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TPAHCAHHYJIAPHAA IURJIN3AINA
3-METILJI-IUC-BAIMKJIO [4.3.0] HOHA-2,7-TNEHA,
3-METWUJI- W 3,4-TAMETIJI-ITAC-BUITNKJIO [4.3.0] HOHA-3,7-
TAEHOB. CHHTE3 5-3AMEINIEHHBIX BPEKCAHOB

C.H. Auguanozoea, B. 5. Huemamosa, T. U. Ilexk,
H.A. Beaurosa, /[. A. Konmes

Bzauyoneiictrsme HCOOH u CH,COOH c¢ 3-yMerun-muc-6unukio[4.3.0]HonHa-2,7-nue-
HOM, 3-MeTUI- A 3,4-AUMeTHI-MAC-0MquKI0 [4.3.0 |HOHA-3,7-1HeHAaMA H 3-MeTHI-MAC-0 AU KJIO -
[4.3.0]50H-7-€H-3-0I0M NPOTEKAaeT HCKIIYHUTEJbHO ¢ 00pa3oBaHHeM 3PHPOB 1-MeTHI- WIH
1.,9-nAMeTHI-9K30-0peKcaH-5-0aa ¢ BeIx0goM 80—90¢% . Peaknumsa MOKeT CIYRKATH YIOOHHEM
npeoapaTHEBHEIM METOJOM CHHTE3a O-3aMemeHHBIX OpeKcaHOB.

Panee 65110 00HaPY:XKeHO, 9T0 npu B3auMogeiicTenu HCOOH nau CH,COOH
(B mpumcyTcTBHE KaTailm3aTopa) ¢ muc-Ommumkaol4.3.0]mona-3,7-mmerom (I)
oopasyerca o 10 % rtpunmrImdYecKkumx coefmHeHU pAXa 6percaHa [!], KoToprie
0 HOCIeJHer0 BPeMeHH OCTAlOTCA TPYAHOLOCTYIHHMH M IOJYYeHH TOJBKO
OyTeM MHOTOCTagHAHEIX cuHTe30B [°]. OOpa3oBaHme TPUOUKIAWTICCKAX 3PUPOB
CBHUIETENhCTBYET O TPAHCAHHYJIAPHOM B3amMOIEeHCTBHH KapOOKATHMOHHOTO
OeHTPa, 00pa3yoIneroca nIpm NPOTOHWPOBAHMM ONHON mM3 JBYX ABOMHBIX CBA-
3ed, CO BTOPOU [OBOWMHOM CBA3BI0, BHCTYyHAOIMEeN B KadeCcTBe BHYTPEHHEIO
Hyraeopmira. AHaam3 BCeX BO3MOKRHHX -HaOpaBileHWMH 3aMBIKAHUA TPeThero
OUKJIa I[IOKa3hkBaeI, 9TO HamboJdee BepOATHO oOpasosamme csaAsm C°—C.
IlpencTaBasano mAETEepec mCCIeAOBATH TOBeJeHMEe B 9TOHX peaKIuy AWeHOB aHA-
JIOTHYHOTO CTPOeHHA, HO cOofep:Kamux B moioskeHmm C° MeTmIbHYIO TPyOIOy.
BBeJeHne mociaemHed MOMKHO YBeJHIUTHh CTAOMIBHOCTH NMPOMEKYTOYHO OOpa-
3yomeroca KapOoOKaTHOHA W MOTJO CKa3aTbCAa Ha CTepeOXHMMHUHM IePeXOJHOTO
COCTOAHUA, a CJAeJOBATeIbHO, OKa3aTh BImMAHWEe Ha HampaslieHHe NPOTeKaHMS
peaKmun.

