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3-AHETUJI-4-METWIIINPUO[2,1-a] U3OXWHOJINH-2-OHBI.
[2+4]-IIUKJIOKOHJAEHCA WA 3,4-IUT'NAPON3O0OXUHOJINHOB
C TPHAHETUJIMETAHOM

BzaumopeiictBuem 3,4-IMIHIPOM30XHHOIMHOB € TPUALETHIMETAHOM B KHILILIEM CIIUPTE
B TeUeHUE 2—3 4 MOJIyueHb! 3-aneTHia-4-MeTHInUpUIo[2,1-a]u30XuHONNH-2-0Hbl U U3Y4EHBl UX
OCHOBHbIE (PU3NKO-XUMHYECKHUE XaPaKTCPHCTHUKH.

KiroueBbie €10Ba: a30METHHBI, OCH30[d|XHMHOIM3KUHBI, 3,4-IUTHIPOU30XUHOINHBI, OCHOBA-
nus udda, nupnno[2,1-a]n30XMHONUHEL, TPUALETWIMETaHbl, aHHEIHpOBaHUe, [2+4]-1HKiIo-
KOHJICHCAIIMSL.

Panee [1-6] MBI m3yumnu peakuuu 3,4-TUTHAPOM3OXUHOIMHOB U POJCT-
BEHHBIX UM [UKIMYECKHX a30METHHOB C Pa3HOOOpa3HBIMH [3-IUKapOOHWUIIb-
HBEIMH, a Takxke ¢ [,B'-TpukapOoHMIBHBEIME coenuHeHusMu ([B,B'-Tkc) amm-
LIUKINYECKOT0 M TETEPOLUKIMYECKOTO PSIO0B, IPOTEKAOLIME 10 CXeMe
aHHeMMpOBaHUs ([2+4]-IIMKIIOKOHACHCAIINN). DTO TTO3BOJIMIIO TTOJYIUTh Pa3HO-
0o0pa3Hple NOJMLUKINYECKAE TeTEPOLUKIbI, KOTOpPbIE SBIAIOTCS LIEHHBIMH
CHHTOHAMH W OOJaar0T BaXHBIMH OHMOJIOTHYCCKUMHU CBOMCTBamMu [7-9].
OnHako [0 HACTOSILET0 BPEMEHHM TaKHE PEaKIUHM C y4acTHeM IpPOCTEHIIuX
anmuparudeckux [,B'-TkC ommcaHbl He ObUIH. B CBSI3M ¢ 3TUM B HACTOSIIEH
paboTe MBI M3YYHIN B3auMOJEHCTBHE 3,4-TUTHAPOU30XMHOIMHOB la,b ¢ Tpu-
alleTUIMETaHOM 2.

[Ipu xunsaueHun >KBUMOJISIPHBIX cMeceld coenuHeHuid 1a,b ¢ TpukeToHoM 2
B CIIHPTE B TeueHHE 2—3 4 (IpH KOMHATHON TeMIIepaType PeakLusl He UAET) MbI
nmonmyun ¢ Beixogamu 30-40% mupuno[2,1-au3oxunonuael 3a,b (cxema).
Peaknus compoBOKmaeTCs 3HAYMTEIBHBIM OCMOJIGHHEM, W s OYHCTKH
KOHEYHBIX NPOLYKTOB OblIa MCHOJB30BaHa IpenapaTHBHAs Xpomarorpadus.
HamomHMM, 4YTO aHaJOTMYHbBIC PEAKUUU LHUKIMYECKHX A30METHHOB aIHMLUK-
nueckuMu f3,f'-Tck mpotekanu ¢ 6osiee BeicokuMu [10, 11] unn cpaBHUMBIMU
(B cimydae cTepuYecKH 3aTpyJHEHHBIX a30METHHOB) BBIXOAaMu [12].
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Crnenyer OTMETUTB, YTO MOJYYEHHBIE MUPHIAOM3OXUHOIMHBI 3a,b MOXHO
paccMmarpuBath Kak 15,16-cexo-aHanorn MpoOSBISIOIIMNX HMMYHOJEIpec-
CaHTHBIC CBOMCTBA 8-a3arOHAHOB WU OCH30[a |IIMKJIONCHTaHO|f]XUHOIU3NHOB 4
[13, 14], u ¢ 3TO¥ TOYKH 3pEHUST OHU IPEICTABISMIOT 0€3YCIOBHBINA UHTEPEC IS
W3YYEHHUS B3aMOCBSI3€l CTPYKTYypa—(yHKIIHS U CTPYKTypa—CBOMCTBA.

