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Hucmumym opzanunecrozo cunmese Arxademun nayr JameCCP, Puea

Honyuen merTHaoswtii spup 3a-rerparuppodypamuorct-5-oxco-2f-(3o-rerparnapody-
PaBUIOKRCH-mpare-1-0RTeHI ) UWMKIOITeHTa -1 -YRCYCHOH  WHCAOTHE M3 COOTBETCTBYIOLETO
3o-Traporcurerosdupa 06paborroil 2,3-nurnapodypasoM B IPHCYTCTBHI 7-TOXYOACYAb-
torucaorst. Hemepoit mpogyxT npeacraprser coboil cyMech IBYX KPHCTALIMYECKIX HAcCTe-
peoMepoB II0 XHPAaJBHOMY HeHTPY TerparnppodypaHnunholi rpynmst. Merogom pedTreHo-
CTPYKTYDPHOTO aHaAM3a HCCIEAOBAHA €ro IPOCTPAHCTBCHHASL CTPYKTYDA.

Mermnoswit adup 3a-rerparnppodypaBEHIoKCeH-5-0Kkco-2B-(3a-TeTparuxpo-
QypaHHIOKCH-Mmparc-1-0KTeHAN ) IHKIoNeHTan-1c-yReyCcHON — RucHorsl  (6uc-
Thi-xeroagup (IT1)) MomeT HOMONHATL AN yske U3BECTHHIX U IIXPOKO MCIOIb~
BYeMEBIX CHHTOHOB [1—4), BasRUBIX TPOMEKYTOYHBIX COCANHEHWH CHHTE3a KaK
OPUPOAHEIX, TAK I MORUQUIIMPOBAHHEX NPOCTATHAHANAOB W IPOCTATMKIANHOB.

Hac 270 coepunenne saumHTEpecoBaso, KPOME TOTO, KAK BeChMa YIIPONIEH-
Hasg Momesb adupa mpocrariaauguna E; (I) ¢ samumenmsvm C11- 1w C15-rup-
PORCUNBLHBIME I'PYOOaMH (IPOCTATTAHAUHOBAA HyMepalud), DOCKOJBKY coe-
]Z(ﬂHeHIfE% (IIT) asaserca gawrngeckn sdupon 2,3,4,5 6-neHTaHOP-IPOCTATIAH-
auna E,.
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Wasectro, 410 [Js OpUpORHOro mpoctardampuna F; xapakrepma yuc-,
mpanc-nzomepusn samectureneil upu C8 u C12-aToMax OPOCTAHOUEHOTO CKe-
mera [5, 6]. HepaBHO yma’sock IOKazaTh HAJIWIMe AWHaMHUIecKoi 8,12-nuc-
mpanc-n3omepuu Taxsme A 11-mesoxcmmpocrardanmuna B, [7]. Ilpegmosa-
Tajoch, ITO CYMECTBEHHO YKODOUeHHas a-Tenouka B keroapupe (I11) Gymer
OTIHIATHCH CHOCOOHOCTHIO K S-dOmMEPHUSaTUM B NPUCYTCTBUR OCHOBAHWE OT
Q-IEeOH HOPMaJBHOR HIWHBI B TPOCTAHOMIAX.

B pammom coobmenmu ommcan meron moxydenns Guc-Thi-kerosgupa (I1T)
H Pe3yNbTATHl MCCJAEJOBRHUA er0 CTPYKTYPH METOTOM PEeHITEHOCTPYKTYpPHOIO:
aHaIm3a.

