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CUHTE3 DUKJIWYECKWX WOJOHUEBBIX COJIEA
C ACUMMETPHUYECKHM ATOMOM VIJIEPOJA

OnucaH CYHTEe3 ABYX MONOHMEBBIX CONEH C aCHMMETPUYECKMM ATOMOM YIJIEPOHA B
KaTHOHE — rerpadropobopara 3-metuit-10H,10-(4-Tomun) nubens [b,e] uoguaus 1 co-
JIM TOTO K€ KATHOHA C aHMOHOM (-} -MOHO (N-Q-(eBruAITIII) aMUAA MAJIEMHOBOM KMCI0-
THI, @ TAKKe cuHTE3 TeTpadTopobopara 3-merwn-10H-mubens [, e] noguays.

XvMHsg WOROHWEBHIX COSHMHEHME VCIEIMEO pasBmWBAETCA yxe Oosee Bexa
¥ 0cOOEHHO MATEHCHBHO B IOCAENENE Tonn [1—4 1. DTE coeguuenns NOCIy XK
ynoOHBIMEH OOBEKTAMHE [UIS W3YUYCHUS MEX3HW3AMOB HYKJIEOMUIBHOTO H
PaAMKAIBGHOTO 3aMEIIEeHns B ApOMATAYSCKOM PIRY, A9 BBHIIBJACHUS 3aKOHOMED-
HOCTEY BIWSHUS 3JICKTPOHHEIX ¥ MPOCTPAHCTBEHHEIX (DAKTOPOB Ha 5TH DEaKIIWH.
VionmoHweBsle COMM HAXOOAT TaKXe NPUMEHEHWE B KAYECTBE apWIMpPYIONINX
arenaToB. OMHAKO HECMOTPS HA IMUPOKHAE UCCACTOBAHUSI STOTO KAACCA COCHUHEHMH
IO CHX [OpP HE ONWCAHB ONTHUYSCKH AKTUBHHIC MONOHWEBHIC COMHM, XOTH B PIAC
paboT cpeny CHHTE3WPOBAHHBIX MONOHUEBHIX COJICH YHIOMMHAIOTCT W XUPATHHEIE
(cMm., mampuMmep, [4]). Mexay Tem, Takue cod MOMIE Obl IPEACTABUTH ¥ HE
TOJBKO TEOPETHUECKHE WHTEpeC. [[MapUINONOHWERHIC COMM, B TOM YHCIE U
C aHMOHAMH OPTraHMYECK¥X KHCIOT, — YCTOMUWBHIE BEINECTBA, OHM JICTKQ KpH-
CTATUTH3YIOTCH, WMEIOT AOCTATOYHO BEICOKHE TEMHEDATYDH IUIABJICHUAS H MOIIH
6b TOCAYXHUTH pacleIUISIOMUME pPEareHTaMH [Jd paleMaToB OOTHYeCKY:
aKTUBHBIX AHHMOHOB. ‘

B macrogmeit paboTe OIMCAH CHHTE3 OBYX HE W3BECTHHX paHEe MOROHUEBEIX
coneil ¢ acCHMMETPHUYECKEM aTOMOM VEJIEPOna B Karumoue — rteTpadiropobopata
3-mermr-10H, 10- (n-Tommwn) nubens [b,e jmoquuug (I) @ colm TOro Xe KatEoHa
C ONTWYECKY AKTHUBHEM aHuoHOM (—)-MOHO{(N-¢- cpeHymaTm)aMIma MaJIemHOBOMH
kucnoral (I1).
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TIOJyYEH HAMH TI0 cxeme 1.
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Ha mneppoii cragmm w3 METWIAHTDAHWIATA M n-TOJAJIMATHEHOpOMMIA
B OOBIYHBIX YCIOBASIX C BEIXOZOM 66 %, OBLT CHETE3HPOBAH 0-aMuHOMDEHIINA (-
roman) kapouron (IV), BocCTaHOBJAEHHE KOTOPOTO MMHKOM B YKCYCHOM KHCJIOTE
TIPUBEJIO C KOJIWYECTBEHHBIM BEXOAOM K 0-aneTaMAHOMDCHAIM (1-TOAMI) METARY
(V). Tlocaenemit meaouHsiM MUApOIA30M OB Hpespames B O-aMuHObEHEIHA (11—
rommmMeras (VI), nmasorupoBaame KOTOPOrO IPHBEIOC K O-HOA(DEHWAAN (71-TO-
yamymerary 11l Tlpomexyroumoe B ommcamnoM cuHTese coemmHeHHEe V MBI
HOJyuYWna¥M MW JIPYyrEM HOyTeM -— OeHCTBEEM R-TOMWIMATHHHOpOMEAA Ha
2-mermibens-3,1-okcasun-4-0H («alEeTHIAHTPAHAIY) € TMOCTEAYIOMMM BOCCTa-
HOBJICHHEM 00pa3oBaBmerocs o-anerammBobeHmImy (n-Tosm) kapougoaa (VI
(cxema 2).

