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[lokazano, 4TO conm S-MeTHIIOKCa3010[3,2-a|IMPUINHAS PEearnpyloT ¢ aleraneM N-MeTHIaMHHOALETaIbIeruaa ¢ oOpa3oBaHUEM
(GYHKIMOHATM3UPOBAHHBIX 5-aMUHOUWHIIOIM3UHOB, KOTOPBIC, B CBOIO OYepellb, B KUCION cpele CIOCOOHBI 3aMBIKaTh MTUPUMUIHHOBBIH

LUK, 00pa3ys a3a[3.3.2 | iKIa3uHEIL.

KiioueBble ci10Ba: 5-aMHHOMHIONH3HHBL, OKCa30i0[3,2-a|nupuanHel, THPpUMAAO|6,1,2-cd|MHAOMN3MHEL, TEeperpyNIupOBKa, TUKIU-

3anus, crnekrpockonus AMP.

PasBurne Teopuu apoMaTHYHOCTH BBI3BAJI0 MHTEPEC K
CHUHTE3Y nepu-KOHACHCUPOBAHHBIX WHIOJIH3MHOB — ITHKIIA-
3uHOB 1 ¥ ux aHanoros.' XuMus ke reTepoaHaNoroB TaKHX
CTPYKTYp, B TOM YHCIIE AHTHapOMATHYECKHX, BCE elle
w1oxo uccienoBana. Ha puc. 1 npuBeneHs! 3BeCTHBIE Ha
CEeTOJHAIIHUNA JIEHb MpencTaButenu psiaa [3.3.2]uuki-
asuHoB 1a—i.”

CHHTE3 TaKKX 1IMKJIA3UHOB BKIIIOYAET HAJICTPOMKY MSTH- U/
MIIM IIECTHYNIEHHOTO IMKJIa® B COOTBETCTBHHM C LMKIIH-
3alIMOHHBIMHU CXEMaMH, H300pakeHHBIMH Ha pHUC. 2.
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[IpenmectBenuukamu [3.3.2 JIUKIa3UHOB TEOPETHUECKH
MOTJIM OBl CIYXXUTh WHAOIHU3UHBI 2, COAEPIKAIUE TeTepO-
aTOM B IOJIOKEHHMH 5, OJHAKO 3TH COEIUHEHHUS TPYAHO-
JIOCTYNHBI. B Hamelf uccienoBaTensCckoil rpymme Oblia
pa3paboraHa HOBas CTpaTerdsi CHHTE3a 5-3aMELICHHBIX
UHJOIM3MHOB PEIMKIN3alUel colael OKCa30JIONUpUANHUS 3
noj neiicTBHEM HyKIeO(HIOB (AMMHOB M AlKOTOJISTOB).’
Hcnonp3oBanue OM(PYHKIMOHAIBHBIX peareHToB (Nu —
HyKJIeo(UIBbHBIN reTepoatoM, E — anekTpodmibHbIN yrie-
POIHBINA LIEHTP) B TaKOH PEaKLUH MOTJIO OBl NMPHUBECTH K
WHAOIW3WHAM 2, TOTCHIHAIBHO CIIOCOOHBIM K IIHKIIH-
3alUsIM B aHAJIOTH IMKIA3MHOB 1 IyTeM aTaku 3JIEKTpO-
¢uIBHOrO aToMa MO M-M30BITOYHOMY HMHUPPOJILHOMY (hpar-
MeHTy (cxema 1).

[MoaxoasmMu peareHTaMu MOTJIH OBl CIIY>KHTH IIPO-
W3BOJIHBIE AMHHOB, COAEpKaIne KapOOHMIBHYIO TPYIIITY
Ha KOHIE Iemu. Pa3zymeeTcs, Takue peareHTHl IOJDKHBI
OBITH YCTOMYMBBEI B YCIIOBHSX PEIMKIU3AINH (BBICOKHE
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Pucynok 2. [Tpunimrst noctpoenus [3.3.2]|1MKIa3HHOBOM CHCTEMBI.
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TEeMIIepaTypbl ¥ KOHLEHTpalM peareHToB). B cmyuae
BTOPUYHBIX aMHHOB HAIIUM TPEOOBAHUSAM yOBJIETBOPSIOT,
HampuMmep, N-MeTwnamuHoaneranpaerun (B gopme
arerans) u 3¢pup N-MeTHITINIrHA (CapKo3MHa). DTa cTpa-
TETHUsl, OHAKO, JI0 CHX IIOp HE HCIIOJIb30BaHA B CHHTE3E
reTepoaHaloroB nukiasuHa. llens Hacrosmiel paboTHI
COCTOSUIA B allpOOaniy YKa3aHHOH METOIOIOTHH.