Terparunpodyparmnsrag rpyana (Thf) 8 xumuu mpocrarnsaHmuHOB BIED-
BLIC MpUMeHeHa B Hallell jJaGoparopmy Aug samurbl 1-wop-mpanc-oxr-1-en-
3-011a, HCIOAL3YEMOTO B KAUecTBE OKTEHOJIBHOILO JMTAHAA B KYNPATHOM CHH-
Tese mpocrarnasnuros (8, 9], Ilpu srom OBUIO TOKA3aHO, YTO B HEKOTOPHIX
CIydagx OHa HWMeeT HECOMHEHHBle IPEeUMYHIeCTBA Tepeln IMHPOKO HMCHIONL3Ye-
Mo rerparuppounparisroi (Thp) rpynmoit [9]. Thi-rpynua Gonee ocuésHasA,
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yem Thp, ee rugpoaus mpoucxoput B fonee Markux yerxosasx (pIl d), u B ro
JKE BPEMS OHA BIIOJHE YCTOMYHBA KO MHOTHM HYKJeOQUIBLHBIM DearemHTaM.
Ho-supumomy, He3HaYUTEALHEIE HHTEPEC K HEH 0 cuX mop 00bsACHASTCS Mpesk-
Jle BCEro OTCYTCTBHEM Xopolmero obmero merofa ¢ypaHuaupoBabmg. B jure-
parype omucayo HecKoNbKo Metonon monydenuss Thi-adupos, Ho Bce onm xa-
PARTEPH3YIOTCS MOCTATOYHO HHUSKHM BLIXOLOM 1elesoro mpogykra [10—13].
B 1976 r. 6pinr upepmosken meron noxygenus Thi-sdupos nyrem BosgeiicTans
CYRBOYPUIXITOpULA Ha Terparugpodypan M MOJYIEHHOTO Terparuppodypa-
HUAXTOPUAR WA CHEPT B OPHCYTCTBUM TpuarTHaamMmHa. O1uM wMeronom Thi-
sdupLI ONyUA0T ¢ HOCTATOUHO BHICOKMMEU Bbhixomamm [14].

Mzer weronboBany 60siee MPOCTOH METOM, AHATOTWIHBIL TOXYISHHIO TeTPa-
rEgponuparmiapHex agupor. buc-Thi-reroadup * (L1I) monywaror u3 mernm-
10B0ro adupa  Ja-rEAPOKCU-D-0KC0-2-f-(3a-TerparuapodypaHuIoRCE-mparc-
1-owrenmmynurronenran-1a-ykeyernoit  Kucnorsr  (mono-Thf-werosdup (I1))
o6padorroi 2,3-murugpodypanom (DEHF) s npuecyrersun n-ronyoncyabGorme-
norsi. I3 wavecrme pacrpopuTeseil OBINM HCIIOIB30BAHBI 0eH30J, TeTparuupo-
Pypam, rexcam, renran unu merponeinniit spup. Buc-Thi-xkeroagup (II1) xo-
PoWIo pacTBOpPsETCs B reTparuppodypane u GeHsose, WI0OXO B rexcame, relTa-
He, reTpoJgeitnom adupe.
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Dypaunmuposanue mouo-Thf-rerosdupa (IT) mposogsT npm xomuenrpa-
muu ero B pacteope 0,2 mmoan/yu ¢ 1,5 mymons DHF B npucyrernuu 5 MEKMOXE
n-toayoncyubdorucaorsr Ha 1 amons coepnmenust (I1). -

Brigenenuniii npoayur (111)  wpuerannamsyior ms rekcama waw remrana.
Hpucrammasanuio coepmuexusa (I11) mpoBonsaT npu Toi# e KOHIERTPAIlNM €ro
B pacTtBope, wro W npu ¢ypavumuposanuu sdupa (1),— 0,2 mmonn/mi.

Comepswaume OCHOBHOTO BemmecTBa B Kpucrannudeckom nponyrre (IT1) m
B Quaerpare (Tocke ymapHBaHMA €U0 I BHICYIUMBAHUA OCTATKA B BAKyYME) OX-
pemgexsor MeronoM BIMHX ¢ mcmors3opaHueM B KAYECTBE BHYTPOHHEro CTaH-
mapra 100%-moro wmcroro OGuc-Thf-werondupa (1II). Haubomee mumicoxrmii m
BOCIPOM3ROMUMEIH BEIXON UeNIeBOT0 NPORYKTA HOIYJYeH npw (yparmiupona-
auu monoadpupa (1) 8 Terparmopodypase uam 6HeHzone, mpuUIeM B Hpemapa-
THBHBX Macmrabax Oewson 6onee ymobmb pacTBopuTean (tada. 1).