B macroameir pa6ore mcciaenosano npucoegmaeane HCOOH n CH;COOH
(8 mpmcyrctsum BF;) k- 3-mermia-mme-6mmuriiol4.3.0 Jaora-2,7-mmeny (II),
3-metma-(111) n 3,4-mumernia-ouc-omnukao[4.3.0 Jaora-3,7-gueram (IV). Qumen
(IV) 6p11 cmHETe3upOoBaH m OXxapaKTepm3oBaH pamee [®]. CmHTe3 cMmecm yrie-
Bogopomos (II) m (III) ocymecrsiaanm mexona n3 gmeHa (1) myreM okcmMepRYy-
PHUPOBAHUA—TeMePKYPHPOBAHAA ¢ HOCIeAyIOMUM OKucIeHHeM [*], BBemeHmeM
IIOJY4eHHOHA cMecu KeTOHOB B peaknuio I'pmHEbApa m mociemymomen Aermipas
Taomel cMeCH CIOHAPTOB.

5. 7° 1) Ha ( OAc)z
H 8 >
EANGY 3}Na,lr, 07/H 2) H,0

V4 9

I v, 85% 1, 15 %,
(COOH)Z
e

HaC 04
Vila,6, 857 v, 159, u 75 % m, 10% 1X,15Y%

O0pamaer Ha ce6da BEHEMaHHe OpemMyIIeCTBeHHOe 00pa30BaHme NUeHA (II)
Opm [dermfipaTandd ILHAC- H TPaHC-3-Metma-muc-omnukao|4.3.0 Jmon-7-en-3-
oaoe (VIla, 6) macHImeHAKNM BOXHHM PacTBOPOM INaBelieBOM KHCIOTH. Bo03-
MOKHO, 9TO 3TO0 00yCca0BiIeHO 0OJBbINEell HOABMKHOCTHIO ATOMOB BOJOpoja IPH
C?, maxomAmeMcaA MeOAy ABYMS TPeTHYHHIMH aTOMaMm yIJepofa.

B pearnoumio ¢c HCOOH u CH,COOH sBoguan aumer (IV) z cmecs qmeros (11,

III, IX), xoropas 6osee 9em Ha 80 % cocrosma n3 nepBHX ABYX yIJIeBOLOPOLOB,

[
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IIPA OPOTOHHPOBAHAMA KOTOPHX MOJ:KeH ORI 00pa30BaThcA OJWH U TOT e Kap-
6orarmoH. lIpucoenmrerme HCOOH x qmeram oposogmnn npu 85 °C, CH,COOR
(B mpmcyTcTBUE KaTtammTmiecKuXx Koizmdects BF;) — mpm xKomHaTHOH Temmepa-
Type, HHTeHCHBHOM IepeMelIMBAHMM HW MOJILHOM COOTHOIIEHEIHM pPearcHTOB
10 : 1. .

IIpm BpeMeHn KOHTaKTa 6 9 IPOTeKal0 OPaKTHYECKHU IIOJHOe DPeBPallieHnc
yTLIeBOIOPONOB B ¢opMmumathl miam amerath 1-merma-(X) mam 1,9-mmMermi-
(XIa, 6)6pexcan-o5-ona. Bmxon moxydeHHEX 3¢umpoB coctaBiaax 80—90%.
gmcTota, mo maEEEM I'HX, 96—98%. ¢upu (X, XI) mpemcrapianm coboii
9K30-m30MepH, colepskamme Jmmb 1—3 % mpmMec:m m30MepoB ¢ BHIO-OPHEH-
raqueir RCOO rpynns, T. e. cTepeocelleKTHBHOCT, peaknum 6am3ka K 100%.

Ilytm 06pa3oBaEEmA BO3MOKHHX HOPOAYKTOB pPeaKOuW IPeACTaBIeHH Ha

cxeMe.
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I, 1II, X, R=H; 1V, Xla, X1, R=CHy3; R'=COH, COCHj.

IIna xarmomoB* A m b, o6pasyomuxca IPpHM OPOTOHEPOBAHMHA [HWEHOB
(II, III, IV), BO3MOKHO HECKONBKO NyTe#d npeBpameHma. M3 sxcmepmMeH-
TaJbHO IMOJYIeHHHIX MaHHHX CJelyeT, YTO B YCIOBAAX PeaKIuu M30UPaTEIbHO
OCYIMECTBIAETCA TOIBKO IYTh @, IPA KOTOPOM KapOOKAaTHOHHKIN TeHTD KatTmoHA A
B3aMMOIEHNCTBYET C [OBOMHOU CBA3BI0 HOATHIJICHHOIO NHKIA M NOPOHUCXOJHUT
o6pa3oBaHWe IePeXOMHOTO COCTOAHEHA B, B KOTOPOM COJMKeHHl aTOMEL yIile-
poga C?, C7 m Cé. TparcamHyaspHoe 3amukagme cBasum C°—C7 B mocaemmeM
n npucoefuHeRme BHemHero HykJeopmaa RCOO™ (myrs 0) mpmBogaT MCKIIO-
TATENLHO K TPROUKINIECKZM 3QHpPaM cO CTPYKTypoil 6pekcara (X, Xla, 6).