Cxema 2

o (I)H

CR,

(0] 1. RMgBr n
—— ——
)\4 2. NH,C1 AcOH-
N fe NHAc
v

Crexyer Takxe OTMETHTD, YTO BRECTH MO HA OFHOM 13 60/ee PABHNX CTammi
CHHTE3a HE YAAETCS, HOCKOIHbKY aTOM HMOAA B OPHO-TIOAOXCHEM II0 OTHOIMICHYIC K
PEaKIEOHHOMY IIEHTPY, HO-BHAUMOMY, CO3JAET 3HAUMATEIbHBIE HPOCTPAHCTBEH-
HHE OPEIITCTBES AJS B3aMMONEHCTBHS 7~TONAIMATHHHOPOMINA C METHIOBEIM
s¢upoM o-rOTOEH30MHOM KUCAOTH WK C 0-HO-n -MeTaabensoderoroM. Taxoro
ponma caydawm OHWCaHB B Jureparype (cMm., Hampmmep, [5]). Ham takxe
HE YRJIOCH AWA30THPOBATh AMHUHOIPYIIY B Xapbumosae IV, Tak kax mocacoEwi
B IPACYTCTBUH CHJIBHBIX MAHEPATHHEIX KUCIOT JIETKO NUAKIAIYETCA B 3-METHI-9~
(n-Toymin) akpunuH, UHCHTHOUIHPOBAHHBIA HAMK 10 MAacc-CHekTpy, m/z: 283
M7, 268 [M-15T", 142,5 [M]™.

3aMeHY aAMUBOYPYDIE HAa WOX B o-amuuodenwianu(n-tommwmmerage (IV)
YAANOCh OCYIIECTBATH C BHIXOZoM 059, mmmp no merommke paborer [0]
OMa30TEPOBaHMEM cyansdara sToro ammaa B cMeck (1 : 3) 209, ceproi n nemaHOR
YKCYCHOHM KHCJIOT (TOCKOJIBKY ¥ CyAB(DAT aMiHa, W CYA(PAT COOTBETCTBYIOMETO
OUA30HHUS OUYEHb TPYAHO PACTBOPHMEBI B BOAE) M HOCIAEAVIOIMIMM PA3JOXEHUEM
Co/M AWA30HWS B AByXassno# cucreme — pacrsope Cul B xoHmenTpHpoBaHHOHK
HI, cmemanaoM ¢ pasEEM 00beMoM sthupa. [TonyueHHEBH o-rondeHmIIH (11-T0~

- mmmeran 11 — GecuserHoe KPUCTALIAYECKOE BEmMecTBO ¢ Trx 92...93 °C nerxo

pacrBopuMoe B Oemsosne, sdmpe, CHCl3, CCl4, Kpaiine TpymHO DPACTBOPMMOE
B YKCYCHOM KHWCJIOTC B B YKCYCHOM AHTWAPHIE, HE pacTBOPHMOE B BOAE H
B KOHIICHTDHPOBaHHOHN cepHOHM kmcsore. CAencTBAEM yXAa3aHHOM BHIIE IIOXOH
pacTBOpPEMOCTH HopTpmapwiMerana [Il B yKCyCHOM aHTHAPHIE W B CEPHOM
KHCJIOTE SBHJIOCH TO O0CTOATENBCTBO, YTO OH HE OKHCISETCS B COOTBETCTBYIOMEE
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MONO30IPOU3BOAHOE (HETIOCPENCTBCHHERIN IPENITICCTBEHHENK COJMM 1) TPaguitMoEHG
WCOONB3YyEMBIME (B MOJOOHBIX CAyUasx) OKWCIUTENSME — HAXYKCYCHOR
" HancepHo# kucroramu. OxucimTh atoM mona B coemmuenuu [II mam ymanocs
JIAb OeACTBHEM HA Hero xJjiopa {cxema 3).

