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BriepBeie pa3paboTaH CeleKTUBHBIN M 3P QPeKTUBHBIN crmocod cunrtesa 1'4'-muankun-1'4",5',6"-terparuaponupasnno[2',3':1,9](Ceo-1y)-
[5,6]dymnepeHoB (anaKum = METHJI, STHJI, U30MPOIIII), OCHOBAaHHBIA Ha peakiuu (ymiepeHa Cqo ¢ N-3aMEIICHHBIME dTHICHANAMUHAMHE B

cpene PhMe-JIM®A nox neficTBHeM yIbTpa3ByKa.

KroueBble ciioBa: BTOPHYHBIC alIMKINYECKUE AUAMUHEL, TUIIEPa3HHOBBIE aIyKThl (ysuiepena, peakiuu [4+2]-IUKIONpHCOSANHEHHS

¢dymrepena Cq, CENEKTHBHBIE COHOXUMUUECKHE PEAKIINH, YIbTPa3BYK.

Monekyna dymnepera Cqg mocTpoeHa u3 12 msaTHYJICH-
HeIX ¥ 20 MISCTHWICHHBIX IUKIOB M CONEPXKHUT OOJIBIIOE
KOJINYECTBO KBHBAJICHTHBIX PEAKI[MOHHBIX LIEHTPOB: TPH-
JIIATh CBA3EH MEXTy HIECTUWICHHBIMHU IMKIamMH ([6,6]-cBs3H,
JBOWHBIC CBSI3M) M IISCTHICCSAT CBsA3CH MEXIY MIECTH- U
MIATHYWICHHBIMU IUKIaMU ([6,5]-CBsI3U, OJMHAPHbIE CBSI3N).
OnekrpoduibHbie aBOMHBIE [6,6]-cBsizu dysiepeHa Cg
JIETKO BCTYINAIOT B PEAKINH HYKICO(MILHOTO, PaIiKallh-
HOTO M UMKJIONMpHCOeNMHeHus. Peakumum [n+2]-umkio-
npucoequHeHus (n = 1-4) mo [6,6]-cBs3sIM, B TOM YHCIE
TETePOIMKINIECKHX CHUCTEM C y4JacTHEM aToMa a30Ta,
SIBIISIFOTCSL  DHEPTeTHUECKH OoJiee BBITOAHBIMH, HEXKEIH
npucoemEeHne 10 [6,5]-cBszam.'”  KoHIeHCHpOBAaHHbIE
a30TUCTBIE TreTepouukibl  QymiepeHa Cgp MPOSBISIOT
IIMPOKHUH JHamna3oH (GoTo-, 3TEKTPOXUMHUIECKHX, (pu3nde-
CKHX ¥ XHMHYECKHX CBOMCTB, KOTOpBIE MOTYT OBITH
HCTIOB30BaHbl B PA3lIMYHBIX OONACTAX MEIMIMHBL, >
3NEKTPOHHUKE,  HeNMHEiHOH onTuke M (oTonpeodpasona-
TeJISIX CONHEYHOM sHeprun.’

W3-3a BBICOKOW peakIMOHHONH CHOCOOHOCTH aMHHOB B
peaxImsIx HyKIeo(IIBHOTO MPUCOSTUHEHNS K QyIUIepeHy
Cgo ITOT IpoIIeCC MPOTEKAET CIOXKHO, M COCTaB MPOIYKTOB
PEaKIMK 3aBUCHUT OT YCJIOBHH ee npoBeaeHus. B 6obimmH-
ctBe peakimil pymiepera Cg ¢ aMHHAMH OOPa3yIOTCS MOJIH-
amrykTel.’ B peaxumsix dymrepera Ceo ¢ 1,2-muavMunamu,
Jaxe TpH OONbIIMX M30BITKAX TIOCIETHHUX, HAJINYUE
KOPOTKOT'O JMMETHJIEHOBOTO MOCTHKA TIIO3BOJISIET IOITY-
YUTHh UCKIIOYUTEIHHO 1,2-MOHOATYKTHI TTUTIEPa3HHOYII-

© 2021 JlaTBHHCKHIT HHCTUTYT OPraHUYECKOTO CHHTE3a

neperoB.'”* Peakiun HYKICO(QHIBHOTO H PaIHKATLHOTO
[4+2]-unknonpucoeMHEHUs] C BULMHAJIBHBIMH IE€PBUY-
HpiMu'" ¥ BTOpHUHBIME>' ' IHAMEHAMH TIPOBEIEHBI C
HCTIOJIb30BaHUEM KaTaiuTHueckoii, " Tepmmueckoii™ '
u poToxumuueckoii'! akTuBanmit. B 1uTepatype Her mpu-
MEpOB IOJYYeHHsT MOHOLMKIMYECKHX INHnepasuHody-
JIEpEHOB TOJ ICHCTBHEM YIIbTPa3ByKa.