3amuikagme cBasm C°—Cf (myTth €) B ycloBHAX ONmEITa He pPealH3yeTCs
(kax m IyTH 6); BO3MOKHO, 3TO CBA3aHO C TeM, YTO B 3TOM cllydae HOJKHA 00-
pa3oBaThcs 0Olee HaOpPsyKeHHas IO CPaBHEHHI0O CO CTPYKTypO# OpeKcaHa

* QOCy:RIaloTCA NpeBpaleHdsas Hamdojiee CTAOMIBHBRIX TPETUYHHIX KaTHOHOB.
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crpyKTypa TBucT-OperfaHa [°]. IIpsamoe obpasopanme 9pEpOB TPETAIHHIX CIIEP-
toB (IyTE 6 W 2), MO-BHAEMOMY, 3aTPyNHEHO cTePMYSCKH W TAKKe He Peain-
3yeTcH.

N3 pacecmorpermsa momene# gmeros (I, II, III = IV) M COOTBETCTBYIOMAX
KapOOKAaTHOHOB BEEHO, 9TO, HECMOTPS HA TO YTO ABOMHHE CBA3W B HWX HAXO-
IAaTcS B PAa3HEIX IMHEKIAX, OHA COImEKEHH B OIPOCTPAHCTBE W MOTYT OKA3HBATH
B3agMHOe BadAHEe. MaKcaMaabHOE
conmuenme aromos C?, Gz G (cM. pm-
CYHOK) OmarompmATcTByeT 00pasoBa-
HUI0 IePexXomHOro cocTosHus B, B KO-
TOPOM MPOUCXONUT 3aMHKAaH@E CBA3H
C’—(C’. CH; rpynnma B moxosxermm C°
IpengTCTBYeT aTake 00pa3oBaBIIErocs

WOHA ¢ DHIO-CTOPOHEI, YTO CII0CO0-
CTBYeT HCRJIYATEIbHONM 3SK30-aTaKe
HYKJIeoPHIa.

Ciefyer OTMETATSH, IT0 IpEMech 15 %
mueHa (IX) He oxassiBana BIHAHHU HA »
OIpOTeKaHde peaxkmumm. bosee TOTO,
yraesomopon (IX) peremepmpyeTcsa He-
M3MeHeHHEIM. JTO, IO-BAFUMOMY, MOKHO
00BACHHUTH TEM, YTO 00pa30BaHHAe CBA3H
C’—C’ mmm sdumpa TpeTHIHOTO cOEPTA
MAXOBEPOATHO B cHiIy O00Cy&MIeH-
HHX BHIIEe NPAYXH, ¥ paBHOBecHAA Peakmua o6pa3oBaHHA KapOOKaTHOHA cMe-
MeHa B cTOPoHY mcxomHOoro nmeHa (IX).

CH,
~ ’/M OR'
[X = m-m-l
T =3

R'=COH, COCHy.

3-MeTtnia-nuc-0noukiIo[4.3.0|aor-7-eH
3-miI-KaTHoH.

NHTEepecHEO 0OTMETATH, 4T0 ecim BBomuATh B peakndio ¢ HCOOH we mmernw (11I)
u (III), a 3-Merma-qme-6mmukno [4.3.0 Jror-7-en-3-0m1 (VIIa, 6), T0 ¢ BEHIXOmOM
78% tarx:xe moayuaercsa sk3o-popmmar (X) ¢ mpmmecro 2% sHHOO-m30Mepa.
IT0 cBEAETEIABCTBYeT B IOJb3y TOT0, 94To B3ammojeiicrsme HCOOH co comp-
roM (VII) nporexaer gepe3 oOpas3osaHme TAKOTO ;Ke MOHA KapOOHWS, KOTOPHIA
Bo3HUKaer npu nporoamposammd queHos (II) m (III), T. e. myTh mpeBpamennsa
noHa A He 3aBHCHUT OT cI0oc00a ero reHepaIuH.