CrpoeHne NHPUAOU3OXUHOIUMHOB 3a,b MOATBEPKIEHO COBOKYIHOCTBIO
(U3UKO-XUMHUUECKUX TaHHBIX.

ITo nmamnbpmm UK cnexTpoB, mupuaoH30XMHONMHEL 3a,b, Kak U UX TeTpa-
LUKINYECKne aHaloru §-azacrepounbl [15, 16], UMEIOT CXOXYyH0 KapTUHY
noryomenust B obmactu BaneHTHBIX C=0, C=C u npedopmanmonusix C—H
xoneGanmit (17001350 cm'). B To *e Bpems HekoTopbie pasmuuns B C=O
KOJICOAHUSIX TTHPUIOU30XUHOIMHOB 3a,b 1 §-a3acTeponIoB BEpOSTHO CBSI3aHEI
C paznmuuusMu B uX CTpykTypax (cp. [17]). Tak, ecmu y 8-azacTepouson
dbparment N(8)—C(14)=C(13)(-C(12)=0(12))—-C(15)=0(15) mmeer duKcHpo-
BaHHYIO CTPYKTYpoil N-cis-s-trans — -trans-s-trans-KOHQUIypanyo, TO I
puao[2,1-aluzoxuHonuHoB 3a,b Hambonee NIPEMMTOYTHTEIHLHOW TPEICTaB-
jsiercst N-cis-s-trans — -trans-s-cis-koHourypauusa. Habmomaemble pasnuduns
B UK cmekrpax 8-azactepommoB 4 [10, 14] m mpomsBomnbXx 3a,b cBsi3aHBI
C pasyinuusMM B HMX IPOCTPAHCTBEHHOM CTPOEHHMH, B HYAaCTHOCTH, B KOH(GH-
rypanusx kapOooHmIpHbIX rpymm pu C(3) coemuaennit 3 u C(17) coenuneHmii 4.

Y® crnexTpbl MHPUAON30XUHOIUHOB 3a,b momoOusl Y@ cmekTpam 8-aza-
CTEPOMZIOB, TaKkKe HMEIOUIMM B CBOEH CTPYKType O-aluii-B-aMHHO-
BUHWJIKApPOOHWIBHYIO WJIH €HAaMUHOJIUKapOOHWIbHYIO TpynnupoBky [10, 11],
U XapaKTepU3yIOTCs JBYMSI HHTEHCHUBHBIMH ITOJIOCAMH MOTJIOIIEHHS B 00JIACTAX
~270 u ~320 am. [Tpu 3TOM ATUHHOBOJIHOBAsS MoJioca moriomnieHus (~320 HM)
0aTOXpOMHO CMEUICHA OTHOCHTEIIFHO AaHAJIOTHYHBIX MOJIOC IOTJIOIICHHS
poacTBeHHBIX auOeH30[a,f]xuHonu3uHoB [10], uro 00ycioBieHO KOH(UTYpa-
LMOHHBIMM pPa3Nu4MsIMM TIpU aToMax KapOoHmwibHbIX rpymnn C(3) u C(17)
y IpOU3BOJHBIX 3 1 4 COOTBETCTBEHHO.

B cnektpax SIMP 'H nomyuenmbix mupuno[2,1-aluzoxusonuHos 3a,b
MPUCYTCTBYIOT XapaKTEPUCTUUYECKHE CUTHANBI, OTBEYAIOIIME MPUIHCAHHBIM
cTtpyktypam. Tak, B obmactu 2.30-2.55 M. xa. HaOMIOJAOTCS CUTHAJBI
pesonancHoro mnoriomeHuss C(4)-metwibHbIX U C(3)-aleTHIBHBIX TPYIIIL,
MPOSIBIISIIOIIKECS] B BUAE TPEXIPOTOHHBIX CHHIIIETOB. B oOmactsax 2.40-2.80
1 4.65-4.85 M. I. IPUCYTCTBYIOT CHUTHAJIBl PE30HAHCHOIO TMOTJIOUICHUS
ABX-cniunoBo#t cuctembl npoTtoHOoB (parmenta C(1)-C(11b) monekyn
mupuo[2,1-alusoxunomnnos 3a,b. B crnektpe SIMP 'H mpoussoaxoro 3b
umerotcst curnanel, orsevaromue C(9)-, C(10)-merokcurpynmnam. OcTanbHble
CUTHaJbl APYTHX MOJEKYJISAPHBIX (parMeHTOB NHPHUAO[2,]-a]u30XUHONNHOB
3a,b npencraBieHs! B 3KCIIEPUMEHTANIBHOMN YacTH.