Cxema 3
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Iig monyuerus coaw | BBEIOETICHHBIH auXJI0pwy o-mogo3oderwmya (n-1o-
mammeraga (VIII) 6vin nepepener obpaborkoit Tprdropamerarom cepebpa mwo
Metommke paborsr [7] B Gosee ycroigmemii momosobucrpudropamerar 1X,
UMKIM3a0Hs KOTOPOro IMOX ASHCTBHEM KOHOEHTPWPOBAHHOH CEPHOHY KHCHOTH B
VCIOBMSIX, ONWCAHHBIX B pabore [8], mnporexaer ©DOYTH MTHOBEHHO C
ofpazosarueM ragpocyasdara 3-merun-10H,10-(n-tosvwr) iubens [ b, ¢ Imopmams
(X). Y3 pacrsopa mocaemaero nodasmermem NH4BF 4 ocaxnaror coms I ¢ BRxomoMm
66%, currag Ba nonwx III (cxema 3).

B criextpe TIMP conm 1 mMeroTcst CHHETIICTH IPOTOHOB JBYX METUJIBHBIX FPyI
npu 2,26 u 2,50, mermmoBOro mporoma mpm 0,15, a Taxxe cHMMETPHUHEIH
MYJIBTHILUIET aPOMATHYECKMX TPOTOHOB A-TONMJIBHOTO 3aMECTUTENS B 001acTu
6,75...7,18 © MyJBTHILIET APOMATHUECKMX IPOTOHOB OBYX OCH3OJBHEIX KOJEI,
COWICHEHHHX C ICHTpaJbHBIM ImMKJIOM, B obOnactz 7,50..8,35 M. x ¢
COOTHOIEHMEM WHTEIPATIbHBIX MHTeHCHBHOCTeH 3:3:1:4: 7,

Oas obnapyxepmsa ¢ moMompio crexrpockommm IIMP acmvmerpmaeckoro
aToMa YIAIEpOZa B Xatumone coswm | mociexaas o6paboTKoi COMPTOBHM PacTBOPOM
CMECH SKBHBAJCHTHHRIX KOAWUeCTB (—)-MOHO(N-a-theHmnIsTHI) aMuxa MaJCHHO-
soit kmcinore u KOH 6eia mpespamena B conp [I ¢ opnTmueckm akTHBHBIM
ammosoM. B cmextpe IIMP pacrsopa comx II 8 IMCO-Dg nabmomaerca uerkoe
yoBoeHme CUrHaIoB 1-,4- m 6-H kaTtwoHa, a TAKXe q-BUHAIBEOTO H METHHOBOTO
OPOTOHOB AHWOHA. B cmektpe pacreopa toit xe comx B CD2Cl2, xpome Toro,
yasoennl u cureansl rpynosl 3-CH2 xatnora. 310 CBEAETEIBCTBYET O TOM, YTO
comp II cymecreyer B Macmrabe spemenn IIMP B Bume cMecr quacTepeOMEpHBIX
HMOHHBEX Hap.

B szakmioueHEe CAeNyeT YOOMSHYTh, YTO MBI CHHTC3HPOBAJM TAaKXEe H HE
3aMEIMEeHER B MOCTHKE agajor comm I — rerpadropobopar 3-merwmn-10H-xm-
6en3[b, e mopmmma (XI) mo cxeme 4:

I I Cxema 4
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Xorg xatmoE comm X1 He CONCPXHT ACHMMETPWUECKOTO aToMa YIJIEpoAa,
BCACACTBHE HEIUIOCKOTO CTPOEHMS TAKWX MONOHWEBhiX xarmoHOB [9] B
KPHCTAIAYECKOM COCTOSHYH OH JOIKEH 00/1a0aTh MOJIEKYIIPHOM aCHMMETPHEH,
XOTOpas B PacTBOpax, MO-BUIMMOMY, HE COXpaHdercs Onarogaps MONBIKHOCTH
TEHTPAJIEHOTO TETEPOIMKIIA.