TarmMm oOpasoMm, HaleHO, YTO HOBENEeHWE METHJI- W AAMETHI3aMeIeHHBIX
nueHos (II—IV) cymecrserHO oTamuaercsa otT mosemeHEa mueHa (I). Ilpm B3a-
nmopneicteur gueHa (I) ¢ HCOOH m CH;COOH o6pasyioTes OMGCE 31{30—
9HI0-POPMHATOB HIH AaNeTaToB OpPeKCaH-D-0lIa B COOTHOMICHAH 2 [1]
torma kak peaknua queHoB (II—IV) ¢ kmenoTamz npoTeraer cTepeoceJIeRmBHo.
IIpyroe otimude 3akixp4aerca B ToM, 9410 AmeHH (II—IV) m cmapr (VII), co-
gep:xamue CH; rpynny y aroma C°, mperepmesaioT HCKIOYATEAHHO TPaHCAH-
HYISPHYI OUKJIA3ANHIO, TOorga Kak m3 AmeHa (I) obpasyiorcs mpemMyImecT-
BeHHO 3Puphl paAfa OMIEKIOHOHEHOIOB [!].

N3yueHHaa pearmua MOKET CAYKHATH YIOOHHEIM IpemapaTEBHBEIM METONOM
cugTe3a 3¢mpos 1-metmn- m 1,9-mEaMmermnbOpercan-o-oaxos. (GrpoeHnme MOJNydeH-
HHX B pabore coefmHeHmE JoKa3aHo m3yieHmeM cuekrpos AMP 13C (cm. Tal-
auny), UK, KPC m Macc-coeKTPOB, a TaK)Ke XHMHICCKHMH OpPEBpaAIleHHUIMHA.
JompH (X, XI) nyreM mocaemoBaTeIbHOTO THAPOIN3a W OKUCIEHHAS ORLIN IIe-
pesejeHs B coorBercTByiomue KeToHs! (XII, XIII) 7 oxapaKkTepu30BaHE CIeK-
TPAJIbHHIMA METONaMH.
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R R
X, Xla,§ — HO — 0

X1, X1lla,b
X1, R=H; Xllla,6, R=CH,.

CaM ¢axT 00pa30oBaHHA KETOHOB H3 3QHDPOB CBHAETEIBCTBYET O TOM, 4TO
WCXOOHEE cOefuHeHMsA — 3(QHUPH BTOPHYHEIX COMPTOB, 9TO ABIAETCS KOCBEH-
HEIM JTOKa3aTeabCTBOM TPHIUKINYECKOTO CTPOEHHA IOCIEeTHHX.

Ciemyer OTMeTHTH, 9TO Ha xpoMarorpamme kKetoHOB (XIIla, 6) mmerorcsa
IBa IIMKA, KOTOPHIE COOTBETCTBYIOT M30MEPaM C 9K30- H 3HI0-PaCHOI0KeHIEM
MeTniabHEX rpynn vy C’. 3TO ¢cBHAETEABCTBYET B HOIb3y TOIO, YTO HCXOTHOE
BeI[ecTBO, Ha XPOMaTOrpaMMe KOTOPOTO TaK:Ke JIBa HHKA, ABIAETCA CMEChIO
ameTaToB 5K30- m 3HAO0-1,9-mmMeTnnOpercan-sK30-09-0710B (XIa, 6), 4T0 OBLIO
nonTBep:kaeH0 mamErMm MP 13C.