Cnextper  SAMP Bc nupuao[2,1-aluzoxunonuHos  3a,b  moxazamu
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MPUCYTCTBHE TPeOYyEeMbIX NPUIHCAHHBIMU CTPYKTypaMu HAOOpOB CHUTHAIIOB
PE30HAHCHOTO TIOTJIONICHUS, CPEAM KOTOPBIX HMEIOTCS XapaKTePUCTHYHBIC
pesonancHsie curHansl ssaep C(3), C(4), C(11b) mpu ~115, ~168 u ~56-57 m. 1.
COOTBETCTBEHHO.

OkoHYaTeNIbHOE CTpoeHue nHupumo[2,l-alu3oxunommaos 3a,b moaTBep-
KTaeTcsi MaHHBIMH PEHTTEeHOBCKOTO IU(PAKIMOHHOTO OJKCIepUMEHTa Ha
MOHOKpHCTa/UIe Tmpou3BogHoro 3a (puc. 1, 2 w Tabnm. 1-3). DT maHHBIC
MMOATBEP)KIAIOT CTPYKTYPHBIE OTHECEHHS, CAENaHHbIE Ha 0a3ze CIEeKTPabHBIX
JNaHHBIX, W JalOT WH(OPMAIUMI0 O MPOCTPAHCTBEHHOM CTPOCHHH 3TOTO
BEIIeCTBA.

Ha ocHoBanmm manaeix PCA  Monekyna mpouw3BOAHOrO 3a HMeeT
cleaylolme TeoMeTpuueckue mnapameTpbl. l[ukn A — TUIOCKuM, cpenHee
OTKJIOHEHHE aTOMOB OT CPEIHEKBAIPATHIHOMN TocKocTH coctapiser 0.005(2) A.
Banentneie yrawl mukma Onmusku k 120° (tabm. 1), mmmHBL cBs3el, GopMmu-
PYIOLIMX STOT LMKJI aToMOB, JexaT B mpeaenax 1.373(3)-1.395(2) A, uro
CBUJICTENBCTBYET O €ro apoMaTudeckoM xapakrtepe. Llukn B wumeer KkoH-
(hopMaIuIo gaHHbI, YTO XOPOIIO BUIHO W3 puc. 1. YacTWYHO THAPUPOBaHHBIN
y-upuaoHOBEIH ukn C umeer KoHpopmanuio noaykpecia ¢ aromamu C(1)
u C(11B), nexamuMu TO pas3HbIE CTOPOHBI OT IUIOCKOCTH, OOpa3OBaHHOI
atomamu C(2), C(3), C(4) u N(5) (tabmn. 2).

Kak crnenyer u3 peHTreHorpapuuecKux AaHHBIX, O-allHi-[3-aMUHOBHUHUII-
mukapooHmTeHEI (AABK) dparment N(5)-C(4)=C(3)(—C(2)=0(2))-C(12)=0(12)
MPOM3BOAHOTO 3a B KpHUCTaUIaX MMeeT KOH(HTyparuio, OIm3kyo K N-cis-s-
trans — -trans-s-cis (puc. 1). IlockonbKy, O JaHHBIM KBaHTOBO-XMMHYECKHX
pacuetoB (AM-1), Takas KOHGUTYpaIus SBISETCS HamOOJIee SHEPTeTHUCCKU
MPEMOYTHTETHHON, CIeayeT OXKHIaTh, YTO OHa OyneT HanOoJee 3aCeleHHON
1 B pacTBOpax IMPOM3BOTHOTO 3a. AHANHM3 TE€OMETPUYECKHX H AJIEKTPOHHBIX
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Puc. 1. Ctpoenue monexyibl nupuno[2,1-aluzoxunonuna 3a
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Puc. 2. lumepHble arperatsl B KpUCTAJUINYECKOU CTpYKType nupuao[2,1-aJuzoxunonuna 3a.
Itpuxossivu muHEAME Hoka3aHsl C—H:-O BogopogHbIe cBA3M