Pearmus sasepmaercss 3a 10—15 mun. BeH30MbHBIT pacTBOpP IPOMBIBAIOT
Bopmoit, cymar Hag MgSO, n ymapmsaior B Bakyyme. Ilonygennnii cupen (I1T)
KPUCTANNUBYIOT W3 TeKCAHA WK TelTaHa. BHXof KPUCTaiain1eckoro NPOoLyK-
ta (111) cocrasnsner 69—75%, cymMmMapubiil BHIXOJ ¢ YUeTOM TPOAYKTA B (UIL-
rpate — 81—84%. Bpema BHAeP/RUBAHUA PEAKIHOHHON CMECH NPH KOMHAT-

* Bce yIOMAHYTHIE B 5TOM COOOILGHUN COEMHEHN. MPeNCTABAAIOT COBOH palemMaThi.
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HOI TeMIIepaType M0 HAagaANa BHIIANCHIs
0caJIka CYHIeCTBEHHO He BIMALT HA BHIXOI
ROHEUHOTO HMpoxyKTa. OUTUMATEHBIMA YC-
JOBUAMH MOMKHO CUUTATL KPUCTAILNM3a-
uio Gucadupa (111) w3 renrama mam rex-
camHa B TeucHue H—15 MHH TPH KoOMHEATHOH
remneparype u 18—24 9 mpu —5° C.

[lpn paspaborxe ymoGHOTO MeTOHA ITO-
aywenns Ome-Thi-agpupa (III) Grian we-
[0JAL30BAMEl Take TeRCaH, IenTal H
NMeTpoNeinki 3QHp — pacTBOpUTENW, Iia
TIePBBIH B3IVIA, HE OYCHD TOAXOJ[AMIe NI
peaxuuu ypanusuposannuss, Ho omm mpu-
BJLEKJTH HAC IPEE/Ie BCETO TeM, ITO Yiie 10
XOMY PearIIy PyPaHuTHPOBANIA U3 PeaK-
IHOHHOW CMecH KpUCTalNmayercs 6Hc-
Thi-xkeroagup (II1), woropurit nasee or-
QUABTPOBHIBAIOT, IPOMBIBAKT COOTBETCT-
BYIOIHM PACTBOPHTENEM H BONOMH, CyiIaT
B DBAKyyMe; COZepPsKaHHE OCHOBHOTO Be-
MIeCTBA B ITONYIEHEBIX KPHUCTATIHISCKIX
ocagrax 91—100%. Ongmaro BbIXOJ Rp@-
crannwaeckoro omc-Thf-sdmpa (I11), rak
W CYMMApPHBH ero BHXOL ¢ YUeToM Ipo-
JYRTA, OCTABUIErOCA B MATOYHUKE, [OBOJLHO HU30K H UJIOXO BOCIHPOU3BOMIM
(raba. 1).

Tarum 00pasoM, OUTUMANBHBIMI YCAOBHMAMU MOMKHO CIHTATH QYPanUINpo-
saHue MoHO-Thf-weroaupa (II) B Oemsome wm kpucTAMIH3ALHUIO TOJLYYEHHOTO
Ouc-Thf-keroadupa (II1) us rexcanma mam rerrana.

Bregenue Thi-rpyon srisoizaer o6pa3sosamme B MONEKYJIe HOBBIX ACAMMET-
prgeckux neHrpon. Ilockonnky mexomasit monoadup (I1) nmpemcrasaser coboi
MHIMBEOYANLHEA guacrepeoMep mwo xupansuomy neurpy Thi-rpyouour (y run-
porxcmiia B CGlH-mognomennu), npu spemennu eme ofmod Thi-rpymmsr pus 3a-
murer Cll-rmpporcuiaa obpasyerca cMmech asyx puacrepeomepon: ([1la) m
(1116).

