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CHUHTE3 1 MOJIEKYJIISAPHASA CTPYKTYPA
2-(XUHOJIMH-2-UJ)-3-XUHOHUMHUHTPOIIOHA

© 2016 1. E.A. I'ycakos', FO.A. Casinun?, U.B. loporan’, U.0. Tynaesa',
H.U. Makaposa', A.B. Mereanna', A.A. Bypuesa', B.B. Tkaues?,
akagemMuk C.M. Aipomun®, akagemuk B.A. Munkun'2

Annoranust.  5,7-Jlu(mpem-0ytin)-3-(3,5-au(mpem-0OyTrin)-XTHOHUMUH )-2~(XHHOJINH-2-WI)TPOTIOH  OBLI
CHHTE3UPOBAH B pe3yJIbTaTe MHOTOCTAIUITHOTO MPOLIeCcca, BKIIOYAIOIIET0 Peaknio 2-XUHOIUH-2-11-1,3-Tporno-
nona ¢ POCL,, B3anmozieiicTere 0Opasyronierocs 3-XJI0pTporoHa ¢ 7-aMUHO(EHOIOM U MOCIIEyIONIEE OKHCIIEHHE
MPOIYKTa, 3-apHiIaMHUHOTPONOHA. MoJeKyIsipHasl CTpyKTypa S,7-nu(mpem-0ytun)-3-(3,5-mu(mpem-0ytin)-xu-
HOHHMMWUH)-2-(XWHOJIMH-2-WJT)TPOIIOHA YCTaHOBJICHA METOIOM PEHTTEHOCTPYKTYPHOTO aHaIn3a. JHEpPreTHIeCKUe
W CTPYKTYPHBIE XapaKTEPUCTHKN N30MepoB 5,7-nu(mpem-0ytin)-3-(3,5-nu(mpem-0y THi1)-X HHOHUMUH )-2-(XHHO-
JIMH-2-WJ1)TPOTIOHOB B Ta30BO (ha3e paccurtaHbl MeTonamu kBaHToBoi xumuu (PBE0/6-31G(d,p)).

KutroueBble ¢JioBa: XUHONIUHBI, 1,3-TPOMOJIOHBI, PEHTTEHOCTPYKTYPHBIN aHallu3, KBAHTOBO-XUMHUECKHE
pacueTbl, HOTOXPOMHU3M.

SYNTHESIS AND STRUCTURE
OF 2-(QUINOLINE-2-YL)-3-QUINONEIMINETROPONE

E.A. Gusakov!, Yu.A. Sayapin?, I.V. Dorogan', 1.O. Tupaeva', N.I. Makarova!, A.V. Metelitsa',
A.A. Burtseva', V.V. Tkachev?, Academician RAS S.M. Aldoshin’, Academician RAS V.I. Minkin"?

Abstract. 5,7-Di(tert-butyl)-3-(3,5-di(fert-butyl)-quinoneimine)-2-(quinoline-2-yl)tropone was synthesized
by a multi-step process comprising reaction of 2-quinoline-2-yl-1,3-tropolone with POCI,, reaction of the
resulting 3-chlortropone with p-aminophenol and subsequent oxidation of the product, 3-arylaminotropone.
Molecular structure of 5,7-di(tert-butyl)-3-(3,5-di(tert-butyl)-quinoneimine)-2-(quinoline-2-yl)tropone was
established by X-ray analysis. Energetic and structural characteristics of the isomers of 5,7-di(tert-butyl)-3-(3,5-
di(tert-butyl)-quinoneimine)-2-(quinoline-2-yl)tropones in the gas phase were calculated by quantum chemistry
methods (PBE0/6-31G(d,p)).