SORCHEPUMEHTAIIBHAA YACTH

Coextprr AMP 13C m3amepens ma npmbope WH-90 opm gactrore 22.6 MI'n
¢ HaxomiaerneM 1 Oypre-mpeobdpa3oBaEneM CHTHAJA ¢ HCIOJIH30BaHAEM MUHH-
IdBM BNC-12. B radectBe pacrBopmrensa mcuoiab3osarm CDCl;. B Hecroaprmx
CAyYIaAX A3MEPANACH COEKTPH cMeceil CTPYKTYPHBIX M OIPOCTPAHCTBEHHEIX H30-
MepOB. BelmimHE XMMHAYECKHX CHBHIOB HCCIETOBAHHHIX COeJHHEHHI OpHUBE-
nerasl B Tabanne. IlpuBemerarie B Tabinme OTHECEHHA BHITEKAIOT M3 XUMHYEC-
' KHX CHABHTOB OPOH3BOOHHX OmOmrio[4.3.0]momama m Opercama ['], a Tawmxke
3 3QJPeKTOB 3aMecTHTenNed B IOPOU3BOAHHIX OHOHMKIO[Z2.2.1]remTamHa, mccie-
TOBaHHHX HaMH paHee C IeJbl0 OmpefelieENsa KOHPHUIypaquum MIOTydYeHHHIX
COeUHEHHH.

I''X amanm3 #WccaeJOBAaHHHIX BellecTB IPOBOMWIN Ha XpoMmaTorpadax
[IBer-1, JIXM-8-MJl m XpoMm-o ¢ IiIaMeHHO-HOHHM3aIMOHHHM IEeTEKTOPOM HAQ
raomanapeex KomoEKax o0 000x0.25 mMm, II3I-6000 m Apiezon-L — B xa-
gecTBe HEOOIBHWKHOM (a3Hl.

MMuc-6unukaol4.3.0lmrorma-3,7-guen (I) Bugeden pexTHH-
Kaldeil Ha KOJOHKE M3 TeXHHIEeCKOTr0 OPOAyKTa. Vcmoxb3oBaldm (QParIIHIO
¢ t. kuu. 79.0—75.7 °C (47 mMm pr. c1.), 7 ,2° 1.4978, comeps:xamyio 99 % coe-
nnaerHusa (1).

OkKcOHMepKYypPHpPOBaHHEe—TEéEMepPKYpPHDPOBaHHE [ H-
e H a (I) oposogmnum B BomEOM TT'® [1]. 22.0 r Hg(OAc), nepememusanu B Te-
genne 30 MuH ¢ 12 Mma H,O n 80 ma TI'D, 6rictpo mobasasanm 6.7 r guera (I)
B 8 Mmx TI'D, gwepes 2 1 mpuaumsanxm o0 Mma 3 m. pacrsopa NaOH, oxmaxmann
m pobasaanm o0 mux 0.0 M. pacreopa NaBH, B 3 m. pactsope NaOH. Ilocae
9KCTPAKIHHA, BHCYIIXBAHAA M Pa3rOHKHM BHAeImIH 15 r cMecH OHC-OHIIMKJIO-
HOHEHOJIOB ¢ T. kum. 93—96 °C (8 MM pr. c1.), 7 ,2° 1.5064. Brixop (ma opopea-
rupoBapmmit ameH) 85 %. Oxrumcaemmem 4.22 r coEproB GEXPOMATOM HATPHA
B cepHOH Kmciaore mo Merony bpayma 8] momyumam 2.78 r cmecm 85% mmce-
onourao[4.3.0 Jaon-7-en-3-0ma (V) m 15 % nmumc-6mumrno(4.3.0 Jaon-3-en-8-0Ha
(VI) ¢ T. ko, 88—90 °C (8 MM prt. cT.), 1,20 1.4985. Brxopn 66 %.

3-Mertua-nmuc-0zmurano [4.3.0]ror-7-ern-3-0a (VIla, 0)
B cMecH ¢ S-MeTra-muAc-0zmnmurkao [43.0l]HoHE-3-¢€ H-
8-o0aowMm (VII]) noaryaen npm B3ammopeicteum 5.34 r cMmecu xetomHOB (V) m
(VI) ¢ CH;MgI (3 1 r marema m 6.8 r CH,l). Ilocne 06paGoTkm m pa3roEKm
seifenensl Tpetmdnne cumpTel (VII) m (VIII) ¢ 1. xum. 91 °C (8 MM pT. crt.),
n 20 1.5011, ¢ comepsxammem 49 % tpaHCc-3-Merma-nmc-6umuKo[4.3.0 Jron-7-
ea-nuc-3-oxa (VIIa), 36% mnumc-3-merma-nquc-6mmurnol4.3.0]H0B-7-eB-TpaHC-
3-ona (VII6) m 15% mmc-8-merma-mue-6mmurino [4.3.0 Jaon-3-em-Tpanc-8-o1a
(VIII).