HenaBHo MBI cooOmmani O COHOXMMHYECKOM CHHTE3E
TPULMKIMYECKUX IUNEPa3sHHO(YIUIEPEHOB B  PEaKIMIX
IUKJIMYECKUX TUAMUHOB (ITHIIEpa3nHa, 2-MeTHIINUIIepa3HHa,
2-okcomnumepasuna) ¢ dymieperom Ce."> B mponomkenne
9THX HCCIEIOBAHUI B pe3ysbTaTe COHOXUMHUYECKUX peak-
i gymiepeHa Cgo (1) n OMYHKIIMOHATBHBIX AIMKIIN-
YECKMX BTOPHYHBIX aMHUHOB (N,N'-TUMETHISTHICHAN-
amuHa (2a), N,N-numyTimTuieHanamuda (2b), N,N'-nquu3o-

MpONWITWICHANaMIUHA (2¢)) OBUIM TONy4eHbI MOHO-
HUKIMYECKHE MUIEepasHHCOAEpKAIUe aJAyKThl 3a—c
(Tabm. 1).

CoenuHenns 3a,b cuUHTE3MpOBaHBI paHee C BBIXOJAMHU
40.8 1 3.5% COOTBETCTBEHHO TEPMUUECKHM criocobom:'' B
aTMocdepe a3oTa B TedeHHne 6—7 IHEH MPOBOIAT PEaKIHIo
mpu 80—85°C u emie MONMOTHUTENHLHO 5—8 JHEH MpU KOM-
HaTHOI! Temneparype. [Ipu nposeaenun peakuuu npu 80°C
B mpucyrctBun Karammzaropa (Cu(OAc), ¢ 4-aumerni-
aMUHOTIMPUANHOM) 3a 4 9 peakluu BBIXOA aIaykTa 3a
cocraun 14%."° B (hOTOXUMHUYECKOW PEaKIMU COCTUHE-
HUEe 3a ymanoch MONyduTh Bcero 3a 70 MUH C BBIXOJOM
32%." B nanHoii paGoTe MONydeHO paHee HEH3BECTHOE
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Ta6auna 1. Beixoas! angykToB 3a—c, IpOAYKTOB
B3anmojencTaus ¢ymiepeHa Ceo (1) ¢ nuamunamu 2a—f
1oJ AeHCTBHEM yIbTpa3ByKa

R
1 HN] )
+ JE— .
9 HN DMF, PhMe
| rt, 5h
R
2a-f
1
Juamun R Cof ;i(;ﬁzﬁne IMponyxt Beixon, %

2b Et 1:2 3b 16
2b Et 1:10 3b 45
2b Et 1:10%* 3b 45
2b Et 1:10%* 3b 46
2b Et 1:10%** 3b 20
2b Et 1:10%* 3b 3
2b Et 1:10%° 3b 0
2a Me 1:10 3a 55
2¢ i-Pr 1:10 3¢ 38
2d t-Bu 1:10 3d
2e Ph 1:10 3e
2f H 1:10 3f 0

* Atmocdepa aprosa.

** BpeMms peaknud § 4.

*** Temnepatypa peakiuu 10°C.
** Bes pospeficTBIs YIbTpa3ByKa.
*> B orcyrereue JIM®DA.

coequHEeHHE 3¢, KOTOpOe HE VYOAIOCh WONYYHTH IIPH
TEPMHIECKOM CIIOCOOE aKTHBAILINH.