Keywords: quinolines, 1,3-tropolones, X-ray analysis, quantum chemical calculations, photochromism.
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CHUHTE3 U MOJIEKYJISIPHASI CTPYKTVYPA 2-(XUHOJIMH-2-NJ1)-3-XUHOHUMHWHTPOITIOHA 33

@DOTOXpPOMHBIE COEIMHEHUs TOJb3YIOTCA BCE
OonplIeH MOMYASPHOCTBIO MPH CO3/IaHUU MaTepHua-
JIOB C MOJIE3HBIMU MPUKIATHBIMU cBoMcTBaMu. OHH
SIBIISIIOTCSL OCHOBOM JJIs1 MOMy4YeHHs (POTOXPOMHBIX
JIMH3 U OYKOB [1], XeMOCEHCOpPOB Ha MOHBI TSAKENBIX
METaIoB [2], MOTYT CIY>KUTb CPEHOM ISl CO3AaHUs
3JIEMEHTOB MOJIEKYJIIPHON 3IEKTPOHUKH [3], onTHYe-
CKUX YCTPOMCTB AJIsSl pEBEPCUBHOM 3amucu nHpopma-
nuu 6onpiiol emMkoct [4]. K Hanbonee M3BECTHBIM
KJlaccaM OpraHMYeCcKUX ()OTOXPOMOB OTHOCSATCS CITH-
POKCa3HUHBI, CIUPOIHPAHbl, XPOMEHBI, CTUPOITUPUMHU-
IUHEI [5].

WHTepec k coeqUHEHUSM TPOIOJIOHOBOIO psija
00yCIIOBJICH pa3HOOOpa3HON OMOJIOTMYECKONH aKTHB-
HOCTBIO [6—8]; CHOCOOHOCTBIO 00Pa30BBIBATH METAJI-
JIOKOMILIEKCHI M€Y, skene3a [9] u muuka [ 10]; Tpomo-
JIOHBI MOTYT HCIIOJIb30BaThCA B Kaue€CTBE Marepuaia
JUTsE COOPKH KHUJIKUX KpUcTaiioB u reneit [11]. Takxe
ObuTH 0OHapyKeHBI (POTOXPOMHBIE CBOMCTBA Kiarpa-
Ta N-(eHWI-2-aMUHOTPOINOHA C J€30KCHXOJIHEBON
KHCJIOTON, B OCHOBE KOTOPBIX JIEKUT MPOTOTPOIHAs
O---H-N tayromepus [12].

BosMoxkHOCTB 2-(XuHOMMH-2-11)-1,3-Tpononona 1
HAXOJUThCS B JIByX TayToMepHbIX (opmax — (OH)
nim (NH) — u 6nu3kue cTpyKTypHBIC TapaMeTphl Xe-
JIATHOTO y3J1a 2-reTapui-3-aMUHOTPOIIOHOB C MPOU3-
BOIHBIMU |,8-THaMHUHOHA(QTAINHOB WU CHUPOIHPH-
MHUJMHOBBIX COEAMHEHMM Ha UX OCHOBE MOCIYXHIN

MPEANOCHUIKON MOJEIUPOBaHUS (POTOXPOMHON CH-
CTEMBI ITyTeM BBEICHUS XMHOHUMHHHOTO ()parMeHTa
B TPEThE MOJIOKEHUE 2-XUHOIUH-2-WITPOIOHA.

Panee mamu Obu10 mOKazaHo [13], uTo peakuuu
HYKJICOQHUIBHOTO 3aMelleHHs aroMa XJopa MpH
B3aUMOJECHCTBUM 3-XJIOPTPOIIOHOB C 3aMEIleHHBI-
MU aHWINHA NPUBOAAT K 3-amuHOTporoHaM. C uc-
[0JIb30BAaHMEM B KauyecTBE MEPBUYHOrO apuiaMuHa
2,6-mu(mpem-0ytun)-4-amunogenona 3 o cxeme |
HAaMU TPEJIOKEH CHHTEe3 3-apHIaMUHOTPONOHA 4 U
XWHOHHMUHA HA €T0 OCHOBE. 3-XJOPTPOIOH 2 MOy~
4eH B pesynbrare o6paborku Tpomosnona 1 POCI,.
CnaBiieHMe 3aMEIEHHOro 3-XJIOPTpONoHa 2 U
n-amuHO(eHona 3 B aTMocdepe aproHa NPUBEIO
K oOpa3zoBaHui0 3-apuiamMuHOTpomoHa 4, OfHa-
KO BBIICIUTh B WHAMBUAYAJbHOM BHJIE MPOAYKT
4 ne ypanocw. llpu pasgeneHun peaknIMOHHOU
CMECH METOJOM KOJIOHOYHOW Xpomarorpaduu
3-apunaMuHOTPONIOH 4 OBICTPO OKHUCISETCS B
pacTBOpe JJI0€HTa KHCIOPOJOM BO3AyXa M JaeT
5,7-nu(mpem-0ytun)-3-(3,5-nu(mp em -0y THIT)-XHHO-
HHUMMH)-2-(XUHOJINH-2-UI)TPOIOH 5 ¢ BeixoaoM 40%
B pacuere Ha 3-xJopTpomoH 2 (cxema 1).