3-Mertma-gquc-6rmunkaold.3.0laoma-27-mtuena (II) =
3-Mmetruna-gquc-6maukuao [4.3.0laoma-3,7-gmen (III) mony-
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Xumudeckue casuru agep '3C uceaenoBaHHbIX coeguHeHuii (8, M. ., B CTOPOHY cJaGoro mois or TMC)

Coepunenne c! c? ok c? o ct ¢’ s cd CH, CH,
3-1VIIt13)TnJI-1[nc-6nn;ano[4.3.O]H0Ha-2,7-p,nen 42.7 124 .8 133.7 | 28.4 26.2 38.0 135.3 130.0 39.2 24.0 —
(
8-N%(;;I‘HJJ-1LHG-6HIIHKJIO[4.3.0JHOI{a-3,7-,LLIrIBH 36.0 29.0 128.4 128.1 28.0 43.2 129.5 139.2 44.6 16.7 —
(1X)
3,4-{uMetni-nnc-onyukio[4.3.0]nona-3,7- 36.4 '35.9 126.6 126.4 35.0 44 .4 135.4 129.5 40.4 19.4 19.6
nunen (1V)
3-Merust-yuc-ounukno[ 4.3.0|uou-7-en-rpaic- 33.8 40.9 69.9 34 .8 22 .8 43.2 135.0 130.1 39.9 31.5 —
3-on (Vlla)
3-Merua-yuc-oururio| 4.3.0]uon-7-en-1uc- 36.6 41.9 69.0 36.6 25.2 43.1 135.0 130.1 39.6 26.5 —
3-oJ1 (VII6) ‘
8-Meruii-unc-omiukiio] 4.3.0|nou-3-eu-1uc- 35.0 27.1 126.0 126.0 27.1 39.6 48.0 78.3 48.0 31.3 —~
8-on (VIII)
Dopmuar 1-mernnbpexcai-skao-5-ona (X)® 42 .9 39.9 41.6 41.8 73.3 55.9 46.1 21.8 38.9 17.9 —-
Anerar aHyo-1,9-1uMerniib peKcai-sKao-5-0s1a 45.4 31.0 41.6 42.5 73.6 58.3 451 31.2 42 .6 16.3 12.1
(X1a) ¢ - (38/10)
Auerar 3K30-1,9-guMeTnnOpeKcan-sKa3c-9-01a 45.4 42 1 41.3 42 .6 74.0 52 .1 45.:7 31.9 43.5 15.5 16.5
(XIp) 98- (9K30)
1-Merui6pexcan-5-on (XI11) 46.9 38.8 39.7 47.3 216.8 64.4 50.0 23.8 39.9 19.0 —
IHpo-1,9-guMernii6pekcan-s-on (XIlla) 49.3 31.4 40.6 48.2 216.5 66.7 48.8 32.7 42 .5 17.5 11.9
(9H/10)
I9K30-1,9-pumetnn0pekcan-5-ou (XII16) 49.4 41.9 39.5 438.3 217.2 60.5 49.4 33.7 44.0 16.5 (18.4)
9K30
0

llpuymeuaune, * Xnmuuecknit casur gopmuabnoil rpynns! 160.6 a1, .

XHMHYCCKHEe CABIIM aueTuibnoi rpynum 170,3 (CO), 21.2 (CH,) M, m.



In1n gerufparanumei 1.88 r cmecu rperwunbX conuproB (VII, VIII) macrmesn-
HEIM BOJHHEIM PacTBOPOM IaBedeBOo#l KumcaoTH. llocie o6paboTkm m pas3roHKH
BeigesieHo 0.88 r cMecm yraesopoponos (II, ITI, IX), comepmameit 75 % (II),

10% (111) = 15% (IX), ¢ T. Kmno. 62.5—63 °C (8 MM PT. cT.), 1,20 1.4941. Bu-
xox 93 %. Cumertp KPC: 1610, 1650, 1673 (C=C) cm™1.