IHocaeguue He pensrca TCX, HO HX MOKHO HOJYUYHATH B UMHIUBUIYAJIHHOM
cocrosrmy ¢ momompio BOJRX (pume. 1). B npoayrre-cuipre, mToMyIeRHOM cpa~
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Pre. 1. AmannTHUECKAS XPOMATOIPAM-
Ma pasjesieHds JHacTepeoMepos Ouc-
Thf-keroagmpa (I11)

Tabauya 1
Toayuenne Gue-Thi-keroapupa (11I)
Bpems Kpu- N
PacTBOpHTeNb M1 cransmaauny | Hpucranmiue- DunbTpaT g
npi CRUIT NPOJYKT s
s
© ® = N o]
z — = e &5 2 i = E wz? % "
= = 3 - s . |== ¥
AHMINPO- = = Zo8, o e Z s o
tbypBamm[ KD HCTAI 13 LI = o 2= Sé 15 B wio | &0
o | ¢ S3EE |c¥ | B-E |g3= | Es
o © =80 | Hog et %’ B 25
a2 i 8282 mAT 3= @ m o SC
ThIf lercan 15 18 93 76 — - -
Beusox » 15 18 98 75 — — -
» Tenran 60 18 98 (69 46 15 84
» » 15 18 96 70 35 11 81
» o 50 24 97 72 34 12 84
Fexcan Texcan 15 4 96 o8 6O 17 75
R » Co15 4 98 62 o2 9 71
Tenvan Temran : a0 18 79 54 36 12 66
» » 30 6 93 64 41 25 89
> 7 » 30 § 100 56 40 8 64
TTerponelineii HHerponeiuprit 50 |6 99 ol 8 15 66
o adup
To e To e 30 6 91 41 43 28 69
» » 30 6 92 24 a7 26 80

- * TIpouepK 03Havyaer OTCYTCTBHME JaAHHDLIX.
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3y noche QypaHHIMpoBaHWA MoHO3QHMpPaA M 00paloTKu peaRUMONECH cMmecH,
HaOAWOZACTCH HE3WauuTeILH0e Tpeodaafanue wMellce TOJNAPHOTO JIMACTEPEO-
rvepa (ITMa). Tlpr RpUCTANAMBALMM TPOAYKTA W3 IeNTAHA B OCATKE yBEJNYl-
BARTCS KOJHIECTBO QoJee moaapHoro mmacrepeomepa (1116). B cmay aroro
Temueparypa tasiaenns obpasuon rerosdpupa (L1}, mosyuenHeix B pasmbix
OMBITAX MG Ha PASHAN CTagHAX KPHCTANAMBAUMI (IPKM OAHITAKOBOH CTEmeHI
MX NUMITCCKOH uuctoTL), Komediercs B Oojabmiom nerepsane: 68—78° C.
C ysesmuenuem comepsnanus Jodee noaspuoro guacrepeosepa (II0) rearmepa-
Typa mirasaenns kerosdupa (111) monsrmmaercs.

Mupusunyanenee gnacrepeonepst (11Ta) u (1116) 6w suresens: B3HIX
U Iepexkpucrarnmsonarh 13 remrama. Tewmmeparypa mianiaenNdg HMX COOTBET-
creerHo  63,0—064,5 u 90,5—91,5" C. Coorsercrsyomee SUC-TETPATHEDODH=
PAHUIBHOE HPOH3BOKHOE Y-KeTodhupa OKABAMOCH BABKUM MACHOM (CHHTE3 He
OTTHCAT).

Crpyrrypa admnpa (117T) Grraa meclhefnopada AMeTOTOM PeITTeHOCTPYKRTYDPHO-
ro amammaa. Jlns nmoayuerus MOHOKpucerasna ncnoxbaosan obpasen (III) c
comepsranuen guacrepeoyepon ([Ila) 1 (1116) coorsercrsermo 37,5 u 62,5%.
OGpasen rpucTammusonanu nz renrana. CooTIOWEHIIA JNACTEPCOMEPOR B 110~
JYUeHHBIX  TaKUAL 00PasodM OTHeNhHLIX Kpueramaax onpemenenn DBOHIX u
orazamucsk pasuevn 1 :3 — 14 (IlTa: 1116).