Hogble coenunenus 2 1 5 oxapakTepHu30BaHbl 1aH-
HeiMu SIMP 'H-, UK-cniekrpockonuu U macc-Crek-
TpomeTpun. CTpoeHHEe COEAMHEHHS] 5 yCTaHOBIEHO
METOJIOM PEHTTEHOCTPYKTYPHOIO aHaln3a MpH TEM-
neparype 150 K u nokasano Ha puc. 1.
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Puc. 1. Monekynspras crpykrypa 5,7-nu(mpem-0ytin)-3-(3,5-
TH(mpem-0y T )-XHHOHIUMUH)-2-(XHHOJINH-2-W1)Tponona 5. O1-
nenbHEIE AmuHEB cBasedt (A): O(1)-C(21) 1,254(11), O(2)-C(17)

1,230(11), N(1)-C(8) 1292(11), N(1)-C(11) 1,414(11),
N(5)-C(14) 1,320(12), N(5)-C(20) 1,368(11), C(3)-C(14)
1,493(12), C(G3)-C(11) 1,370(12), C(11)-C(22) 1,442(12),

C(9)-C(22) 1,357(12), C(9)-C(19) 1,446(13), C(18)-C(19)
1,359(13), C(17)-C(18) 1,488(12); otrmencHble BaJCHTHBIS
yoibl (°): C(8)-N(1)-C(11)121,59(8),C(3)-C(11)-N(1)118,54(8),
C(I11D)-C(3)-C(14) 120,07(8), N(5)-C(14-C(3) 117,48(8),
C(14)-N(5)-C(20) 118,34(8), OQ2)-C(17)-C(3) 117,89(8),
C(11)-C(3)—C(17) 125,86(8)

Fig. 1. Molecular structure of 5,7-di(tert-butyl)-3-(3,5-di(zert-
butyl)-quinoneimine)-2-(quinoline-2-yl)tropone 5. Selected bond
lengths (A): O(1)-C(21) 1.254(11), O(2)-C(17) 1.230(11),
N()-C(8) 1.292(11), N(1)-C(11) 1.414(11), N(5)-C(14)
1.320(12), N(5)-C(20) 1.368(11), C(3)-C(14) 1.493(12),
C(3)-C(11) 1.370(12), C(11)-C(22) 1.442(12), C(9)-C(22)
1.357(12), C(9)-C(19) 1.446(13), C(18)-C(19) 1.359(13),
C(17)—C(18)1.488(12);selected bond angles (°): C(8)-N(1)-C(11)

121.59(8), C(3)-C(11)-N(1) 118.54(8), C(11)-C(3)-C(14)
120.07(8), N(5)-C(14)-C(3) 117.48(8), C(14)-N(5)-C(20)
118.34(8), O(2)-C(17)-C(3) 117.89(8), C(11)-C(3)-C(17)
125.86(8)

Jyis OlleHKH BO3MOXHOCTH 00pa30BaHUs IIUKIINYEC-
CKOTO m30Mepa 6 mpu (POTOXUMUYECKOM BO3/ICHCTBUU
Ha XWHOHHUMHH 5 OBUIO TPOBEICHO HCCICIOBAHUC
CHEKTPaIbHO-a0COPOIIMOHHBIX, CHEKTPAIBHO-TFOMH-
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HECICHTHBIX, a TaKkKe (POTOXUMHUYECKUX CBOWCTB CO-
equHeHUd 5.