H : H

: Va

G

XapakTepuCTAKY BOEDBLIE CHHTE3NPOBAHHLXX COCTWHECHHN

Haifgeno, %
iz;;lfa— ;o%g;; prmOIER0, % UK cnexp, V, oMt Brxon, %
C H N wm [

1 Co1H1sBF4l 52,16 3,83 66
52,10 3,75

oI Ca1Hi0l 62,98 4,69 32,23 61
63,33 4,81 31,86

v Co1H21NO 82,89 7,11 4,42 3600...3100 (OH), 3500, 66
83,13 6,98 4,61 3400 (NHy), 1600 (apom.)

v C2sH2NO 83,32 7,99 4,28 3360...3280 (NH), 1660, {~100{A)
83,85 7,04 4,25 (CO <«amupm D), 1460 | 94(B)

(«amup II»)
Vi C23H23NO2 79,95 6,77 4,01 3580 (OH), 3385 (NH), 71

79,97 6,71 4,06 1670, (CO «amug I»), 1460,
(«amun II»), 1530 (apom.)

(s CHoCl)
X1 Ci14H12BF4I 42,48 3,01 83
42,68 3,07
XiI C1sH1iIO 52,31 3,62 39,67 45
52,20 3,44 39,40
Xix Ci4Hisl 54,33 4,36 72

SKCHEPUMEHTAJBHAS YACTH

WK CIexTph! 3aperucTpupoBans! Ha cnektpodoromerpe UR-20 ana CycneHsuit B Ba3e MHOBOM
macne ¥ pactsopos B CH2Clz. Crexrpst IIMP usmepens Ha npubope XL-400 Varian 8 CD2Ch u B’
JIMCO-Ds. Macc-cnexktp noayued Ha upubope Kratos MS-25-RFA (xamusnspHas KOJOHKA
25 M x 0,32 m, xuaxaa dasa CP-Sil 8CB, rasz-HOcuTeNms — Teauit) . FOHM3MpYIOINee HAUPKEHNE
50 5B, remueparypa uctogxmka 250 °C.

XapaxTepuCTHKY BIIEPEHE CHHTE3UPOBAHHBIX COSMMHEHMI IPHUBEAEHE! B Tabmume.

2-Metunbens-3,1-okcasun-4-08 cunTe3uposad o ussectHoil meroxpuxe [10}. Tun 79 °C, Twan
143 °C/11 mm pr. cT.
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0-Amurodenmmy (n-Tommrykapburox (IV). K pactsopy n-TomumMarsmibpoMuna, IOy 9EHHOrO
u3 1271 (0,5 Mosb) Marsus 1 80 1 (0,47 MoitB) n-GpoMToTyona B 350 M a6COMOTHOTO 3bupa, Ho6aBISIOT
o xarwzsiv npu 0 °C pactsop 17,4 1 (0,12 Momb) METHITOBOTO 3DHPA ARTPAHIIOBOH KMCIOTH B SO M
abcomoTHoro sdupa. YIoMyTeHHyI0 CMECh KMITITAT | 9 1 BeiAepIKUBaoT IIPM KOMHATHOM TeMIIepaType
~16 a. O6pasosasieecs: IMMATHUEBOE HPOMIBOIEOE AMUHOKAPOMHONE OCAKARIOT HOBABIECHEM HeTpo-
Jre#Horo sdupa. HanocagoTHyro KuaKOCTE, COAEPKANIY NOG0THBI NPOXYKT PEAKLMN — H,R~KUTO-
JIL, YAAUISOT, [IEPeAaBIIMBAs APIOHOM B IPYTYIO KOOy, OCAHOK HPOMBIBAIOT cMechio (1 : 1) admup—mer-
poseinbLi 3up, mocne uero XuAKyo a3y TaxKe nepenasIusaoT aprouom. K ocagky no6asisor 50 Ma
supa 1 Ma0BITOX KOHIEHTPUPOBAHHOIO BOAHOTO pactsopa NH4Cl 1o pacteoperus: ocagka. Opraguie-
CKMf CIIO¥ PEAKITMOHHOM MACCH! OTACASIOT, O0BEAUHSIOT ¢ XJIOP(OPMEHHBIMY BbITSKKAMM M3 BOXHOTO
CJI0st, MPOMBIBAIOT BORXOM, CYDIAT M FOCHE OTTOHKU DACTBOPMTENS IONyuaor 24 r mpopyxra IV,
Tan 69,0...69,5 °C (3 ciupta) .