MeTonoy penTreHOCTPYKTYPIOLO aHanusa B Kpuctadne obHapyseHa pa-
3YNOPANOYCHIIOCTD B RIS CORPUCTANIUIAIIUI MOACKYI ABYX [HACTEPEOMEPOB
(11{a) u (1116), cooTHOUIeHHE KOTOPHIX, IO PCHTTEHOCTPYRTYPHBO HaHHBIM,
cocrasager ~1 : 4. Ha puc. 2 gama momens MONeRYIB NPeodIagaomero uso-
mepa (1116). Pesyawrarsr ofcyera Mofgeu UpUBefeHsl B radq. 2 u 3.

Terparuppodyparontie 1mwean B monexyie (IT1) meror xondopmanmo
romsepTa ¢ Bpixoganu aromon C17 u C21 us cpeprux mnccxocrein (—-0,05 u
--0,04 A coorsercTBenHo) ocTalbHLIX yeThipex aromos Ha 0,45 (2) m 0,31 (1)A
COOTBETCTBEHHO, TMPIYEM LUKILL PACHOIOKEHbl APYT K APyry nom yraom 18°,

Rondopmarmst puacrepeomepa (L116) xapaxrepusyercs yuc-pacroroie-
nuem H(C11)- ot [1(C21)- u H(C3)- u 1(C17)-aTomos.

Tabuuya 2
Topeuonusie yrapr i coejnuering (1), rpax

ATOMDL Haunas padora Ilpocraraarni ¥y [((G] *
Huwnonenran
CI-C2—-C3-C4 418 40(37)
C2-C3~C4-C5 -27.5 ~25(—~206)
C3—Ca-ChHh—CL 14 5(5)
C4-C5—-C1-C2 24,6 20(19)
C5—C1--C2-C3 401 —37(~34)
a-lens
C3—-C2-C1-C8 —164,7 —165(—138)
C2~C1-C8-C7 ~166,0 —-069(62)

C1-C8-C7-01

C1-C8-C7-02

C8-C7-01-C6
w-1lenn

1403 (~160,2) #* -

43.4(9,9)
179,7(—177.4)

C8--C1-C2-C9 75,7 73(78)
C1-C2-CH9-~-C10 —119,3 ~137(~142)
C2—-C9-C10-CI1 —179,8 ~168(~172)
C9-C10-Cl1-C12 -122.7 —124(—134)
C10-C11-Cl12-C13 175,7 71 (66)
Cl-C12-C13-Cl4 175,2(~170,8) #* 177(179)
C12-C13-C14-C15 —174,6 (151,6) —174 (180)
C13-C14-C15-C16 48,2(69,5) 180 (178)
Hpyruc

C5--C4-C3-04 —145,0 -154(=49)
C4-C3-04-Cl7 —74,4(~145,1) -
C3-04-C17-05 ~62,7 -
¢9-C10-C11-06 119,9 116(102)
C10-C11-06~-C21 =717 -
Ct1-06-C21-07 - =76,2 -

* B crobKax sHAUMEHHS ANA BTOPOIT HE3ABUCHMOU MOMEKYJIbI

*% B cxo0kax suadeHusa pis1 wdosepa (I1la).



- 01—C7—02=127
\ 02-C7~C8 =727
' 016—C17-05 =/09

07-07 =422

Prc. 2. Oumnsr cpsaseil (A) i BanenTAbe yRIbr (rpaf) B MoleKyde gmactepeodepa (1116)

B wmomeryne (III) wma6momaerca 3magutenbpHoe yropouenue C (sp?) —
C(sp®)-cBaselt B @-memn 10 CPABHERMIO CO CTAHTAPTHEIM BHATEHHEM (1,54 A).
d1or addeKrt, yBeIUIABAOMUACA K KOHIY IIENOYKM, UPHCYI MOJEKyJTaM Ji-
HeHHOTO THIIa M BHI3BAH AHWB0TPONMEH TemmoBLIX Kosefamuil atomos [15].