Kak OpDIO TOKa3aHO B Hamiel aboparopuu, 5-3ame-
IICHHbIC MHIOJM3HHBI SBISIOTCS HEYCTOWYMBBIMH COEIH-
HEHHSMH, JIETKO OKUCIAIOUIMMMCA Ha Bo3ayxe. OnuH u3
IIPUMEPOB YCTOMYUBBIX CUCTEM — S5-3aMEILECHHBIM HHJO-
JIM3HH, COJEpXKaIlIMN napa-HATPO(QEHUIbHYI0 TpyINy B
nonoxeHunu 2. [TosTomMy 111 JanbHEHIIUX HCCIIEIOBaHUM
Hamu OblTa BHIOpaHa UMEHHO 3Ta MOJEJb, CHHTE3 KOTOPOii
OIIMCaH B JUTEpaType.

Ilepxnopar oxcazononupuauHus 3a ObUT BBEIEH B
pEeaKknuio ¢ JUMETHIIaleTaneM N-MEeTWIaMHHOYKCYCHOTO
anpernaa. Peakiys mpoTekana MpH KHISTYCHHH B Cpele
amuHa B TeyeHne 20 MHH, IIPU 3TOM OKpacka CMEHWJIACh
CHayaja Ha SPKO-BHIIHEBYIO, a 3aTeM Ha KOpHUUYHeBYo0. [1o
maaabiIM  TCX OBDIO  3aperucTpUpOBaHO 0OOpa3oOBaHHE
HOBOTO COEIMHEHHs, KOTOPOE OKPAIIMBAeTCS PEaKTHBOM
Spm/lxa?? B CHHHUU IBET (Ka4E€CTBEHHAs PEaKIusl Ha WHJIO-
JIM3MH CO CBOOOAHBIM MojiokeHueM 3 w/wimu 1). Macns-
HHUCTBIH TMPOAYKT 2a ObUI BBIJETICH XpoMarorpaduyecky,
onHako BbIxox Obl1 HeBbicokuM (30%) (cxema 2). B
cnekrpe SIMP 'H noydeHHOro coeiMHenns HaGmoaaroTes
CHUTHAJBI apOMaTHYeCKHMX NPOTOHOB HWHIOJHM3WHA B
obmactu 6.19-8.06 m. n., nyomer mpotoHoB Tpymmsl CH,
pacnosoxkeH npu 3.25 M. na., Tpuruier nporona CH
ameranpHOrOo (parmenrta — npu 4.69 M. 1. I[IpoToHBI
aleTaJbHBIX METOKCUTPYIII MPOSBIISIOTCS B BHJIE CHHIJIETA
B oOmactu 3.42 M. 1. (Tabm. 1).

Ta6auna 1. Crexrp SIMP 'H (CDCl;) HHionM3HHOB 2a—¢
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CoenuHeHne 2a 0Ka3ajoCh JIOBOJBHO HECTAOMJIBHBIM M
JIETKO OKMCIBUIOCH HAa BO3AYXE, YTO 3aTPyIHSUIO JanbHei-
myro padory. Ilpn MOmBITKE NUKIM3AINH IOIYYEHHOTO
WHIONM3WHA 2a KunsueHueM (B TteueHue 20 MuUH) B
COJISTHOW KHCJIOTe HaONoAanoch 00pa3oBaHHE TPYIHO
UACHTUGHUIUPYEMOH CMECH TPOAYKTOB. AHAJIOTHYHBIM
obpazoM 1mpum 00paboTke coeamHeHWs 2a TpuUpTOp-
YKCYCHOM KHCIIOTOH B TOKE aproHa OBUIO 3aperucTpu-
poBano (MmetogoM TCX) oOpa3zoBaHre HOBOTO COSAMHEHHUS,
OJIHaKO TP yMapUBaHUU PEAKIIMOHHON CMeCH NMPOU30IIII0
€ro pasloxkKeHHe.