o-Aneravanodenwiam (n-roxmm kapbunon (VII). X pacrsopy N-TOMMIMATHUHGPOMUNA, HOLY-
ueHHOro u3 9,1 1 (0,37 moms) Marsus 1 63 r (0,37 Mons) 4-6pomTonyona 8 300 Mz aGCOMOTHOTO séupa,
noGapstroT 1o Karwism npu 0 °C u nepemenrusanuy pacrsop 20 r (0,124 mons) 2-metunbens-3, 1 -oxca-
3uH-4-0Ha B 90 M a6COMOTHOrO GeH30/1a. PEaKIMORRYI0 CMECh BRINEPKUBAIOT IIPY KOMHATHOM TEMIIE-
patype | cyr, 3aTem OTroHsIOT OT Hee 250 M adhupa. K octarky nobasmsror S00 M neTponeiiroro sdupa,
IIEPEMENIMBAIOT, JKMAKYIO (Dasy NEKaHTPYOT, K OCTATKY Aobassmor 100 mn adupa u pacrsop 100 r
NH4Cl 8 300 mn soms:. Ocazox Hpoaykra VII OTghMIbTPOBBIBAIOT, DPOMEIBAIOT BORO M BHICY IIMBAKT HA
Bogxyxe. Berxox 30,5 r (719%). Trun 208...209 °C (uz ciiupta).

o-Aneravunodenmym(n-romuaymeran (V). A. K cperno-xopudanesomy pacteopy 9,31 ¢
(30,1 Mmons) amuuoKapGuHONa IV B 153 M1 IemsH0M yKCyCHOM KCnoTst v 100 M1 BOJTBI 106ABISIOT IpH
100 °C ne6onbimvMyt MOPIMSIME ~6 I' HYHKOBOM bt 50 06ecBeurBanus pactsopa. O6pasoBaBumics
NPOXYKT V BRICAXXMBAIOT BOZKOM, MPOMBIBAIOT BORKOHM M TINATEIHLHO BBICYIIMBAIOT B BaKyyMe. BoIxox
10,16 r (xompma.). T 169,5...170,5 °C (43 JeAgH0#T YKCYCHOM KHUCTOTHI) .

b. K pacteopy 20 r (58 mMonm) anerammmoxapOusona VII 8 200 M1 AcOH u 120 M Boxb: nipu
100 °C & Teuerme 2 g godapasnoT mopumsMy 13 r quEKOBOIM bUHM. PeakiiMouHy 0 cMech 08pabaThiBatoT
KaK onumcauo B Meroauke A. IMomywaror 17,9 r npogykta V. Tox 169...170 °C. CMmemarmas apoba ¢
00pasroM, DOIYUEHHBIM 110 METORMKE A, HE JaeT IETPECCUM TEMIEPATYPHI ILIABICHM.

o-Uoademmunu(n-roxuin) metas (III). Pacreop 22,44 t (0,07 moab) coemuuenmss V u 8
(0,14 moms) KOH B 400 Mt sTautermivkos kungrar 10 @ (xortpoms TCX) . 3ateM peakiMOHHY0 CMech
OXJIaXJIAI0T, BHUIMBAIOT HA JIEX, SKCTPATMPYIOT GEH30J0M, SKCTPAKT TINATENBHO [IPOMBIBAKOT BOHOMH,
soicymuBaioT KoCO3. Iocne otrosxu Gengona noxyuaror 17,22 r o-amyEOGEHWIIHM (71-TONMI) METAHA
(VD), xoTops1it 6e3 nansHEMmE OYUCTKY TEPEBOANT B Cy Ibhat pacTupanuem ¢ 60 ma 20% H2S04. K
noJygeHHoMy Cymbsdary ammma pobasisior eme oxono 10 ma 20% HzSO4, YKCYCHYIO KUCIOTY 70
TIOJIHOTO pacTBOpenus conu (~200 mur), 3atem pasbasnenusni pactsop 5,0 r (0,07 Mons) NaNO3. Ipo-
3pauHbIit AUA30PACTBOP HOCTEIEHHO NO0ABISIOT K 3apAHEe IPUIOTOBNEHHOM cvecH 22,04 r (0,12 mois)
Cul, 15 r (0,09 mons) KI, 150 M xonuerTpuposansoit HI u 150 mu odupa. o oxoHuaHMM peakmmy
ocagox Cul oThHUIBETPOBBIBAIOT ¥ IPOMBIBAOT SMHUPOM, BORHBEE CIOM (QUIBTPATA SKCTPATUPYIOT Shu-
poM. OObETUHEHHBIE OPraHMHYeCKUI CII0H, 3¢bup o1 mpoMbEku Cul, 3UPHBIE BEITSHKKU IPOMBIBAIOT H0
ofecupeumsasus pacrsopom NaHSOs3, Bozoit u seicymmsaior MgS04. Ocratox nocixe orrouku shbupa
KPUCTAUIMAYIOT M3 crmpra. Ilomywaror 15,53 r (619, cumrag Ha TpuapmnMeran V) npopykra ITI.
T1n92...93°C.