mapameTpoB ¢parmenTa AABK mo3BosiseT KOHCTaTHPOBaTh, YTO COIPSDHKECHUE
B 3TOH p—T-3IEKTPOHHOU cucTeMe Haunboiee 3PPEeKTHBHO OCYIIECTBISCTCS IO
N-cis-s-trans-BeTBU (hparmMeHTa, B TO BpeMsi Kak N-frans-s-cis-BeTBb SIBISACTCS
MEHee CONpPSHKEHHOH, O 4YeM CBHIETENhCTBYIOT UMHBEI cBsizeit C(2)=0(2),
C(12)=0(12), C(2)—C(3) u C(3)—-C(4) (Tabmn. 1). OT0o HAOMIOJCHHE CTABUT IOJ]
COMHEHHE paHee BBICKa3aHHOE YTBEPXKAEHHE O MPeNnodYTUTeNbHOCTH N-frans-
S-Mpanc-COTNPSKEHU 10 CpaBHEHUIO C N-cis-s-trans-CONpsKeHUEM BO
¢parmentax AABK [18].

OtmernmM, uto atoM N(5) MMeeT MPaKTUYECKH IUIOCKYI0 TPUTOHANBHYIO
KOH(QHTYpaluio, CyMMa €ro BaJeHTHHIX yriioB 359.86°, a ero BeIXOA H3
IUIOCKOCTH TpeX cBs3aHHbIX ¢ HMUM aToMoB C(4), C(6), C(11B) cocraBnseT
0.03(3) A. Ilpu »ToM oOpamaer Ha ceOs BHHMAHHE BECHMA CYIECTBEHHAS
nedopmarius BaICHTHBIX YITIOB aToMa a3ota (Tabi. 2), BeposSTHO, 00YyCIIOBIICHHAS
P—T-2IEKTPOHHBIMH B3aNMOJIEHCTBISAMH C €HANOHOBBIM (hParMEHTOM.

B xpucrammmdeckoil cTpyKType 3a CyIIeCTBYIOT cilaOble B3amMMOJICHCTBUS
C(11)-H(11)~-0(2) (d C(11)-~0(2) = 3.427(2) A, ® C(11)-H(11)--O(2) = 162.2°),
00BEeIMHSIONINE MOJEKYIbl B AuMepsl (puc. 2). Hapsay c BaH-mep-Baaibco-
BBIMH B3aWMOJICHCTBUSAMH, OHU ONPEICISIOT YIMAKOBKY MOIIEKYJ B KpPHUCTA-
JUYECKOM CTPYKTYypE.

Huxkakux apyrux yKOpOYEHHBIX MEXKMOJEKYISIPHBIX KOHTAKTOB, C KOTOPBIMH
MOXXHO OBUIO OBl aCCOIMUPOBATh OTMEYEHHBIC BBINIE T'E€OMETPUUYECKHE
nepopManiid B CTPYKTYpe MOJeKyJs, He HaOmromaercs. CiemoBaTelnpbHO OSTH
nedopManuy 00yCIOBICHBI NCKIIOYHTEIHHO BHYTPUMOIEKYISIPHBIMU B3aMMO-
neiicteusamu.  [Ipyrume cnenmduyeckne OCOOCHHOCTH CTPOCHHUS BHOBD
MOJTyYEHHBIX MUPHUIO[2,]1-a|N30XUHOTMHOB NpeCTaBIeHBI B Ta0I. 1-3.
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Jiunel cBaseii (d) B MostekyJie nupuno[2,1-alusoxuHoauna 3a

Tabnuma 1

Cas13b d A Casi3b d A
C(1)-C(11B) 1.502(2) C(7)-C(7A) 1.489(3)
C(1)-C(2) 1.515(2) C(7TA)-C(8) 1.387(3)
C(2)-0(2) 1.2287(18) C(7TA)-C(11A) 1.395(2)
C(2)-C3) 1.445(2) C(8)-C(9) 1.373(3)
C(3)-C4) 1.398(2) C(9)-C(10) 1.374(3)
C(3)-C(12) 1.477(2) C(10)-C(11) 1.381(3)
C(4)-N(5) 1.338(2) C(11)-C(11A) 1.379(3)
C(4)-C(14) 1.507(2) C(11A)-C(11B) 1.509(2)
N(5)-C(6) 1.471(2) C(12)-0(12) 1.221(2)
N(5)-C(11B) 1.480(2) C(12)-C(13) 1.501(3)
C(6)-C(7) 1.504(3)

Tabnuma 2
BasieHTHBIE YIUIBI (©)B MOJIEKY.JIe COeIMHEHHUs 3a

Vron o, Tpaj. Vron , Tpam.
C(11B) -C(1)-C(2) 109.84(13) C(8)-C(7A)-C(7) 122.96(18)
0(2)-C(2)-C(3) 124.56(15) C(11A)-C(7A)-C(7) 118.31(16)