Ta xe peakuus uHponusuna 2a ¢ CF;COOH Obuia
nposezeHa B pactsope CDCl; npu 20 °C B amnyne SIMP.
IlepBoHauanpHO HaOIIOAATIOCH MCYE3HOBEHHE CHUTHana
nporona H-3 u nmosiBnenue HoBoro curhana rpynnsl CH,
npu 5.63 M. 4., 4TO COOTBETCTBYET HPOTOHUPOBAHHOM
dopme wmmmommsmma.! OpHako dYepes CyTKH OKpacKa
PAcTBOpa CMEHMJIACh Ha APKO-KpacHyio, a B criektpe SIMP 'H
CHTHAJIOB MCXOJHOTO MHJOJHM3MHA He HaOmopanock. Cur-
HaJIbl IPOTOHOB TMMETHJIALIETAIBHOM rpyrbl npu 3.74 M. 1.
HCYE3NH, BMECTO 3TOTO MOSBWJINCH CHUIHAJBI IPOTOHOB
OTIICNIMBIIETOCA METAaHOJa C XapaKTepHBIMH XHMHYe-
CKHMMH cIBHramMu. B cmekTpe oOpa3oBaBIIerocsi coenuHe-
HUS YETKO BHJIEH curHan Hooi rpymms! CH, pu 5.10 M. 1. u
HoBo# rpynmel CH mpu 6.27 M. a. OnuH W3 CHUTHAJIOB
MPOTOHOB WHJIOJM3MHOBOTO IMKJIA WCYe3, a Jpyrue
CMECTHJIMCh B 00nacTte 0Oojiee CHIBHOTO TOJIS, YTO, TO-
BU/INMOMY, CBHJIETEIECTBYET 00 00pa3oBaHNMHU OeH3MINE-
HOBOW CTPYKTyphl. Ha OCHOBE 3THX JaHHBIX MBI IPEJIO-
JIOXKWIIM, 9TO CTPOCHHE MOIYYCHHOTO COCIUHEHHS OTBE-
qaer cTpykrype 1j. IlonHas wuHTepnperanus CIEKTPOB

XuMu4ecKue cIBUTH, O, M. 1. (J, I'y)

Coenu-
HeHme H-1 Ar H-3 H-8 NCH; CH, CH OALk 7-CH, ArCH;
(1H,¢)  (2H,m); QH, ™M) (1H,¢) (1H) (3H, ¢) (2H) (1H) (3H, ¢) (3H, ¢)
2a* 6.79 7.83-7.85; 8.06 7.19 2.97 3.25 4.69 342 - -
8.25-8.27 (1, J=8.8) (1,J=48) (1,J=48) (6H,c,2CH;)
2b 6.66 7.15-7.17; 7.72 7.03 (c) 3.19 3.44 4.63 3.31 241 242
7.54-7.56 (n,J=53) (1,J=5.3) (6H,c, 2CH;)
2¢ 6.69 7.22-7.24; 7.83 7.01 (c) 321 4.05 (c) - 1.51 241 243
7.57-7.59 (9H, ¢, C(CHa)s)

* [Ipoune curHansl: 6.19 (1H, 1, J = 8.8, H-6); 6.74-6.76 (1H, m, H-7).
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3aTpyAHEHa M3-3a NMPHUCYTCTBUS B CMECU IPOLYKTOB pa3-
JIOKEHMS UCXOIHOTO COSAUHEHHS 2a.

H3BecTHO, 4TO 5-aMHMHO3aMEIIEHBIE HHAOIM3UHBI SBIISIOT-
Csl HEYCTOMYMBBIMK COEIMHEHHSIMH, JIETKO OKHCIIIOIIMMHUCS
Ha Bo3myxe.” Hanbornee CTabHIIbHbIC COCTMHEHHS ITOTO PAaa
CozieprKaT IMEKTPOHOAKLEITOPHBIE TPYHITHI B MHPUIMHOBOM
IWKJIE, TT03TOMY IUIsI MX CHHTE3a HEOOXOAMMO MPHUMEHATH
COOTBETCTBYIOIINE NPOM3BOAHBIC mupuauHa.”’ B  Haureii
paboTe MBI HUCIONB30BAIM  JIETKOJOCTYMHBIH — TOMOJIOT
3-IMaHONMPHUUH-2-0Ha, KOTOPBIH YNajloCh NPEBPaTHTb B
cosb okcazononupuauHust 3b eHarmMpoBaHueM U TocIe-
JyIOIIeH IIMKJIOKOH/ICHCAIMEH 0 paHee pa3pabdOTaHHOH HaMK
Merozuke.’