OnextponHslil criektp nonomenus (ICII) coenu-
HEHMs 5 mpezacTaBlieH Ha puc. 2.
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Puc. 2. DneKTpoHHBII CHIEKTp MorIomeH s S, 7-au(mpem-0yTi)-3-
(3,5-mu(mpem-6y TriT)-XHHOHNMHUH )-2-(XUHOJIMH-2-WJI)TPOIIOHA 5
B rentane (C =4 x 10 mon/m, [ =1 em, T=273 K)

Fig. 2. Electronic absorption spectrum of 5,7-di(tert-butyl)-3-
(3,5-di(tert-butyl)-quinoneimine)-2-(quinoline-2-yl)tropone 5 in
heptane (C=4 x 10° mol/l, /=1 cm, T=273 K)
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B Ommxkneit ynsrpaduonerosoit obnactu ICII xa-
paxkTepu3yeTcss MHTEHCUBHOW IIMPOKOM MOJOCOH MO-
DJIOLICHUS ¢ MaKCUMYMOM Tipu 283 HM (39590 M 'em ™)
u medom B obmactu 330 uMm (14100 M-'em ). PacTtBOp
COCAMHEHHMS S B renTaHe Npu KOMHATHOHN TeMIepaType
HE JIOMHHECIUPYET.

DoTOXMMHUYECKHE CBOMCTBA M3y4yald MyTeM O00-
JMy4YeHHUs] pacTBOpa XMHOHMMHHA 5 B renrtaHe yiabTpa-
¢uoneroBbiM cBeToM (313 1 365 HM) PTYTHOH JTaMITbl
JPII-250. CoenuHeHue AeMOHCTpUpPYET ¢oTocTa-
OwIbHBIC CBOWCTBa: JuUTeNbHOE Yd-00myueHue (10
60 MUH) He BBI3BIBACT 3aMETHBIX H3MEHEHHH B CIIEKTPE

5'

MOTJIOIIEHUS 5, a clieoBaTeNbHO, (POTOUHIYIIMPOBAH-
HOTO 00pa30BaHMS 3aKPHITON IUKIHUECKOU (HOpMbI 6
(cxema 1) HE MPOUCXOTUT.

Jns OleHKM OTHOCHUTENIBHOW TEPMOAMHAMUYECKOU
YCTOMUNMBOCTH COOTBETCTBYIOIIMX H30MEpPOB 5 u 6
HaMU BBITIOJTHEHBI PAcUYeThl SHEPIETUYCCKUX U CTPYK-
TYpPHBIX XapaKTEPUCTUK MOJCIBHBIX COCIUHEHUH 5’
u 6’ (6e3 yuera mpem-OyTHUIBHBIX TPYNI B XWHOHU-
MUHHOM (pparmente 5 u 6) ¢ ucnoabp30BaHUEM METOa
PBE0/6-31G(d,p) B ra3oBoii ¢aze (puc. 3). [1o naHHBIM
pacueToB, OTKpbITast popma 5’ Ha 7,1 kkan/moib Oosee
cTa0UIbHA, YeM UKIHYecKast 6.

€476 {479\

1,222

6'

Puc. 3. OntumusupoBaHHbIE CTPYKTYpHI coequHeHnit 5° u 6° mo gnanueiM PBE0/6-31G(d,p) pacueToB B ra3oBoii ¢a3ze. J{nuHbI cBs3eil 1aHbl

B aHTCTpeMax

Fig. 3. Optimized geometries of compounds 5’ and 6’ in the gas phase according to the PBE0/6-31G(d,p) calculations. The bond lengths

are given in angstroms

CpaBHUTENbHBIA aHANU3 CTPYKTYPHBIX XapakTe-
PUCTUK H30MepoB 5’ U 6’ BBIABUI 3aMETHBIE HCKa-
KEHHS XMHOJIMHOBOTO (parMeHTa MPH LUKIU3ALUH
BCJIEZICTBHE CTEPUYECKOTO OTTAJIKMBAHHUS aroma BO-
JI0pOJia XMHOJMHA B §-M IOJOXKEHUH U IUKIIOTeKca-
nrueHoHoBoro nukia. [1o Toit e mpuumHe B 6 3Ha-
YUTENLHO PA3IMYaroTcs IMHBL CBA3EH  Copypo—N.
CoracHO TaHHBIM PacyeToOB, MUPUMUIMHOBBIA ITHKII
LUKIMYECKOro H30Mepa nMeeT KOH(POPMAaILHIO BAHHBI
¢ yoiamu cruba 164° u 154° nmo nuausim C—C u N-N
COOTBETCTBEHHO.