0(2)-C(2)-C(1) 119.03(14) C(9)-C(8)-C(7A) 121.0(2)
C(3)»-C(2)-C(1) 116.06(13) C(8)-C(9)—C(10) 119.98(19)

C(4)-C(3)-C(2) 119.64(14) C(9)-C(10)y-C(11) 120.0(2)
C(4)-C(3)—C(12) 122.07(15) C(11A)-C(11)-C(10) 120.37(19)
C(2)-C(3)—C(12) 117.88(15) C(11)-C(11A)-C(7A) 120.00(17)
N()-C(4)-C(3) 121.10(14) C(11)-C(11A)-C(11B) 118.09(15)
N(5)-C(4)-C(14) 116.30(15) C(7A-C(11A)—C(11B) 121.91(16)
C(3)-C#4)—C(14) 122.55(16) N(5)-C(11B)-C(1) 108.25(14)
C(4)-N(5)-C(6) 123.29(14) N(5)-C(11B)-C(11A) 113.65(13)
C(4)-N(5)-C(11B) 117.34(13) C(1)-C(11B)-C(11A) 113.62(14)
C(6)-N(5)-C(11B) 119.23(14) O(12)-C(12)-C(3) 122.86(19)
N()-C(6)-C(7) 110.41(15) O(12)-C(12)-C(13) 118.76(19)
C(7A)-C(7)-C(6) 110.54(17) C(3)-C(12)-C(13) 118.35(17)

C(8)-C(7A)-C(11A) 118.7(2)
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Tabnuna 3
JIByrpanssie yrisl (¢) B MoJIeKyJ1e coeAMHeHus 3a

VYron ¢, Tpas. VYron ¢, Tpas.
C(11B)-C(1)-C(2)-0(2) 155.51(15) C(8)-C(9)-C(10)—-C(11) 1.5(3)
C(11B)-C(1)-C(2)-C(3) -31.0(2) C(9)-C(10)-C(11)-C(11A) —0.8(3)
0(2)-C(2)-C(3)-C4) 166.86(16) C(10)-C(11)-C(11A)-C(7A) -0.2(3)
C(1H)-C(2)-C(3)-C4) -6.2(2) C(10)-C(11)-C(11A)—C(11B) 179.78(17)
0(2)-C(2)-C(3)-C(12) -5.9(3) C(8)-C(7TA-C(11A)—C(11) 0.6(3)
C(1)-C(2)-C(3)—C(12) -178.97(14) | C(7)-C(7A-C(11A)-C(11) 178.18(17)
C(2)-C(3)-C(4)-N(5) 16.6(2) C(8)-C(7A)-C(11A)—C(11B) -179.41(17)
C(12)-C(3)-C(4)-N(5) —170.95(15) | C(7)-C(7A)-C(11A)-C(11B) -1.8(3)
C(2)-C(3)-C(4)—C(14) —166.24(15) | C(4)-N(5)-C(11B)-C(1) —-50.98(19)
C(12)-C(3)-C(4)-C(14) 6.2(2) C(6)-N(5)-C(11B)-C(1) 133.21(16)
C(3)-C(4)-N(5)-C(6) —170.83(16) | C(4)-N(5)-C(11B)-C(11A) —-178.20(14)
C(14)-C(4)-N(5)-C(6) 11.9(2) C(6)-N(5)-C(11B)-C(11A) 6.0(2)
C(3)-C(4)-N(5)-C(11B) 13.6(2) C(2)-C(1)-C(11B)-N(5) 57.38(18)
C(14)-C(4)-N(5)-C(11B) -163.75(14) | C(2)-C(1)-C(11B)-C(11A) —175.38(14)
C(4)-N(5)-C(6)-C(7) 140.93(18) C(11)-C(11A)-C(11B)-N(5) -161.86(15)
C(11B)-N(5)-C(6)-C(7) —43.5(2) C(7A)-C(11A)-C(11B)-N(5) 18.2(2)
N(5)-C(6)-C(7)-C(7A) 58.0(2) C(11)-C(11A)-C(11B)-C(1) 73.8(2)
C(6)-C(7)-C(7A)-C(8) 140.8(2) C(7A)-C(11A)-C(11B)—C(1) —-106.22(19)
C(6)-C(7)-C(7A)-C(11A) -36.7(3) C(4)-C(3)-C(12)-0(12) —33.2(3)
C(11A)-C(7A)—C(8)-C(9) 0.13) C(2)-C(3)-C(12)-0(12) 139.33(19)
C(7)-C(7TA-C(8)-C(9) -177.4(2) C(4)-C(3)-C(12)-C(13) 144.67(19)
C(7A)-C(8)-C(9)-C(10) -1.14) C(2)-C(3)-C(12)-C(13) —42.8(2)