Hcnonp3oBaHUEe HATPUEBOH CONMM HCXOAHOTO IIMAHO-
MUpUAOHA (CIIOCOOCTBYIOIIEE ANKMIMPOBAHUIO IO aTOMY
a30Ta) ¥ MPOBEICHUE DPEAKIHH B HOH-COJBBATHPYIOIEM
pactBoputene (Hampumep, JAM®PA) pmomkHO OBLTO
YBEIMUYUTh BBIXOJ N-aJKMIUMpOBaHHOro uszomepa 4b.
HecmoTtps Ha HeBbICOKMI BbIXOA coenuHeHHs 4b (u
oOpazoBaHne NOOOYHOTO MpoaykTa O-aNKUINPOBaHUS 4a)
Ha TNEpBOM CTaIuM, Mbl HAlUIM 3TOT METOA YIOOHBIM,
MOCKOJIBKY OH He TpeOyeT MCIONb30BaHus XpoMaTorpaduu
U MOXeT OBITh OCYIIECTBJIEH Ipu OOJBIIMX 3arpy3Kax
pearentoB. [lox nefictBuem kucnotsl N-penammmumpunon 4b
MOZAABEprasics IUKIU3ALMN B OKCA30IOMHMPUANHUEBYIO oMb 3b
(cxema 3). B maHHOM ciy4ae BO3MOXEH THAPOJIU3 IHAHO-
TPYIIbI, OAHAKO TpPH [CHCTBHM KHCIOTHI B TCUCHHUE
30 MMH OMKIM3aIMs MPOTEKana MOJHOCTHIO M THAPOJIH3a
He HaOmojmamochk (Kak W B ciydae napa-OpomM¢eHm-

npOI/I3B0;[H0r0)7.
Hns peumknuzauuu conu 3b B KayecTBE BTOPUUYHBIX
aMUHOB ObUIM BBIOpaHBl JUMETWIALETANb [N-METHII-

aMUHOYKCYCHOTO anblieruna u 3¢pup capkosuHa. Permkim-
3aIMI0 TPOBOJUIM TPU KHUISYEHUHW B HM30BITKE HCIOJb-
3yemoro amuHa (cxema 3). CTpyKTypsl HOJIYYEHHBIX NPH
aToM coenuHeHuil 2b,c moaTBepxAeHb naHHbIMH UK,
SIMP CHeKTpOCKOIMHU U 3JIEMEHTHOTO aHAJINU3a.

Peakimst  mepxsiopara 3b ¢ auMeTrunaneraieMm
N-MmeTnmiaMuHOAIeTANbCTHAA TIPU HArPEeBAaHUH B aleTo-
HUTpWIIC TIpHBeda K OOpa30BaHHWIO JIMIIb CJEIOBBIX
KOJIMYECTB TMpPOJyKTa peuukiauszanuu 2b. OpHako mpu
KHITYCHAN 0e3 pacTBOpPUTENs B M30BITKE aMUHA IICNIECBOU
uHAoMM3uH 2b ObuT Mody4eH ¢ BeIxogoM 25% (cxema 3).
Crnekrp SAMP 'H JUMETHIIALETAIBHOTO MPOU3BOIHOrO 2b

XOPOIIO COTJAacyeTcss CO CIEKTPOM IIOIyYE€HHOr0 HaMu
panee coenuHeHHS 2a (Tabdm. 1).

Ipu peiicteun CF;COOH Ha wamommsuH 2b dyepes
CYTKH TIOCTIE Hadalla 9KCIEPUMEHTa PEaKIIMOHHBII pacTBOP
MpUOOpETaN SPKO-KPAacHYI0 OKpPAacKy, a MCXOIHOE COEAU-
HEHHE IIOJHOCTBIO IIPEBpaIllaiock B TpHUpTOpareraT
nupuMuponnaommsuans 1k (cxema 3). OOpaszoBanue
MPOJYKTOB Pa3loKeHUs] MHIOMM3MHA 2b He Habmonanoch,
YTO TO3BOJHJIO 3apETHCTPUPOBATh M HHTEPIPETHPOBATH
crextpsl SIMP 'H u *C npoaykra nuxmmsamun 1k (puc. 3).
[TonsITKa npeBpatuth coib 1K B HEHTpanbHOE COEANHEHNE
JICWCTBHEM OCHOBaHMA (LIEJOYM WIM TPHUITHIAMHUHA)
NpUBeJIa K pa3iioKeHH0. BeposaTHo, HecTaOMIBHOCTD COOT-
BETCTBYIOMMX KaTHOHaM 1j,K HeHTpambHBIX cHCTeM CBs3a-
Ha C MX aHTHAPOMATHYHOCTBIO.