IIpu B3aumoxeiicTBuM N,N'-THATKAISTHICHANAMIHOB
2a— ¢ ¢ymrepeHoMm Cg (1) mpu MOJTBHOM COOTHOIICHHH
ucxoAHbIX coeauHenuit 1:2a—¢ = 1:10 Ha Bo3gyxe mpu
KOMHaTHOW Temneparype B cpene PhMe-JIM®A, 5:1
(oOBEeMHOE COOTHOIICHHE) MPH BO3ICHCTBHU YIBTPa3ByKa
(22 xI'm, 20 BT) B TeueHHe 5 9 MOMYYCHBI HUKIOAITYKTEHI
3a—c¢ (tabn. 1) ¢ MakcCHMManbHBIMHU BBIXOJIAMHU IIEJIEBBIX
COeIMHEHUM CcoOoTBeTCTBEHHO 55, 45 m 38%. Peakmuro
KoHTponupoBain MerogoM BOXKX. OnrumanbHble 3Kcrie-
pUMEHTAJIbHBIE YCJIOBUSI ObUIM OMpeAesieHbl Ha MpUMEpE
MOJEJIBHOM peakuuu B3auMoOJEHCTBUS nauamuHa 2b ¢

¢ymreperom Cg (1).
Beixon mpoaykra peaknum 3b B 45% DOCTUTHYT mpHu
MOJIbHOM COOTHOLIeHHH coeanHeHuit 1:2b = 1:10 npu

KOMHATHOW TemIeparype Ha Bo3ayxe 3a 5 4. IIpoBenenue
peaku B HHEPTHOM aTMocdepe He BIMAET Ha BBIXOX
npoaykra. Ilpn yMeHBIIEHMH COOTHOLIEHHS MCXOIHBIX
pearentoB 1:2b 1o 1:2 pe3ko cHmkaeTcs BBIXOJ MPOAYKTa
3b (16%). YBenuueHne BpeMEHU peakiuu 0 8 9 Tpu
COOTHOIIEHUH UCXOAHBIX peareHToB 1:2b = 1:10 npusoaut
K YMEHBIIECHHIO CEIEKTHUBHOCTH PEAKIMH, U K MOJIEKYyJe
¢ymrepera 1 TPHUCOEOMHSAIOTCS OMOTHHUTEIBHBIE MOJe-
Kynsl N,N'-nmmstimatinienimamuna (2b). [lpu temneparype
Hke koMHaTHOH (10°C) cHmXkaeTcs CKOpOCTb peakiHH,
BBIXOJ TIpoaykTa He mpesbimaer 20%. be3 BozmencTBus
yIbTpa3Byka BbeIxoj mpoaykra 3b He mnpesbicun 3%.
Cunre3 coeamHenust 3b mnposoguimu B cpene PhMe—
JIM®A, 5:1 (o6beMHOE COOTHOIICHHE), TaK KaK B OTCYT-
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ctBue [IM®A peaxuus He unet. Peakiuu ¢ N,N'-au-mpem-
oyrwmTunenauamuaoM (2d) w N,N'-audeHmTHICHAN-
aMUHOM (2€) He UAYT.

Coenunenue 2d coaepKUT 371€KTPOHOLOHOPHbBIE METHUIIb-
HBIE TPYIMIIBI, KOTOPHIE YBEIUYHBAIOT HYKICO(QUIEHOCTH
BTOPUYHOTO aroMa as3ora. OIHAKO MPOCTPAHCTBEHHBIH
00beM MoJsieKybl 2d OKa3bIBaeT peliarolee BIUsSHUE U He
MO3BOJISIET AJICHAY IPUCOSANHHUTBCS K Kapkacy ¢yi-
JepeHa. DJEKTPOHOAKIENITOPHBIN 3PPEeKT (PEeHUITBHOTO
3aMeCTUTeNs NPU aTOME a30Ta B COEAUMHEHUHU 2e MOHIKAeT
€ro HyKJICO(QHIBHOCTb, YTO CYIIECTBEHHO CKa3bIBaeTCS Ha
€ro PeaKkIMOHHON CIOCOOHOCTH M HE MO3BOJISIET MOIYIHTh
COOTBETCTBYIOIMH IuKnoanaykT 3e. Peakius ¢ sTunen-
quamMuHOM (2f), B OTIIMUME OT peakiyy ¢ yYacTHEM AHAMHU-
HOB 2d,e, mpuBomut k 100% koHBepcuu ¢ymniepeHa, HO
CEJIGKTUBHOCTh PEAKLUU HHU3Kas, M IIOIy4E€HHas CMeCh
MIPOAYKTOB PAacTBOpSETCS TOJBKO B IOJIIPHBIX PAaCTBOPH-
temax (AMCO, IM®A); pa3nenuts cMech M HIOCHTUDU-
LUPOBATh MPOIYKTHI HE YIAJIOCh.