Takum 00pa3oM, HM3JIOKEHHBIC PE3YJIbTAThI TOBOPAT O NPUHIIUIHAIBHON
BO3MOXXHOCTH aHHETUPOBAaHUS 3,4-TUTHAPOU3OXUHOJMHOB TpHAICTHIIMETa-
HaMH, IPUBOJISIIETO K HOBBIM BaXKHBIM JIJISI MEIMKO-OMOIOTHUECKIX U (PH3UKO-
XUMHYECKUX HCCIICA0BaHUN (DYHKIIMOHATU3UPOBAHHBIM MPOU3BOIHBIM IHPH-
10[2,1-a]uzoxunonuua. [locinenHue mMPEACTABISIIOT WHTEpPEC IS CHHTE3a
QIKAJIOUTIOB U POACTBEHHBIX TETEPOIUKINICCKUX cOoenUHEeHUU. [IpuBeneHHbIe
JTAaHHBIC CBUJCTEIIBCTBYIOT O MEPCICKTUBHOCTH NaTbHEHIINX MCCICOBAHUH 10
AHHEJTUPOBAHUIO MU(P(POBBIX OCHOBAHWA WJIM a30METHUHOB TMOJMKApOOHUIIb-
HBEIMU coequHeHUsIMH. COBOKYITHOCTH KBaHTOBO-XHMMHUYECKHUX, CTPYKTYPHBIX
Y CIIEKTPAIBHBIX XAPAKTEPUCTHUK, TOTYUYCHHBIX HAMH, OTONHSIET JIaHHBIC
OpeapIAymuX —wucciaeaoBanuii [15-17] u 1OeMOHCTpUPYET MEpPCHEKTUBEI
JANBHEUILIEr0 pa3BUTHS HCCIENOBAHUN B3aMMOCBS3EM MEXAY CTPYKTYpoi
Y CBOMCTBaMH B PsiTy KOHACHCHPOBAHHBIX MTPOU3BOIHBIX XUHOINU3HHA.

SKCIIEPUMEHTAJIBHASI YACTb
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Y® cnekrpsl cHiaThl Ha crnektpodoromerpe Specord M-400 B sranosne, UK crekTpsl — Ha
npuGope UR-20 B Tabrerkax KBr. Crextpsr IMP 'H u *C momyuensr na pagmocnextpomerpe
Bruker AC-200 (200 u 50 MI'y cootBetctBenH0) B CDCl3, BHyTpennuii ctanmapt TMC. 3,4-/lu-
THIPOM30XUHONMHBEL 1a,b ToONydeHBl IMKIOASTHIpATalMeil COOTBETCTBYIOIIMX —(EHETHII-
¢dbopmamunioB no Meroay bunuepa—Hanupanseckoro [19]. Kontpone 3a XxomoMm peaknuit
ocymiecTBisuIca ¢ nomoinsio Merona TCX Ha mactunkax Silufol UV-254, amoent ximopodopm—
MeTanod, 9:1. Macc-crieKTpsl U3MepeHbI Ha XpoMaTo-Macc-criekrpomerpe HP 5890/5972 GC/MS
(xBapueBas kammuisipHas koixoHka HP SMS 30 m x 0.25 mm x 0.25 MKM, ra3 HOCHTENb TeIHi
0.7-1 mxn/muH, Temmeparypa ucmaputenst 250 °C, temmeparypras nporpamma 40-300 °C,
6 °C/mun). TeMmmepaTypsbl IUIABJICHHS ONPEIEISUINCH Ha HarpeBaTenbHOM Gioke Boetius.