BsamMogeicTBHImE HCOOH n CH;COOH ¢ yramesogop o-
maMmum (ILIILIV,IX)Z comp oM (VII) opoBogmam B atMocdepe aprora
OIPY IHTeHCHBHOM HepeMellnBaHUM, IepuoAnIecKkn oTorpas upo6sl. Ilocaename
paslaraim BOJOOH, 9KCTPATAPOBAIH 5PHPOM 1 IOCIe 00Pa0OTKE I BEHICYIMHBAHMISI
aHanmsmposaam MetomoM LI'HHX. a. Cymech 2.9 r gmemos (II, III, IX) m 2 ma

9.7 %-m0oit HCOOH marpesaarm npm 85°C 6 4. Ilocie pasroHKm BHeIeHO
2.2 v popmmara 1-mermaOpercar-3K30-0-01a (X). Brmxox 80%. T. rmm. 93—
94 °C (7 mMm pT. cT.), 1,20 1.4820.

6. Cmech 1.86 r guena (IV) u 10 ax aegamoir CH;COOH, comepsxamen 4.5%
BF;, nepememmBanin opm xoMHATHOHN TeMmmeparype 6 4. Ilocme oGpaboTkm u
PA3TOHKH BHJeJeHO 2.33 T ameraroB 5HMO- # 39K30-1,9-muMmermabpexcan-
ak30-0-oxa (Xla, 6) ¢ 1. Kmo. 138.5—139 °C (7 MM prt. c1.), 1 ,2° 1.4760. Bn-
xom 90%. ITo mammamm I'X = AMP 13C, amerartsl mnpefcraBisam coboil cMech
IBYX mpocTpaHcTBeHHEHX m3oMepos (Xla, 0), oTimYalomuXcs 3K30- @ SHJIO-
opmertanmmeii CH, rpymon y atoMa C°, ¢ He3HaYmTelIbHEIM IpeoOIagaHHAEM
mocJIemHero.

6. Cvmech 3.1 1 3-MeTnJI—unc—6nuR.HO[4.3.O]HOH—7-eH—3—0JIa (VII) m 10 ma
HCOOH marpesaxm mpm 85 °C 6 4. Ilocie 00padoTKHE 4 Pa3STOHKH BHIIEIHIH
2.68 r dpopmmara 1-MeT]Z[J16pehcaH -9K30-0-0i1a (X) ¢ T. REO. 93— 94 °C (7 M
pT. ¢t1.), 1,20 1.4820. Buixon 73 %, gucrora 97 %.

{-Merux6 pexcas--0H(XII) noryenam w3 2.17 r fopmuara.(X)
npm BoccramoBieHnn 0.38 r LiAlH, u DocaemyromeMm OKmciaeHHAEm CMeCHIO
Na,Cr,0, ¢ H,SO,. Brigeneno 1.18 r (65 %) reroma (XII), r. xkmo. 83.5—85 °C
(8 MM pr. cT.), 7,20 1.4930, 1. m1. 46.2—46.8 °C. UK coertp: 1751 (C=0) cm7L.
Haitneno %: C 79.83, 79.96; H 9.40, 9.55. C;,H,,0. Brrauciero %: C 79.95;
H 9.39. M* 150.

1,9-Iumeraabpercan-o-on8 (XIlla, 6) moayanma m3 1.65 r
ameraros (XIa, 60) regpoamsom comproseM pacTBopoM KOH m mocaemyrommm
OKHcJIeHHmeM oOpasoBasmerocs cumpTa. Iloce pasroEKE B BaKyyMe BHIeIHIH

0.85 r msomeprbix reromos (XIIIa, 6) ¢ T. xmm. 96 °C (8 MM pr.'cT.), 1,2
1.4904. Brixonm 66%. MK coertp: 1745 (G=0) cx™t. Ha#tmeno %: G 80. OO
H 10.37. C;;H,,0. Braumeaeno %: C 80.44; H 9. 82.
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