Metonom mpenapatuBHOi BOXKX u3 peakunoHHOTO
pacTBOpa BbIIIENCHBI (PpaKIny IPOSYKTOB peakinu. Beime-
JICHHBIE M XpOMaTorpaduuecky O4YMIIEHHbIE COEAMHECHUS
3a—c ABIAIOTCA TBEPABIMM BEIIECTBAMU TEMHO-KOpUYHE-
BOTO 11BeTa. VIX CTpyKTYpBI HOATBEPKICHBI C IOMOIIBIO OHO-
u geymepreix (COSY, 'H-"C HSQC, 'H-"C HMBC)
meromuk SIMP 'H u C, YO, UK cnekTpoCKOIHUH, COCTaB
COCAMHEHUH OMpeseneH U3 JaHHBIX MAacc-CHEKTPOMETPUH
MALDI TOF/TOF. {annsie cnextpos UK u SIMP 'H u "°C
coequHeHUl 3a,b COOTBETCTBYIOT JHTEPAaTypHBIM JlaH-
HBIM.”

B wMacc-cniektpe coeaunenus 3b 3apeructpupoBaH
MUK  MOJIeKyJsipHoro uona c¢ m/z 834.1163 (2%)
[Ceo(C2HsNCH,CHNG,H)]™ 1 (parMeHTHBI HOHHBIN
mik ¢ m/z 720.0000 (100%) [Ceo]™", 0BycnoBNCHHBI OTIIEN-
JeHueM N-3aMeleHHOTO MHIePa3uHOBOro (parmenra. B
skcrepumentax 'H—"C HMBC cHrHam MeTHICHOBBIX
MPOTOHOB N-3THJIBHOTO 3aMeCTHUTelNs coequHeHus 3b mpu
3.96 M. A. KOppelnupyeT C CHTHAJIOM aToMma Yyriiepoja
METWJIBHOM Tpynmnsl npu 15.4 M. 1., ¢ cUrHaJIOM aTOMOB
yriaepoja METHUJICHOBBIX TPYIN MHIEPa3HHOBOIO ILIHKJIA
npu 43.3 M. JI. ¥ C CHTHAJIOM Sp°-THOPHIN30BAHHOTO aTOM
yraepoga C-1 wmm C-9 ¢ymepeHOBOTO Kapkaca IIpH
81.0 M. a. CurHas TPOTOHOB METHJIEHOBBIX TIPYIII
nunepasuHoBoro nukiaa mpu 4.04 M. 1. Koppenupyer ¢
CUTHAJIOM aTOMOB YyIJIEpOoJia 3THX e Ipyni npu 43.3 M. 1.,
C CHUTHAJIOM aTOMOB YIJepoJa METHJICHOBOW TPYIIIBI
STUIBHOTO 3amecTuTens mpu 49.3 M. 4. U C CHUTHAJIOM
sp’-rubpum3zoBaHHOro aroma yriaepoga C-1 wmm C-9
¢dynnepeHoBoro kapkaca mpu 81.0 m. 1.

YO cmnektp coemuHeHus 3b COmEPKUT MaKCHUMyM
noryomeHus npu 422 HM, KOTOPBIA XapakTepeH s
[6,6]-MoHoaxyKTOB (ymrepena Ceo (1).'*'” B VK criextpe
coeauHeHNs 3b MPHUCYTCTBYIOT MOJOCHL, COOTBETCTBYIOIINE
dymreperoBOMY Kapkacy mpu 525, 575, 1193 u 1428 cm ',
xonebanmsm rpyrn CH, mpu 1453 u 2858-2958 cm ' u
csizsim C—N mpi 1138 em .