MOHOKpHUCTAIIIBI COSANHEHUS 3a MOMYYalich KPUCTAIH3ALUEH U3 CMeCH ciupT—a¢up, 4:6.
Jlns skcnepuMenTa 6b11 oToOpaH kpuctamn pasmepamu 0.38 x 0.28 x 0.24 mm. TpexmepHslit
HabOp PEHTICHOBCKUX NU(PPAKIMOHHBIX JaHHBIX COOpaH Ha aBTOMaTHYECKOM YETBIPEXKPY)KHOM
nmudpakromerpe Nicolet R3m, MoKo-n3nyuenune, rpadutoBelli MOHOXpOMArtop, /20-ckaHu-
poBanue (20, = 60°). ObLIee KOIMYECTBO U3MEPEHHBIX OTpa)eHui 4209, He3aBUCUMBIX — 3953
(Rine = 0.0155). CoenuHeHnEe KpUCTALIN3YETCS B MOHOKJIMHHOIM CHHTOHHMH, IPOCTPAHCTBEHHAS
rpynma c2/c. Tlapamerpsl sieMenTapHoii sueiiku:  a = 18.310(4), b=7.644(2), c¢=19.639(5) A,
B = 101.29(2)°, ¥ = 2695.5(11) A’; Z = 8; dpeyrr = 1.258 T/em’; p = 0.83 em ', Crpyktypa
coequHeHHs1 pacmudpoBana mpaMeiM metofoMm (SIR97 [20]). IlomoxxkeHuss aToMOB BOAOpoza
paccuntanbl reomerpuueckd. YtouHeHue (SHELXL-97 [21]) mpoBeneHO MOTHOMATPHYHBIM
MHK c yyeToM aHH30TPONHH TEIJIOBHIX KOJICOaHMI HE BOIOPOAHBIX aTOMOB. ATOMBI BOJOPOAa
yTouHeHBI B pamkax 'riding" monenn. OKoHUYATENbHBIE 3HAYECHHUS (AaKTOPOB HEIOCTOBEPHOCTH:
R1 =0.0536, wR2 = 0.1514 (I > 20(1)); R1 = 0.0919, wR2 = 0.1852 (Bce maHHbIE); JOOPOTHOCTD
noaronku GooF 1.067.

pay-3-Auerni-4-metumii-1,6,7,11b-rerparuapo-2H-nupuno[2,1-a|luzoxunonun-2-o1  (3a).
Pactop 0.328 r (2.5 Mmoub) u3oxunonuHa 1a u 0.355 r (2.5 Mmois) TpraneTuMeTana 2 B 5 Mit
9TaHoJa OCTABIAIOT Ha 24 4 ipu 12 °C, a 3aTeM KUIATAT ¢ 0OPATHBIM XOJIOAMILHAKOM B TEUEHHE
2 4. IlomyyeHHyI0 CMeChb YNAapHBAIOT JIOCyXa, OCTATOK pacTBOPSIOT B XJOpodopMmMe U
xpomarorpacupytor Ha 13 T cunukarens 5/40 p. Becusernsre kpuctamisl, Bexon 0.19 T (30%),
T. wr. 129-130 °C. YO cnektp, Amay, BM (Ig €): 269.3 (4.11), 320.0 (4.30). UK cmektp, v, oM b
31002830, 1665, 1640 mwr, 1624, 1550—1520, 1508. Cnextp SIMP 'H, 8, m. 1. (J, ['n): 2.46 (3H,
¢, 4-CH3); 2.54 (3H, c, 3-COCHj;); 2.59 (1H, T, J, , = 15.0, H,-1); 2.76 (1H, a. 1, J, = 15.0, J,
=4.0, He-1); 2.84 (1H, 1. 1, J, = 13.0, J,5= 3.5, He-7); 3.07 (1H, n. n. 1, J,, = 13.0, J3= 3.5, H,-
7); 3.38 (1H, n. a. 1, Ji1,=13.0, J3= 3.5, H,-6); 4.24 (1H, 7. 1, J, = 13.0, J,5 = 3.5, H-6); 4.83
(1H, 1. 1, J; = 15.0, J, = 4.0, H,;-11b); 7.14-7.37 (4H, M, H-8,9,10,11). Cuextp SIMP °C, &, m. 1.:
19.17 (4-CHj), 29.84 (C(7)), 32.69 (3-COCHa;), 44.69 (C(1)), 45.29 (C(6)), 57.04 (C(11b)),
115.17 (C(3)), 125.94 (C(11)), 127.37 (C(9)), 127.47 C(10)), 128.382 (C(8)), 133.48 (C(11a)),
134.24 (C(7a)), 168.24 (C(4)), 189.37 (C(12)), 200.81 (C(2)). Macc-cuekrp*, m/z (I, %): 255
[M]™ (64); 240 (100); 212 (49); 198 (5); 184 (12); 132 (40); 131 (10); 130 (30); 129 (12); 128
(14); 117 (24); 116 (15); 115 (27); 103 (13); 101 (11); 100 (21); 96 (11); 91 (13); 77 (14); 67
(36); 43 (28). Haiineno, %: C 75.16, 75.12; H 6.65; N 5.38. C;xsH;7NO,. Boruucneno, %: C 75.27;
H6.71; N 5.49. M 255.32.