Terpapropobopar 3-merua-10H,10- (z-Tommn) mubewns [ b,e] monumus (I). B 3amIMITEHHBIA OT CBE-
Ta HaChIUIEHHBIA pacTeop 5,2 T (13 mmoim) uomapena I B CCl4 npomyckaror npu S...10 °C 1ok cyxoro
XJIOpA 10 BRUIAEHUS SIPKO—KEJTOr0 ocagka o-uonozodemwinu (n-roaun)merana (VIID, nobasasior B
PEAKIMOHHYIO CMECH 4...5 MJI NeTposIeHOro 3hupa ¥ CHOBA NPOITYCKAIOT XJIOP A0 IIOAHOTHI 0CAKACHUSL.
Ocanok muxnopuna VI npomsiearot CCl4, NEHTAHOM M BBICYIIMBAIOT Ha BO3xyXe. Bexon 6,1 r (kommd.).
3arem k pacTeopy 6,1 r (13 MMOIB) TIOTYUERHEOTO MOHO30AMKIOpHAa VIII B 40 MJI CYXOr0 aETOHUTPHIA
ROGABIISIOT IPM NEPeMENIMBAHMY PAcTBOp 5,75 r (26 MMoas) TpudTopanerara cepebpa [11] B 50 ma
CYXOr0 aueToHuTpria. Bemasmuit ocagox AgCl oThMIbTPOBBIBAIOT, ALETORUTDUN YHAJISIOT B BAKYYME,
Mac000pasHsIi OCTATOK PACTBOPSIOT B MUHMMATHHOM KOMMUECTEE a6COMOTHOTO 3dupa U U3 TIOTyHeH-
HOTO [IPO3Pagvsuoro PacTeopa merposeinniM dbupoM ocaxaator 5,93 r (73%) Guctpudropanerara o-
uoposodenmwagu (n-Tomwm Metara (IX). K pacteopy 5,90 r (9,5 mmomb) nomyueraoro Guctpudropane-
TaTa IX B 32 M YKCYCHOrO aHruapuna u 45 M yKCYCHOM KMCIOTHI ipu nepememmmpanuy 1 0 °C qobas-
JASI0T [0 KamjigdM 3apaHee NPUTOTOBJEHHY CMeCh 5 MJ YKCYCHOFPO AHTMAPHAA M 1 Mx
xoxuexTpuposannoit H2SO4. Yepes 5 mun npoba peakumonuoi cMecu Ha okuciuresns (KI + kpaxman)
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oTpuarensbHas. [10Xy ey o TEMHYIO MacCy, COREPIKALTYIO COMb X, BHOCAT B pacTsop 10 r (95 MmMoms)
NH4BF4 B 100 M 8ofipt. Beimasimmit 6eciBe THBIA 0CAR0K IPORYKTA I OTUIBTPOBBIBAIOT U HPOMBIBAIOT
sdupom. Y3 BopEoro QuumTpaTa SKCTPAKIMEN CMECHI0 HUTPOMETAH—Xa0podbopy (3 : 1 no ofsemy),
yrmapusarueM A0 obweMa 1...2 MII B HOCHELYIOMMM: OCAXKAEHUEM S(DUPOM U3BIEKAIOT FOIOAHMTENBHOS
kosuuecteo conu 1. Cymmapasiit serxon npogyxra I 4,17 r (66 %, , curras na uonapes IID) . s oumcTM
ero pactsopsiot B CH2Clz u pactBop dwns1pyioT uepes Toukwmi caok (7...10 MM, d = 15 mM) AlOs.
DMIBTPAT YIAPMBAKOT B BAKYYME HOUTH A0CYXa, COMb I 0CAXAA0T HO6ABIEHHMEM TeHTAH, OTMIBTPO-
BBIBAIOT, IEPEKPUCTAILIM3OBBIBAIOT U3 CTIMPTA M SIIE Pa3 Nepeocaxxaor u3 pacreopa B CHaCh neura-
HOM. Ty 242...243 °C (c pasn.).