BepositHbIil MexaHH3M 00pa3oBaHMs IUKIOTyKTOB 3a—¢
npuBegeH Ha cxeme 1. M3BecTHO, YTO B3aWMOJEHUCTBUE
amMuHOB ¢ QyimiepeHoM Cgo (1) B OTCYTCTBHE OKHCIUTEICH
MPOXOAUT CTYNEHYATO U COIMPOBOXKAAETCS OJHOAIEKTPOH-
HBIM IIEPEHOCOM OT MOJIEKYJIBl aMHMHA Ha Kapkac (yme-
peHa ¢ oOpaszoBanueM aHHOH-pamukana Cg", KOTOPBIH
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Cxema 1

BIIEPBBIE SKCIICPUMEHTAIHHO OBUT 3apPETHCTPUPOBAH METO-
namu DIIP nu YO cnexrpockormuu B UK o6nacru.”'® Hanee

I CTepHYECKH  3aTpPyAHEHHBIX BTOPHYHBIX — aMHHOB,
HampuMmep, a3akpayH-3()UpOB, IPOUCXOAAT KOBAJICHTHOE
CBs3pIBAHME C (YJUIEPEHOM U BHYTPUMOJICKYISIPHBIHI
MIEpeHOC MIPOTOHA C 00Opa30BaHUEM NPOIYKTa THAPOAMHUHN -
poBaHus QyiIepeHa.

Mexanusmbl peakiuii ¢ysnepena Cq (1) ¢ ydacTuem
JIMaMHHOB, KOTOPbIE HPHUBOIAIT K MOHOIMKIIYIECKUM IHKIIO-
aJTyKTaM, 3KCIICpUMEHTaJIbHO HE m3ydeHsl. OOpazoBaHue
HEHTpaNbHBIX M HOHHBIX PAaJUKAIbHBIX HHTEPMEIHATOB
MIPEATIONaraloT Ha OCHOBAaHMM BTOPOCTENICHHBIX JAHHBIX:
MOTHBA MPUCOSTUHEHNS aJICH A, BIUSHHS NIPUPOIBI KaTa-
JM3aTopa U UHUIMaTopa. Tak, B KaTaIMTUYECKOW peakluu
CHHTE3a COCOUHEHHS 3a MHTEPMEIUATOM SIBISETCS a30T-
LEHTPUPOBAHHBIA pajvKal AHaMHHA, KOTOPBIH 00pa3yercs
B PE3yNbTaTe OKHCIHTEIBHOTO IETHAPHPOBAHUS HCXOA-
HOTO JMaMHHa M, NPUCOEIMHSACH K Kapkacy (QyiuiepeHa
Ceo (1), mpuBomguT K 0OpazoBaHHIO (yILICPESHIIHLHOTO
pamukana.” TIpu (OTOXMMHYECKOH AKTHBALMM CHHTE3a
coeanHEeHUs 3a B KauecTBE MHTEpMeJara IpeIonaraT
obpazosanue aHHOH-pagukana Ce """ Panee MbI paMbiM
meroziom OIIP mokasamu (hakT mepeHoca 3JIeKTpOHA B COHO-
XUMHYECKOW pEeaKkIin OT MOJICKYJbl THIIepasiHa Ha KapKac
dymrepena ¢ obpaszoBanmem amuoH-pagmkama Cego™,'"”
HUMEIOUIET0 XapaKTepHbIA 3€JIeHbIN uBeT.15 18 B IpeICTaB-
JICHHOH paboTe B COHOXMMHYECKON peakIuM alHKInde-
ckux amuHOB 3a—c ¢ ¢ymrepeHoMm Cg (1) Ha mepBBIX
CEeKyHJaX peakIUH TOXe MPOUCXOJUT OOpa3oBaHHE
pactBopa 3eneHoro 1Beta Cgq)" (MOHHaS mapa A, cxema 1).
Hanee B pesyipraTe peKOMOWHAIMM HMHTEpMeauata A H
KaTHOH-paJyKajla aMHHa IPOUCXOIUT  0Opa3oBaHHE
OunomsipHoro noHa B, KoTopeIli B pe3ynbrare BHYTpPHU-
MOJIEKYJISIPHOTO TIepeHoca HpPOTOHa OT aroMa as3oTa K
atomy yriaepona Qymiepera Cqy (1) mpuBoauT kK 0oOpa-
30BaHUIO HelTpanbsHOro npoaykra C (cxema 1). [TogoOHbie
MIPOJYKTH! THAPOAMHUHUPOBAHHS 00pa3yloTCs MPU HCIIOJNb-
30BaHUU B peaknuu ¢ ¢pymiepeHoM Cgy aMUHOB, UMEIOIINX
00bEMHBIE 3aMECTHTEIH.