OnHoli U3 BepOSATHBIX MPUYUH TOTO, YTO OTKPHITAS
XMHOHUMUHHAs Popma 5 poTocTabribpHa 1 HEe 00pa3yeT
CIHMPOLUKINYECKHI (POTOMHYLIUPOBAHHBIN H30Mep 6,
SIBIISIETCSL BBICOKAsh CTENEHb CBOOOIBI TPOIIOHOBOTO
¢parmenTa (Bpamenue BOKPYT C2um—C2mpon CBA3N),
B OTJIMYME OT POJACTBEHHBIX CIUPONECPHUMHUANMHOB, a
TaKKe CUIIbHOE UCKaKEHUE T€OMETPHUU ITUPHITHOBOTO
¢parmMeHTa pu HOPMHUPOBAHIH LIMKIUYECKOTO H30ME-
pa 6. B coorBeTcTBHU C 3TUM (HUKCALUS TPOTIOHOBOTO

HAVYKA I0TA POCCHUH (BECTHHK FOXXKHOI'O HAYYHOT'O IIEHTPA)

LUKJIAa C TeTAPEHOBBIM MMOCPEICTBOM CBS3BIBAHUS MO-
CTHKOBBIMH TPyNNamMHu WiH (yHKIMOHANTHA3ALUS 2-Te-
Tapui-1,3-TpONONOHOB C TETapEHOBBIM (PPArMEHTOM,
HapuMep WHIOIMHOBBIM, BO3MOXKHO, TPUBEAET K CTa-
Ounmzanuu 1 00pa3oBaHMI0 (POTOAKTUBHON HUKIIHYE-
cKoil hopMBI.

Takum 00pa3zom, BIEpBbIC MONyYeH S,7-nu(mpem-
Oytun)-3-(3,5-nu(mpem-0y T )-XUHOHUMUH )-2-(XH-
HOJIMH-2-WJI)TPONOH. MorekynspHast CTpyKTypa u
SHEPTeTHYECKHE XapaKTEPUCTUKU YCTAHOBICHBI Me-
TOJAaMHU PEHTIEHOCTPYKTYPHOI'O aHaln3a U KBAHTOBOH
xumuu. Ilokazano, uyrto 5,7-mu(mpem-Oytnn)-3-(3,5-
n(mpem-0y T )-XUHOHUMUH )-2-(XUHOJIWH-2-11) TPO-
MOH CYWIECTBYET B OTKPBITOH XMHOHUMHHHOW (opMe.

OKCIIEPUMEHTAJIBHA S YACTD
Cnexrpel SIMP 'H peructpupoBanu Ha CIEKTpPO-
metrpe Varian Unity-300. Xumuueckue CIBHUTH JaHBI
otHocuTenbHO curHaiga TMC (BHYTpeHHHI ATallOH).
WudpakpacHbsie cHeKTpsl 00pa3loB ObUIM CHATHI Ha
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npubope Varian 3100FT-IR Excalibur Series ¢ ucrosns-
30BaHMEM METO/Ia HApYLIEHHOTO IOJIHOTO BHYTpEH-
Hero otpaxkenus (HIIBO). Macc-cniekTpsl 3aperu-
CTPUPOBAHBI C HCIOJIB30BAHHEM METOJIA AIIEKTPOHHON
HWOHHU3aIMH Ha Macc-criekTpomerpe Shimadzu GCMS-
QP2010SE ¢ mpsmbiM BBOmOM oOpa3iia B HOHHBIN
uctounuk (70 3B). XpomarorpadupoBanue npoBoau-
J0Ch Ha KonoHkax ¢ Hanonuutenem Al O, II-III cre-
MEeHW aKTUBHOCTH MO bpokmany. Temneparypsl mias-
JIeHHs1 U3MepsuTich Ha npubope Pumepa — JkoHca.
ONeKTpOHHbIE CHEKTPhI MOIVIOMICHHUS TMONy4ald Ha
cnekrpodoromerpe Cary 100 (Varian). diyopecieHt-
HBIC M3MEPEHUS MIPOBOAMIM Ha CHEKTPOIIyOpUMETpe
Cary Eclipse (Varian).