()-N-(o-PennnaTni) MaxenHaMar 3-meti-10-(n-roian)-10H-gubens[b,e] mognans (II).
K pacrsopy 0,1099 r (2,27 - 107 mons) coxm I B 13 M sT2mOME Aobasmsior pacteop cMecu 0,0497 r
2,27 - 107 MOJIB) () -MOoHO(N-C-eHrIaTI) aMua Masens0Boi kucaorsiu 0,0127 r (2,27 + 10 MOJIB)
KOH 89 mx srarona. Bemasmmii ocanox KBFs oTdmIbTpossBaoT, GUIBTPaT YNAPUBAKOT B BAKYYME
ZOCyXa, a ocTatok — npoxykT Il BeicymmBaioT B Bakyyme Haj P20s5. Cuexrp IIMP xatuona cosnu IT
(IMCO-De¢): 8,18 » 8,15 (1H, g8a z, J =8 I'y, 6-H); 7,99 u 7,96 (1H, asa c, 4-H); 7,93 (1H,
n, J=7Tn, 9-H); 7,82 u 7,81 (1H, xsa x, 1-H); 7,65 (1H, 1, J=8 I'u, 7-H); 7,47 (1H, 1, J =7 T'x,
2-H); 7,43 (1H, pacwerwr. T, J = 8 T't, 8-H); 7,0 1 6,66 (4H, cuctema AA'BBR’, 2'-,6 - u 3 ,5"-H); 2,36
u 2,34 (3H, gmsa ¢, 3-CH3); 2,15 M. a. (3H, ¢, 4-CHs). Cuextp IIMP anuona com IT: 11,2 (1H, ymr. ¢,
NH); 7,3...7,2 (5H, M, CeH5s); 6,14 (1H, pacmensn. n, J = 13,0 T, @-H); 5,84 (1H, 7, J=13,010,
ﬁ—H); 4,8...5,0 (1H, gBa nepexpsiBaroWuxcd K, J = 6,8 M'u, CH3CH); 1,26 m. n. 3H, 1, J =17 I',
CH3CH).

o-Hop-n'-mermnGensodenos (XII). K nepemenmmaemoir cycriensuu 88,4 r (0,66 Mmomnb) Ge3pon-
soro AICI3 B 220 My cyx0oro TOIyona HoOarisiOT MO KamwisM Ipu oxaaxacHuy 106,6 r (0,4 Moms)
XJOPAHTHAPUAA 0-MOXOEH30MHOM KHUCAOThL PEaKIMOHHYIO CMECh BBIIEPKMBAIOT TIPU KOMHATHOM TeM-
nepatype ~16 4, sarem 2 u mpu 50 °C, 0X123X1a10T ¥ BBUIMBAOT Ha Jef. K oIy ueHH0M Macce fo6aBisoT
mpu oxnaxgeruu 30 vt xomn. HCL, skcrparupyror xi10podopMOM. JKCTPAKT IPOMBIBAIOT BOHOLH,
pactropamu cyebwuta HaTpHs, NaOH, Bonoit, Beicymmeaiot CaCly. IMocne otrorxu CHCls, TOJIYONa ¥
MMEPETOHKM OCTATKA B BaKyyMe nojxyuaior 57,6 r xeroma XII B BMjie >XEJTOBATOrO Macjaa C
Txan 185 °C/2 MM PT. CT., KOTOPOE NPU JOGABICHMM HECKONBKMX KATIEN CIUPTA U OXJIAXKTEHUM TTOTHO-
CTBIO 3aKPUCTAIUIM30BbIBAETC. T 54,5...55 °C (u3 cumpra).

o-Hop-n"-mermnaadenmaverar (XIII). Ilo meromuxe paGorsr [12] soccramasmmearor 32,2 T
(0,1 momm) xerona XTI KOMILIEKCOM aJIFOMOTHIPHAA IUTUS C XJIOPUIOM AJHOMUHUSL, IPUTOTOBIEHHBIM
3apanee u3 6,59 r (0,17 moms) LiAlH4 u 46,73 r (0,35 moms) AICI3 B abcomotrOM 3dwpe. Iocme
00b19HOM 06paBoTKY ¥ IIEPETOHKU B BaK‘yyMB B atMocdepe aprosa nonyuaror 22,21 r npoztyKTa X
T 174...176 °C/5 mm pr. c1., np ° 1,6288.