B wusywaemoll peakiuum 00pa3oBaHHE IMKIMYECKHX
MIPOAYKTOB He MpoucxoauT B orcyrcteue AM®PA. TTomob-
HBII 9KCHEpUMEHTANBHBIN (PakT OblT 3aUKCUPOBAH HAMH
paHee B COHOXMMHUUYECKOHW PEaKLUM IUKIMYECKUX JUAMHHOB
¢ dymneperom Cgo (1)."° BepositHo, 160 JIM®A, mm6o
MPOAYKTBl €r0 COHOJIU3A SIBJIIOTCS. AKTUBHBIMU Y4YaCTHH-
KaMH peakiuu. Xumudeckue 3(QQeKTsl yabTpa3ByKa CBsi-
3aHBl C KaBUTAlLlMEW, B pe3yJibTaTeé KOTOPOM B pacTBOpe
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"R = H; CH3, CH,N(CH3)C(O)H, C(O)N(CHa),

00pa3yroTCs BBHICOKHE KOHIICHTPAIMU YPE3BBIYANHO peak-
LIMOHHOCIIOCOOHBIX paJKajioB ¥ MOHOB.” [lpu coHonuze
JAM®A ob6pasyrorcs paaukansl ("CHs, "CH,N(CH;3)C(O)H,
"C(O)N(CHj3),) (cxema 1), xoTopbie HACHTU(DHUITIPOBAHEI C
MPUMEHEHUEM paguKaabHOW JOBYIIKU (N-mpem-OyTui-
o-ermnmanTpoHa).”’ BeposaTHO, 3TH paauKaibl OTIEMITIOT
aToMBl Bojopoma oT uHTepMenmata C ¢ oOpa3oBaHueM
6upanukana D, nocneayromas BHYTPUMOJIEKYISpHAS IUK-
JU3aIMs KOTOPOro M NPHUBOIMT K mpoxykram 3a—c. Ilpu
3ameHe IM®A na JIMCO Takxke 00pa3ylOTCsS COOTBET-
CTBYIOIIME IUKIOAIIYKThI, BBIXOABI KOTOPHIX HECKOJIBKO
HUXe, 4eM Mpu ucnonb3oBaHuu [IMDA.

Takum o00pa3oM, BIEpBBIE pa3padOTaH COHOXHMHUYE-
CKHUl coco0 cuHTe3a N-3aMEIICHHBIX MTHIIEPa3HHCOIEpKA-
mux MoHoaIykToB (ysepena Cq. HecomHeHHBIM Tpen-
MYIIECTBOM COBMECTHOTO BO3ICHCTBUS YIbTpa3ByKa U
JAM®A, no cpaBHeHuo ¢ (oTo-, TEPMO- U KaTaluTH4e-
CKAMH CHocOo0aMH aKTHBAIIMA XHUMHYCCKUX PEaKI[HiA,
SIBIISICTCS BO3MOXKHOCTH IIOJTyYSHHS paHee HEH3BECTHOTO
coemuuenust 1'4'-mum3onponmi-1'4',5',6'-TeTparuaponupasuHo-
[2',3"1,9](Ceo-In)[5,6]bymnepena. [Iist cuHTE3a M3BECTHBIX
COCIMHCHUI TNpHMEHEHNE YIBTPa3ByKa IMO3BOJSET coye-
TaTh MSTKUE YCIOBUsA (KOMHATHas TeMIeparypa, MpUCYT-
CTBHE BO3[yXa) CO 3HAYUTEIbHBIM YBEJIWYCHHUEM BBIXOAA
MPOAYKTOB M COKpAIICHUH BpeMeHHU peakuuid. [Ipemioxen
BO3MOJKHBIII MEXaHH3M O0Opa30BaHUS KOHEYHBIX ITHKJIO-
aJIyKTOB (pyJuIepeHa.