PenrtrenoctpykrypHoe ucciaenoanue. Habop sxe-
MEePUMEHTAIBHBIX JAHHBIX JJISI COEANHEHHS 6 MOIydeH
B aBToMarnueckoM au¢pakromerpe XCalibur dupmer
Agilent ¢ koopnunataeiM CCD-nerextopom EOS. Coop
OTpaXXEHUI, ONpeneieHNe W yYTOYHEHHE MapaMeTpoB
3NIEMEHTapHON AYEHKH MPOBEJICHBI C HCIIOIb30BaHUEM
CTIeMaIN3UPOBAHHOTO MTporpaMMHoro nakera CrysAlis
PRO [14]. Crpykrypsl pacindpoBaHbl MPSIMBIMA Me-
TOJAaMU M YTOYHEHBI TIOJIHOMaTpUYHBIM METOAOM Hau-
menbix kBagparoB (MHK) orHocutenbHO F? KOM-
mwiekcoMm nporpamMm SHELXTL [15] B anuzoTpomHOM
NpUONMKEHUU 1J1s1 HEBOJOPOIAHBIX aroMOB. OCHOBHas
yacTh aroMoB H nokanu3oBana B cunrezax dypwe pas-
HOCTHOM 3JIEKTPOHHOM IMJIOTHOCTH, TO3UIIUH OCTAJIBHBIX
aromoB H Beruuciensl. Jlanee juia aromos H, nmpunuma-
IOUIMX ydyacTHe B 00pa30BaHWU BHYTPHMOJICKYISPHBIX
BOJIOPOJIHBIX CBSI3€H, YTOUHAINCH KOOPAMHATHI aTOMOB,
JUISL OCTAJIBHBIX ITPU YTOYHEHUH MO3UIUI aTOMOB BOJIO-
pOZAa UCIIOIb30BAIACh MOJEIb «HAE3THUKA» C HaJOXKe-
HUEM OTPaHMYEHUI Ha BEINYHMHY M30TPOIHBIX TEIIO-
BBIX ITapaMeTpoB [16].

Pacuernnie mMertonbl. PacyeTsl ObUIM BBITIONHEHBI
Metofamu Teopun ¢yHknuoHana miotHoctH (DFT) c
ucnonb3oBanueM rudpuanoro ¢pynknuonana PBEO [17;
18], B 6azuce 6 31G(d,p) c MOMOIIBIO aKeTa MporpamMM
GAUSSIAN 09 [17]. CooTBeTcTBUE Ka)aA0H W3 OINTH-
MHU3HPOBAHHBIX CTPYKTYp MUHHMYMY Ha MOBEPXHOCTH
MOTCHIMATGHON SHEPTUM CHCTEMbI MOATBEP)KAATIOCH
pacyeToM MaTpHILIbl CHIOBBIX TIOCTOSIHHBIX.

5,7-An(Tper-0yTHI)-2-(XHHOJINH-2-1J1)-3-XJI10TPO-
noH 2. Pacteop 2,1 r (6 MMonb) coeaunenus 1 xurms-
TWIN B 7 MII POCl3 1 gac. PacTBOop BhUTMBANIU HA J€ U
no6asisimu 30%-He1i pactBop NaOH 1o HeliTpanbHoit
cpenbl. DKCTParupoBain XJIOPOPOPMOM MACISTHUCTBIN
ocanok (100 mu). XnopopopMeHHBII pacTBOp CyILIU-
au Hax Na SO, u OTroHsnM pacTBOpuTeENb. OCTaToK
MepeKpUCTAIIM30BbIBAIN U3 2-niponaHona. [lomyuann
OnenHO-KenThle Kpuctauibl. Bexox 91%. brienno-xen-
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Thle KpUCTALIBI ¢ T. 1. 141-142 °C (2-mpomnanon).
UK-cnextp (v): 1637, 1616, 1605, 1595, 1584, 1560,
1526, 1498, 1480, 1464, 1422, 1390, 1382, 1361, 1340,
1288, 1257, 1240, 1199, 1132, 1116, 1089, 1020, 967,
938, 866, 851, 835, 808 cm'. Cnextp SIMP 'H (CDCIL,
o, m. 1., J/T'm): 1,30 (c, 9H, Bu'(5)), 1,32 (¢, 9H, Bu'(7)),
6,88 (1, 1H, H(6),pon, J = 1,5), 7,22 (1, 1H, H(4)wpon,
J=1,5),7,53-7,74 (M, 3H, Hxumomm), 7,86 (11, | H, Hxusomms,
J=8,1),8,08 (1, |H, Hxumomm, /= 8,4), 8,24 (1, 1 H, Hxusoms,
J = 8,4). Macc-cnektp (DY, 70 3B), m/z (lom (%)):
379 [M*] (22), 352 (36), 351 (34), 350 (100), 344 (18),
343 (41), 336 (16), 328 (46), 322 (10), 320 (9), 286 (11),
280 (12), 258 (9), 244 (10), 143 (12), 129 (9), 128 (29),
101 (7), 57 (16). Haiineno (%): C, 75,74; H, 6,81; N,
3,42. C,,H, CINO. Brraucneno (%): C, 75,87; H, 6,90;
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N, 3,63.