pay-3-Auernia-4-merni-9,10-numeroxcu-1,6,7,11b-rerparuapo-2H-nupuno|2,1-a]uzo-
xuHoMH-2-0H (3b). Cmecy 0.478 r (2.5 mMmonp) m3oxuHomuua la u 0.366 r (2.5 Mmouns)
TpHaleTHIMETaHa 2 B 5 MJI 3TaHOJIA KHITAT ¢ OOpaTHBIM XOJIOAMIBHUKOM B TOKE aprona 3 d.
3aTeM pEakKIHOHHYI0 CMECh YIApHUBAalOT JOCyXa, OCTaTOK pacTBOPSIOT B XJiopodopme H
xpomarorpadupyrot Ha 9 r cuimkarens 5/40 p, amoupys cMmechio xyopodopm—meranon, 29:1.
TMonyuator 0.29 r npomykra 3b B Buae GeClBETHBIX KpUCTALIOB. Boixon 36.8%, 1. wi. 178-179 °C.
Y@ criekTp, Amax, HM (Ig €): 202.7 (5.02), 231.2 (4.32), 272.3 (4.43), 319.6 (4.58); Ain, EM (Ig €):
221.9 (4.28), 247.3 (3.98), 288.1 (4.35). MK cmekrp, v, cM ' 3100-2830, 1680, 1633, 1540 m.
Crnextp SIMP 'H, 8, m. a. (J, T): 2.35 (3H, ¢, 4-CHs); 2.44, (3H, ¢, 3-COCH;); 2.47 (1H, T,
Ji,=155,H,-1); 2.63 (1H, #n. 1, J,=15.5, J,=4.0, H.-1); 2.75(H, 1.1, J;=15.0,

* [IpuBeneHsl M 1 NIMKH HOHOB ¢ MHTEHCHBHOCTBIO Ootiee 10%. [Tnku M30TOMHBIX HOHOB HE
TIPUBOJATCSL.

Jy3=3.5H,-7); 292 (IH, o. 7. 1, J, = 15.0, J,= 13.0, J3= 3.5, He-7); 3.23 (1H, 1. 1. 1, J; =
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15.0, J,=13.0, J5; = 3.5, H.-6); 3.78 (3H, ¢, OCHs); 3.81 (3H, ¢, OCH3); 4.16 (1H, . T, J, =
13.0, J,,= 3.5, H;-6); 4.66 (1H, n. 1, J; = 15.5, J,= 4.0, H,-11b); 6.54 (1H, ¢, H-8); 6.60 (1H, c,
H-11). Crexrp SIMP "°C, 8, m. a.: 19.12 (4-CHj;), 29.34 (C(7)), 32.72 (3-COCH,), 44.76
(C(1)), 45.73 (C(6)), 56.00 (C(11b)), 56.06 (10-OCH3;), 56.86 (9-OCH3), 108.53 (C(11)), 110.94
(C(®)), 115.13 (C(3)), 125.52 (C(7a)), 126.05 (C(11a)), 148.25 (C(10)), 148.52 (C(9)), 168.21
(C(4)), 189.58 (C(2)), 200.89 (C(12)). Macc-cuextp, m/z (Iym, %): 315 [M]" (49); 300 (58); 272
(100); 256 (15); 192 (22); 191 (10); 190 (29); 189 (12); 177 (32); 176 (26); 150 (17); 146 (19);
133 (10); 131 (14); 117 (10); 115 (17); 103 (14); 95 (15); 91 (18); 77 (19); 67 (49); 65 (10); 44
(15), 43 (49). Haiineno, %: C 68.44; H 6.62; N 4.34. CgH,NO,. Brruucneno, %: C 68.55;
H6.71; N 4.44. M 315.37.

Asmopul  sbipascarom  b6nacooapuocme  axkademuxy HAH Pecnybauxu
benapycv, npog. A. A. Axpemy 3a 6Humanue K NPOBOOUMBIM UCCAEO08AHUAM
U NIOOOMBOPHBLE 0OCYHCOEHUS Pe3YTbMAMO8.
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