBaHueM Mojnenu HaesgHuka (Uio(H) =nUy(C,0), rne n=1,5 nna
aTOMOB yTJIepo/ia METUIIBHBIX Tpym, 7 = 1,2 uia octanbHbIX atomoB C). I[Ipu yTOYHEHNH HCTIONB30-
Bany 4956 He3aBUCUMBIX OoTpakeHUH (Ri, = 0,0690). CxomuMOoCTh YTOUYHEHHS IO BCEM HE3aBUCHMBIM
oTpaxeHusM wR, = 0,1292 (R, = 0,0527 no 4123 otpaxenusim ¢ /> 2c(/)). Bece pacuetsl npoBoau-
nuck Ha IBM PC ¢ ucnonb3oBanuem nporpammuoro kommiekca SHELXTL [ 12 ]. KoopaunaTs! aTo-
MOB M TeMIeparypHble (akTopbl JNernoHHpoBaHbl B KeMOpHIKCKOM OaHKE CTPYKTYPHBIX JaHHBIX
(CCDC) Ne 826890; http://www.ccdc.cam.ac.uk/products/csd/request/.

PE3YJIBTATBI U UX OBCYXXJIEHUE

Hamm mpemmoxen curate3 3,28-muarnerokcu-18oH,19H-ypcan-20-ena Il myreM KurstaeHUs
arerokcuamooerynuna I B yKCyCHOM aHTHApUAE B MPUCYTCTBUU XJIOPHOW KHCIOTHI C TIOCJIEAYIOMIEH
XpoMaTorpapuueckoi ouMcTKOM (Bbixon 72 %). BeposiTHee Bcero, moa AelCTBUEM alleTUII-HOHA TPO-
HCXOIIUT PaCKPBITHE TeTparuapodypaHoBOTO IUKIIA arleTokcuaoderymmaa I ¢ oOpazoBanneM kapO-
KaTroHa A ¢ mocneayromuM [1,2]-curMatpomHsIM cIBUTOM (TIPOMEXYTOUHOE coeauHeHue B) u me-
npotoHupoBanueM a0 coequnenus Il (puc. 1).

Crpoenne coeauaenus Il Bo MHOTOM CXOAHO C paHee M3YYEHHBIMH HAMU MEHTAIUKINIECKIMHA
TputepneHongamu [ 13—15]. Bce mUKIBI UMEIOT mpanc-OpUCHTAIIMIO OTHOCHUTEIBHO APYT ApyTa.
uknorexcanoBelie (parMenTsl (Lukisl A, B, C, D) xapaktepu3yroTcsi KoHpopmanuei xpecio, UuK-
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Puc. 1. Cxema cuHnTesa
U TIperoiaraeMblii Mexa-
HU3M oOpazoBanus 33,28-
nuanerokcu-18aH,19BH-
ypcan-20-ena 11

—
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norexceH (UK £) nMeeT KoHPOpMAIHIO, TIPOMEKYTOUHYIO MEXIY coga
u nonykpecno. AbcomotHas korpurypamus I1 onpenenena Ha OCHOBaHUH
M3BECTHOM KOHQurypauuu amioberynuHa I, oTkyza cmemyer, 4To aTtom
C19 umeer S-xkoH(DHUTYpaLHFO, YTO COOTBETCTBYET MPEI0KEHHOMY MeXa-
HU3MY pEaKIUu.

C ucnonp3oBanueM Metona SIMP ciekTpocKomuu MpoBEACHO TTOTHOE
OTHECEHHE CUTHAJIOB aTOMOB B criekTpax coenuHeHus II. Otnecenus cur-
HaJIOB MIPOBEACHBI C HCIOJB30BAHUEM JIBYMEPHBIX KOPPEISLUOHHBIX Me-
toauk COSY, HSQC u HMBC. Taxk, B ciektpax AMP BC coennuenns I1
HabmonatoTest 34 curHana, A KOTOPBIX ¢ momollsto cnektpoB DEPT
[16] npoBeneHO OTHECEHHME K UYETBEPTUYHBIM, METUHOBBIM, METUJICHO-
BBIM ¥ METWJIBHBIM Tpymmam. [TookeHne CUTHAIOB YeTBEPTUYHBIX yIJIe-
ponubix atromoB C4, C8, C10, C14, C20, C17, C31 u C33 B cmekTpax
SMP C ycranosneno Ha ocroannn HMBC koppemsimii. ITonoxenne
JIBOMHOH CBS3M YCTaHOBJICHO Ha OCHOBAHWU BHMIIMHAIBHBIX KPOCC-TINKOB
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Puc. 2. 3saunmeie HMBC
KOppessiuu B 1ukie £ co-
equHenus 11
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Puc. 3. MonexynspHas cTpykrypa 3f3,28-nmnanerokcu-18oH,19BH-ypcan-20-ena 11
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npoToHOB MeTWIbHBIX Ipynn H3-29 ¢ C-18, H3-29 ¢ C-20, H;3-30 ¢ C-19, H3-30 ¢ C-21, a Taxxe H-21
¢ C-19 u Hg-22 ¢ C-20 B ciextpax HMBC (puc. 2, 3).

TIpOTOHBI METHIEHOBOI TpyIIIB B monoxkeHnH C-22 (8¢ = 35,22 m.x1.) B cektpax SIMP 'H o6pa-
3y10T AMX-cuctemy ¢ ay6ser-n1y0neTHbIM pacilenyieHHeM Ha MPOTOHe JBOWHOH cBs3u. Ha o-koHdu-
ryparmuro npotoHa H,-22 yxaseiBaetr kpocc-muk H,-22/H-18 B cnextpe NOESY. CBupmerensctBomMm
B [I0J1b3Y MPEAJIOKEHHOTO MOJI0KEHUS 3aMECTUTENEH B KoJblie £ CIyXUT HaOmoqaeMast 1ajibHss KOH-
crauta “J5;_19 co 3Hauenmem 1,5 I Crepeoxumus mnonokenust H-19 ompeneneHa ¢ MOMOIIBIO
NOESY cnekrpa. B ciekrpe NOESY HaOmromaroTcss Kpocc-muky Mexay nporoHaMu Hy-28 1 Hy-15,
H-13, a taxoke mexxny Hy,-28 1 H-19, uto ykassiBaet B-opuenranuro npotona H-19.

BbIBO/IbI

Brniepsble MeToaMM PEHTICHOCTPYKTYpHOro aHanu3a U SIMP criekTpockonuu oxapakTepu3oBaHa
crpykrypa 33,28-nmunanerokcu-18aH, 1 9BH-ypcan-20-ena II.
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