JKcIepUMMEeHTaIbHAS YacTh

UK cnektpsl 3amucansl Ha npubope Bruker Vertex 70V
B twieHke u3 pactBopa CHCl;. Y®-BuamMble CHEKTpHI
pactBopoB (2.3-10° M) B CHCl; 3apeructpupoBanbl Ha
cnektpomerpe PerkinElmer Lambda 750 (anuHa onTude-
ckoro myti 0.1 u 1 cm). Crexrpst SIMP 'H u "°C 3aperuc-
TpupoBaHBI Ha crekrpomeTpe Bruker Avance 500 (500 u
125 MI'nm cootBeTcTBeHHO). B KauecTBe pacTBOpHUTENS
ucnonbzoBanbl CDCL—CS,, 3:1, a BHyTpeHHEro craHgapTa —
TMC. Macc-creKTpbl BBICOKOTO pa3perIeH s 3aiCcaHbl Ha
npubope Bruker MALDI TOF/TOF Autoflex-III ¢ mazep-
HOH JlecopOumell 1 perucTpanueil MmojaoKuTeIbHbIX HOHOB
B OTpa)kaTeIbHOM peknMe. B KadecTBe MaTpHIBI HCIONb-
30BaH mparc-2-[3-(4-mpem-6yTundennn)-2-MeTHIPOTICH-
2-unuaeH |mManoHouutpwil. Ananuz BOXKX nposeaen Ha
xpomatorpade Hewlet Packard-1090 ¢ Y@ nerekropom
(Mvaxe 340 HM) 1 KosoHKOW Waters Buckyprep 4.6 x 250 mm
npu Temneparype koionku 30°C, moxBwxHas ¢aza —
PhMe, ckopocth motoka 1.0 mur/muH. [IpomyKThl peakuunit
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pasneneHsl MeToIoM npenapatuBHoit BOXXX Ha xpomato-
rpage Altex-330 ¢ YO nerekropoM (Ayae 340 HM) C
MeTayundeckoit kononkoir Waters Cosmosil Buckypreps
10 x 250 MM mpu KOMHaTHOM TemIiepaType, HNOJABUYKHAs
¢aza — PhMe, ckopocts noroka 2.0 Mi/MuH.

B kadecTBe HCTOYHHKA YIBTPAa3BYKOBBIX KOJICOaHUMH
WCTIONB30BaH JUCIIepraTop yiabTpasBykoBoit Y3/H-2T
(22 xI'm, 20 Br) ¢ mbe3odneKTpHYecKUM Hpeodpa3oBa-
TEJIEeM U TMOTPY)XHBIM TUTAHOBBIM BOJIHOBOJAOM (IHaMETp
M3IyYaomneil moBepxHocT 12 MM). Peakunu nposeneHs! B
crexissHHOM peaktope (100 x 35 MM), CHaOKXCHHBIM
TEPMOCTATUPYEMOU PYyOAIIKOW ISl TIOICPKAHMSI KOMHAT-
HOH TeMIepaTypsl.

B pabore ucnonszoBan dymwieper Cqy (1) (99%, OO0
"HeoTexIIponykr", Cankr-IlerepOypr); N,N'-numerun-
strneHauamMuH (2a) (98%), N,N'-IUdTHISTHICHARAMUH
(2b) (95%), N,N'-nunzonponwnTuieHauamut (2¢) (99%,),
N,N'-nmu-mpem-oyrmmtuieaauamun (2d) (98%), N,N'-au-
¢dermmTHIeHANaMuH (2¢) (98%) dupmbr Sigma-Aldrich;
PhMe, MDA wmapku "xu", stunenauamun (2f) mapku
"qna" (AO "Peaxum JIta.").

Cunre3 1'4'-gnanxua-1',4',5',6'-rerparuaponupasuHo-
[2',3":1,9](Cgo-11)[5,6] pyniepenoB 3a—c (oOmiast mero-
nuka). K pactBopy 90 mr (0.125 mmons) ¢ymiepena 1 B
30 man PhMe nobGasmsrot 1.25 mmons auamuHa (0.135 Mo
nramuHa 2a, 0.18 ma gumamuna 2b wim 0.23 M guamuHa
2¢) u 6 mu JIM®DA. IlonydeHHyI0 cMeCh NOMENIAIOT B
peaxTop ¢ OXJaXIaromei pyOamKkod W MOIBEprarOT BO3-
neiictuio ynpTpasByka 22 k' (20 Bt) Ha Bo3ayxe mpu
KOMHATHOW TeMmmeparype B TeueHue 5 4. MIcXoaHbIN TEMHO-
(HONETOBBINl PacTBOp MPHOOpPETaeT TEMHO-KOPUIHEBBIN
user. Ilociae peaknuu pacTBOpP MPOIMYCKAIOT —dYepes
KOJIOHKY, 3allOJIHCHHYI0 HeOompmmM cioeM (~4 cMm)
cumkarens. [IpoayKT peakuud BBIACISIOT C IMTOMOIIBIO
npenapatuBHoit BOXX. Ilocne ynmameHus pactBopuTeNs
npyu TNOHWXCHHOM JAaBJICHUW TIOJy4YarOT TEMHO-KOPUY-
HEBbIE MOPOUIKU COeTUHEHMH 3a—c.