Terpadropobopar 3-mermi-10H-nubens [ b, e]laomuunsa (XI). Pacrsop 5,14 r (16,7 MM0Omb) HOfa-
pesa XIII B 10 mx Ac20 npu oxnasxgmerwy xobasasior mo xamwmsM X 25 mr 279, AcO2H u cmecs
BoIfiepKMBAOT 12 u npy 20 °C. 3ateM K pacTBOpY 00pa30BaBLIErOCs HOKO30IPOM3BoaNore X1V opu 0 °C
¥ DEPEMEITMBAHUY MEATEHHO KOGaBISIIOT 0 KaruisM 10 M koHnenTpuposarnoit HaSO4, CMECH BHIIED-
xwuBaroT npu 20 °C B TeueHMe CYTOK M BBUIMBAIOT Ha Jed. K mOiydeHHOMY PacTBopy runpocylibdhara
3-merun-10H-gubens [6, e} mopusus noGasnsaror 17,85 r (0,17 momp) NH4BFs, peakimoHHy0 Maccy
NepeMEemKBaoT, 3aTeM cMechio MeNO2—CHCI3 (3 : 1 no ofpeMy) SKCTParupyroT U3 Hee npopyxT XL
JKCTpaxT BBICYIUHMBAIOT, PACTBOPUTEIM OTIOHSIOT, OCTATOK NEPEOCAXAAIOT U3 aneTona spupom. ITo-
syuaaror 5,48 r comu XI. Pacrsop nocneaneit 8 CH2Cly uiisTpyioT uepes ToHKMit Cioit (7...10 M,
d=15wmv) Al2O3, GrubTpat ynapusaroT 40 MEHUMAJIBEHOTO 00beMa 1 [o0aBaeHMEM 3(DMPA BBICAKUBAIOT
coxmpb XI. T 163...165 °C.

Paboma evinoanena npu @unancogoi noddepxke MexdyHapooHozo
nayunozo gonda Copoca (epanmur MPCOOO u MPC300). Aemopst
svipaxarom npusHameasHocme P. A. I'pauegoil 3a npedocmaesnerue (—)-mo-
HO(N-a~gpenunamun jamuda maneunosol kucaomel u 6aazodapsim I1. B. Kypano-
84 3A U3MEPEHUE MACC-CNEKMPA.

CIINCOK JAUTEPATVPBI

1. Banks D. F. // Chem. Rev. — 1966. — Vol. 66. — P. 243.

2. Olah G. A. / Halonium Ions. — New York: Wiley Intersci., 1975. — 190 p.

3. Koser G. F. // Chemistry of Functional Groups. Suppl. D. — Chichester: Wiley Intersci., 1983. —
Ch. 25. — P. 1265.

1117



4. StangP.J., Zhdankin V. V. // Chem. Rev. — 1996. — Vol. 96. — P. 1123.
5. Bickelhaupt F., Jongsma C., de Xoe P., Lourens R., Mast N. R., van Mourik G. L., Vermeer H.,
Weustink R. J. M. // Tetrahedron. — 1976. — Vol. 32. — P. 1921.
6. Hecmesnos A. H., Toncmas T. I1. // Azs. AH CCCP. OXH. — 1959. — Ne 4. — C. 647.
7. Alcock N. W, Weddington T. C. // J. Chem. Soc. — 1963. — N 8. — P. 4103.
8. Collette J., McGreer D., Crawford R., Chubb F., Sandin R. B. // . Amer. Chem. Soc. — 1956. —
Vol. 78. — P. 3819. .
9. Anuee 3. I, Amoeman JI. O., Ezopoéa JI. J., Jucuuxuna ¥. H., Toncmas T. II. //¥zs. AH
CCCP. Cep. xum. — 1985. — Ne 5. — C. 1042.
10. Mohr E., Koehler Fr. // J. prakt. Chem. — 1909. — Bd 80. — 8. 521.
11. Axanccen [., Yunvcor 9. // n-Yiogseparpon. CUHTE3s! OPraHUYECKMX PETApaTos. — MOocksa:
Wi, 1958. —T.8. — C. 22.
12. Blackwell J., Hickinbottom W. J. // 3. Chem. Soc. — 1961. — N 3. — P. 1405.
Mockoackuii 20cy0apcmaEeHHbIIL YHUGEDCUMEM Hocmynuno 6 pedaxuuio 28.04.99

um. M. B. Jomonocosa, Mockea 119899, Poccus



	Page 1
	Page 2
	Page 3
	Page 4
	Page 5
	Page 6
	Page 7