Tabauya 3
Koopausater aromos B Moeryne (IHI) (X103)

ATOM x/a ’ /b ‘ z/e ATOM x/a y/b zfe

C1 476(1) 585 (1) —283(1) C22 1010(2) 509(1) 191 (1)
G2 592(1) 535(1) -216(1) 23 1052 (2) 954 (2) 322(2)
C3 S517(1) 395(1) —229 (1) C24 940(2) 588(2) 362 (1)
Cé 435(1) 335(1) —352(1) Ot 432(2) 833(4) —447 (4)
(%) 408 (1) 480 (1) —384(1) 02 312(2) 774(2) —3006(2)
C6 334(3) 896 (4) —500(1) 03 347(1) 491 (1) —~475(1)
C7 406(2) 773 (1) —354(1) 04 618(1) 322(1) —206(1)
C8 522(1) 716(1) =317(1) 05 502(1) 188 (1) —~100(1)
<9 642 (1) 602 (1) —092(1) 06 932(1) 682 (1) 126 (1)
C10 770(1) 669 (1) —048 (1) Q7 836 (1) 581 (1) 260 (1)
C11 822(1) 736(1) 074(1) o1 439 (3) 861(7) ~415(7)
C12 884 (1) 879 (1) 090(t) 02/ 286 (6) 735(7) =346 (7)
C13 928(1) 950(1) 215(1) 05’ 572(3) 266 (5) —-043 (4)
Cl4 999(2) | 1088(3) 232(2) Ce’ 316.(4) 926 (4) —449(7)
C15 1056 (3) | 1160(3) 352(2) Cl4’ 968 (9) | 1086(7) 235(7)
C16 HM32(4) | 1113(4) 429(3) C15” 944.(8) | 1162(6) 355 (6)
C17 562(2) 194 (2) —194(2) C16” 1054 (9) | 1119(7) 430(7)
C18 691 (3) 136(3) —173(3) Ct7’ 647 (7) 291(6) —096 (6)
C19 731(2) 177(2) —041(3) C18’ 735(%) 176 (8) —123(9)
C20 601(2) 197(2) 003 (2) C19’ 642(8) 070(8) —141(6)
C21 886 (1) 564 (1) 156 (1) c20/ 533(8) H8 (7 091(7)
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AnanornaHo mpocTardanguHaM Moseryia sdpupa (II1) maeer mpawnc-npu-
coemHere o- H o-uenn ¢ Topcuonubim yraom (C8—C1—C2—CY, pasupim
75,7°. :

[luxaonenTaHOBHE (QparMeHT mMeeT KoHpopmanmo xousepra, arom (2
oTKI0HeH oT cpemmein maockocTu (0,008 A) ocranbHbiX weThipex aTOMOR HA
0,65 A (0,54 A B mpocrarmaunune E, [16]). B oranune or Monxexymsr mpocrar-
namauna E,, ¢artugecku nmockoit (10,7 A) m mmemomell napajireasHoe pac-
HoJNoxeHue a- 1 o-Meneir, Moneryia (I11) menee nmamapua (-1,4 A), a yxo-
poveHnasg «-Ienb W w-Ienh passefenst mox yraowm, oaumskunm k 90°, Isyrpas-
HEI yrod MEXAY CPEJHMME TIOCKOCTAMHN IMRIOTEHTAHOBOILO KONBIA W O~
menogky pased 80,9°. ©-Ilens uMeeT BEITAHYTYIO KOHPOPMALHIO, HO He DOBTO-
pAeT B TOTHOCTH ee XOX B mpocrardavaune B, [16]. Ecau B mocmennem woudop-
Mamug -Ueld Xapakrtepusyercs ecow-pacumonoxkenmem csgseir Cl0—C11 u
C12—C13 u mpawnc-pacmonomenuner C13—C14 u C15—C16, to B nmadupe
(I11) — naoBopor, mpanc- 1 gow-pacionoxenrem coorsercTsenHo. Takoe pas-
aMuMe, HO-BHIAMOMY, CBABAHO ¢ orcyrcrBueM B Keroadupe (I11) merruenogeu-
HB[X MMCHEePCHOHHLIX B3AMMONEHCTBUIT, CTADHIHSHPYOIUX WIHIETHYI) KOH-
dopManuo NPOCTarJaNIHHOB, BBUAY CHIABHOTO YKODPOUEHUS ®-IeH B KETO-
spupe (I1I).