1'4'-Numerni-1'4",5',6'"-rerparuaponupasuno|2',3':1,9]-
(Ceo-In)[5,6] pyanepen (3a). Beixox 55 mr (55%), 1. mi.
>300°C. UK criextp, v, cM : 732, 1050, 1183, 1431, 1446,
1465, 2796, 2842, 2878, 2942. YO cnektp, Amax, HM (Ig €):
257 (5.07), 328 (4.55), 408 (3.78), 423 (3.64). Cuektp
SAMP 'H, &, m. 1.: 3.02 (6H, ¢, 2CH3); 3.98 (4H, ¢, (CH,),).
Cnextp SIMP °C, §, m. 1.: 47.4; 52.3; 80.5 (C-1,9); 136.8;
139.9; 141.6; 142.4; 142.9; 143.0; 144.2; 144.9; 145.9;
146.4; 146.8; 151.9. Haiineno, m/z: 806.0839 [M]".
CessH oN». Beraucaeno, m/z: 806.0839.

1'4'-Austna-1'4',5',6'-rerparuaponupasuno|2',3':1,9]-
(Coo-11)[5,6] pynnepen (3b). Bexox 47 mr (45%), T. mi.
>300°C. UK cmextp, v, cM : 525, 575, 1138, 1193, 1428,
1453, 1512, 1632, 2858, 2922, 2958. YO cnekTp, Amax, HM
(Ig €): 257 (5.07), 327 (4.55), 408 (3.78), 422 (3.64).
Crextp SIMP 'H, &, m. 1. (J, Tw): 1.53 (6H, 1, J = 6.8,
2CHj3); 3.96 (4H, k, J = 6.8, 2CH;CH,); 4.04 (4H, c, (CH,),).
Crextp SIMP °C, 8, M. 1.: 15.4 (CH;); 43.3 ((CH,),); 49.3
(CH;CHy); 81.0 (C-1,9); 137.1; 137.7; 139.1; 141.6; 141.7,
142.5; 142.8; 143.0; 143.2; 145.0; 145.5; 145.7; 145.8;
145.9; 146.3; 146.6; 148.3; 152.9. Hatineno, m/z: 834.1163
[M]". C¢¢H14N>. Beraucieno, m/z: 834.1151.

1'4'-Innzonponnia-1',4',5',6'-Terparnaponupasuno-
[2',3":1,9](Ce0-11)[5,6] pyrnepen (3c). Brixox 41 wmr
(38%), 1. 1. >300°C. UK cmektp, v, em s 474, 525, 575,
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591, 1080, 1149, 1180, 1193, 1385, 1435, 1463, 1506,
1633, 2852, 2920, 2959. Y® cnekTp, Amax, HM (Ig €): 258
(5.07), 332 (4.55), 404 (3.78), 424 (3.64). Cnextp SIMP 'H,
o, m. o. (J, I'm): 1.31 (12H, &, J = 7.1, 4CH3); 3.46-3.59
(2H, M, 2CH); 4.10 (4H, ¢, (CH;),). Cnextp SIMP BC, 8, . o
26.2; 46.3; 51.2; 78.0 (C-1,9); 135.1; 137.2; 140.2; 141.8;
142.9 (2C); 143.0; 143.9; 144.9; 145.5; 145.9; 146.3;
146.6; 151.9. Haiineno, m/z: 862.1465 [M]". CesH;sNo.
Brraucneno, m/z: 862.1465.

@ailsl cCOIPOBOAUTEIbHBIX MAaTEPHUAIOB, COACPKAILMM
cniextpsl IMP 'H n °C u mMacc-cniextps! coemuennii 3a—¢, a
taioke crnektp 'H—"C HMBC u Y® cnektp coeIuHeHHs
3b, nocrymnen Ha caiite xypHana http://hgs.osi.lv.

Paboma evinonnena npu ¢unancosoii noooepaicke
Poccuiickoco ¢onoa ynoamenmanorvlx ucciedo8anuil
(epanm 19-03-00716a).
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