5,7-An(Tper-0yTni)-3-(3,5-nu(TpeT-0yTHII)-XH-
HOHMMUH)-2-(XMHOJIMH-2-WI1)TPonoH S. Cmech 250 Mr
(0,7 mmoutp) 3-xsoprpornona 2 u 500 mr (2,3 MMoIIb)
2,6-nu(mpem-0ytun)-4-amuHodeHona 3 CruIaBisuIM B
armMocgepe aprona B Teuenue 40 mun. CriiaB oxJax-
JlaJId, pacTBOPSUIH B XJI0podopMe, IPOITYCKaIH Yepe3
xpomarorpapuueckyro KojaoHky ¢ Al O, (amo9HT —
rekcan/CHCI, = 2 : 1) u cobupanu xKeaTo-opaHKe-
Byto (pakumnio. OTTOHSIN PacCTBOPUTENb U OCTATOK
MEPEeKPUCTAIIIN30BBIBATHN U3 2-mpomanona. [Tomyya-
Ju xKenTele KpucTtamisl S. Beixox 40%. XKenteie xpu-
ctaybl ¢ T. . 211-212 °C (2-nponano:n). UK-ciextp
(v): 1650, 1632, 1619, 1603, 1576, 1515, 1497, 1481,
1455, 1421, 1391, 1362, 1337, 1305, 1248, 1200,
1165, 1121, 1102, 1084, 1025, 999, 970, 948, 934,
909, 884, 873, 836, 823, 808 cm'. Cnekrp SIMP 'H
(CDCl,, 6, m. 1., J/T): 1,13 (c, 9H, Bu'), 1,18 (c, 9H,
BuY), 1,27 (¢, 9H, Bu"), 1,40 (c, 9H, Bu"), 6,43 (a, 1H,
H(6)TP0ﬂ9 J: 158)5 6963 (C9 ng HXHHOHMMHH), 6,67 (C, IH,
HXPIHOHI/IMI/IH); 7,19 (ﬂ’ 1H9 H(4)Tpon, J= 1,8), 7,42—7,57
(M, 3H, HxHHonHH), 7,69 (ﬂ, 1H, HXI/IHOJ‘II/IH’ J= 8,1), 7’76
(m, 1H, Hymonun, J = 8,4), 8,00 (n, 1 H, Hxmonun, J = 8,4).
Macc-cnextp (3Y, 70 3B), m/z (I, (%)): 562 [M']
(85), 548 (24), 547 (64), 534 (29), 533 (48), 521 (36),
520 (100), 506 (17), 505 (35), 492 (25), 491 (25), 479,
(15), 478 (29), 477 (23), 463 (17), 451 (9), 450 (27),
449 (17), 435 (9), 421 (8), 333 (29), 318 (23), 290
(9), 276 (15), 260 (14), 128 (22), 91 (14), 69 (10),
57 (89), 55 (18). Hatineno (%): C, 80,94; H, 8,09; N,
4,80. C,;H, N,O,. Beraucineno (%): C, 81,10; H, 8,24;

3877467 2

N, 4,98.
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