TaxkuM 06pasoM, BIOEPBEE CHHTE3APOBAH KPHCTAMIHICCKHH GINBKHE npen-
MEeCTBEHHUK TIPOCTATIAAHAMHOB Y-KeToadupHOro THIA, N0 CBOEH CTPYKTYpe
nossouAwmuil Mogemmposath 8,12-m3omepusanmio mpocramonmos E-paga, a
TAKKe WCCHeHOBATH BIMAHIE NPOCTPAHCTBEHHOTO 9KpanmpoBanus 11-Tuppox-
CHNBHON YHKITMM Ha PEAKIUOHHYI CIOCOOHOCTH IMACTEPCOMEDOR.

IKCnepuMeHTaNbHaA YacTh

2,3-lnruapodypar OUYMINALM HEPETOHKOW HAN THAPHMIOM KaJbHua UPH
54-—55° G,

Houtpons 3a xomoM peakiuu ¢yparunuposanug ocymectrisau TCX ma
mnactuakax cuiaydoa UV,,, u ¢ momompio BIHX.

Hus  xpomarorpa@uecKux WCCHAENOBAHME HCIONL3OBANY HRUJKOCTHBIH
xpomarorpad (Du Pont, Model 8800), cuHaGmennsii pedparToMeTrpudecKum
merexropom (Du Pont), womoury mumuoit 250 MM, BHYTPEHHHM IHIMETPOM
4,6 MM, samonHenHyIio copbeHTOM Zorbax-Silc pasmepom wactwn 6 mrm. Ilop-
BIRHOM (Pa3odl cayskmi pacTBop pumoxcaHa B rexcaue (1 : 7). B npusepeunsix
YCIAOBUAX XPOMATOrPAQUPOBAHUS OTHOCHTENBHBIE BPOMEHA  VICP:KUBAHHUSA
puacrepeomepor (I1la) u (I116) cocrasasior coorsercrsenno 1,0 u 1,07.

Mg npemaparusroro spenenns puacrepeomepos ([1la) o (I1116) wenoms-
30BaiM KONOHKY mumHo# 250 mM, sHyrpenHum muamerpom 21,2 mm. Copbenr
U cocTan HOABIUKHON (daspl TaKHe ke, KaK B aHANMTHYECKOM BapuanTte. Tem-
HepaTypH MIaBICGHHs olpefedain Ha Murpomnpubope «Boétiusy.

Macc-cmextp cmmmaiu uHa npuGope AEIMS-50 mpu wmonmsupyomeny ra-
npmkerny 70 B. Cuoexrp H-AMP cuar wa cuexrpomerpe WM-360 B neiitepo-
xaopodopae, B KauecTBe BHYTPEHHEIO CTAHAAPTA KCIOAb30BAAM TeKCAMETHI-
AUCTIOKCAH.

Memuanosuii  afiup  Jo-mempazudpogy panuaokcu-5-okco-2P-(So-mempa-
eudpoghy parnuaokcu-mparnc-I-okmenus)yurronenman-1o-yrcycroti kucaomu(I11)
(munosas memodura). K 1 mmons momo-Thi-xerospupa (II), pacrBopen-
HOTO B O MJ Gensona, f00aBIANM IPU HePeMEITHBAHHE O MKMOJb 7-TOXYOJI-
cynborucaorst u 1,5 mmonn 2,3-nmragpodypana. Cmech npomonmany mepe-
MemmupaTh 15 MHH, 3aTeM IpoMmblBanu BOAOH W cymmam Ham MgSO,, ¢umas-
TPOBAJK W OTTOHANM OEH30J B BaKyyMe npu Temueparype He seume 40° C. Oc-
TATOK (KeJITOe MACJIO) 3aJUBAJH O MJ TelTaHa (MIH IeKcaHa), TepeMeruBain
o~—15 mun npu 20° C mo Havala BHOAJEHHA OCAKKA M OCTABIANN HA 18—24 ¢
opy —5° C. Ocagox oTQUABTPOBEBAIM, UPOMEIBANIL IeNTAHOM (HAH TeKca-
HOM), OTKUMAIN Ha QUIbTPE, CYNTMIN B BaKyyme. HOHeUHBIH TPOAYRT momy-
Jany B BUAE KPUCTALIOB JKENTOBATOrO NBeTa ¢ BRIxomom 69—75% .

Ry (I1) 0,29, Ry (I1I) 0,69 (stmnauerar — rexcan, 1 :1). Macc-cuexrp
(1) (m/z (I, %)): 280 (17) (M — Thi-OH — DHF), 263 (21) (M — Thi-
OH — Thf0), 262 (17) (M — 2Thf-OH), 231 (40) (M — 2Th{-OH — OCH,),
209 (80) (M — Thi-OH — DHF — G;H,,), 181 (51), 149 (100).
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H-AMP (8, m. n., CDClg): 0,87 (3H, CH,), 3,63 (3H, COOCH,), 5,23
{(1H, o~ 8 ThF), 5,38—5,62 (2H, CH=CLH).

Kpucranmer (IIT) cocrasa CyyH 550, rpurmumarre: a 10,276(2), b 10,866(2),
e 11,954(2) A, o 97,78(1), B 100,60(1), v 102,56(1)°, V 1259,1(4) A%, M 4386,
oy 1,46 Toov?, w (Cuky) 6,9 em™, Z 2, mpocrpamersBenmas rpyoma Pl
Fooo 476, Virrerpanpubie HHTEHCHBHOCTE 351D HE3ABHCHABIX OTPRIRCHUE U3Me-
pernr na pudparromerpe Syntex-P2; (CLIIA) (Cu K. -usnyveuuve, rpaduTopiit
MoHoxpomarop, 0/20-crammposanne, 20, 135°). B pacuerax McmoanzosaHO
2733 orpamenns ¢ [ > 207, Crpyrrypa pacmudpoBana IPAMBIM METOLOM X
YTOYHEHA METOJOM HAMMEHBLITMX KBAJPATOB B AHH30TPOIHOM NPUOIHKEHUN
mo R = 0,11. KoopauHaTe HEBOJOPOMHEX aTOMOB HAHEL B Tabr. 3 (miTpuxamu
obosHawenst aromnl puacrepeomepa (L1la)). Crampmaprasie OTRIOHEHHST MeK-
ATOMHEIX PACCTOSHME W BAaJNGHTHOX YIIOB gas guactepeomepa (L1116) me mpe-
soimaoT 0,02 A u 1° coOOTBETCTBEHHO.
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SYNTHESIS OF METHYL 3x-TETRAHYDROFURANYLOXY-5-0X0-23-
(3a-TETRAHYDROFURANYLOXY-TRANS-1-OCTENYL)CYCLOPENTAN-
1-ACETATE AND ITS X-RAY ANALYSIS

KUDRYASHOVA V. V., MISHNEY A. I,, DIKOVSKAYA K. I.,
FREIMANIS J. F., BLEIDELIS J. J., SAKHARTOVA O, V.

Institute of Organic Synthesis, Academy of Sciences of the Laivian SSR, Riga

A procedure for preparing of methyl 3o-tetrahydrofuranyloxy-5-0x0-2p-(3c-tet-
rahydrofuranyloxy-trans-1-octenyl)ecyclopentan-ia-acetate from the corresponding 3o-
hydroxy ketoester by trealing it with 2,3-dihydrofurane in the presence of p-toluenesul-
phonic acid is described. The target product is a mixture of two crystalline diastereomers
with respect to the chiral center of the tetrabydrofuranyl group. Its spatial structure is
onaminedA by X-ray analysis.
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