Capko3WH WCIONB30BATIH B BHIC Mpem-0yTHUIOBOTO
3¢upa, 9TO NODKHO OBIIO HPEIOTBPATHTh €r0 CaMOKOH-
neHcanuio. [lomyyeHHOe B JaHHOM cllyyae COEJUHEHHE 2¢
0Ka3aJOCh JIOBOJIFHO YCTOWYMBBIM, HO 00Pa30BBIBAJIOCH C
HIBKHUM BbIXo#oM (20%) m TpeboBano xpomarorpadu-
ueckoil oumctkn. B cmextpe SIMP 'H coenumenus 2c¢
BUJHBI CHUTHAJIBI MPOTOHOB MHIONW3MHA (Tabn. 1), B ToM
guciae nporoHoB H-1, H-8 u H-3 mpu 6.69, 7.01 u
7.83 M. A. cooTBeTCTBeHHO. Takxke HaOIIOJAOTCS] CUTHAJIBI
(dbparmeHTa mpem-0yTHIOBOrO 3(dupa CapKO3WHA: CHHT-
neTsl poToHoB rpymnmnsl CH, mpu 4.05 M. 1., N-MeTUIbHOM
rpynmnsl npu 3.21 M. 1. U mpem-0yTHUIBHON TPYIIBI MIPU
1.51 m. 1.

3ameTum, 9TO mpem-OyTWIOBBIH (Up CapKO3MHA OBLI
MOJYyYeH B3aUMOJCHCTBHEM mpem-OyTWIXIIOpaeraTa ¢
BOJHBIM DPacTBOpOM MeTHiaaMuHa B mnpucytctBuu Kl ¢
BbIxoAOM Juiib 7%. IloaToMy ¢ LEnbl0 COKpalleHus
pacxona 3¢dupa capko3WHAa W YBEJWYEHHS BBIXOAA MPO-
JyKTa pPEOUKIN3aluy 2¢ Mbl TNPEINPHHSINA TONBITKA
ONTMMM3AaLUM  ycJIOBUM  peuukiausanuu. Harpesanue
coenuHenust 3b B aueronutrpwie uan IM®PA ¢ wucnois-
30BaHMEM 3 3KB. OCHOBaHUS (4-AMMETHIAMHHOIMPHUINHA,
TpudTUIAMUHA) W | DOKB. mpem-0yTUIOBOTO ddupa
CapKo3WMHa He MPUBEINIO K 0XKUIAeMOMY IIPOM3BOAHOMY 2C.
Bo Bcex cimydasx €IMHCTBEHHBIM IPOAYKTOM, BBIAEINISC-
MBIM U3 PEAKIMOHHOW CMeCH, ObLI MPOAYKT €ro TUMEpHU-
3amuu. TakuM 00pa3oM, XOTA HWHIOJW3UH 2¢ C aMHUHO-
KHCJIOTHBIM OCTaTKOM OBII TONyd4eH (a ero CTPyKTypa
MOJTHOCTBIO JIOKA3aHa), HHU3KMH BBIXOA W TpPyJOeMKas

Cxema 3 Me - ~_— CF3CO,H Me
/ Ar ———>»
N
NC NC
OMe
Me N Me N
| Me™ Me™
N OMe
NCT Y o 2b
Me Me 1) EtONa, EtOH 4a O\)kAr MeNHCH,CH(OMe),
X rt, 30 min A. 30 min
_— + ’
NH  2) ArCOCH,Br 1) H,SO
NC 2! 2 4
S DMF, 80°C,2h M€ |\ € i, 30min M€ |\ Me  MeNHCH,COBu-t Mes A~ =
—_— . - > Ar
NG N 2) HCIO, ne AN A, 30 min Ne NN
- o)
Ar = 4-MeCgH © O;\Ar e O% cl0 Me/N\/l(
r=4-Me 4b
o 3b Ar 2¢ OBu-t
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Pucynoxk 3. CnekrpanbHoe uccienoBaHue peakuuu coenuHeHus 2b ¢ CF;COOH B
ammyne SIMP: a) cnektp SIMP 'H ucxoamoro coexuueHus 2b; b) cnektp SIMP 'H
coequuenns 1k; ¢) cniextp SIMP C coenunenns 1k.

paboTa TO €ro BEBIICICHUIO HE IMO3BOJIIM HAM CHHTE-
3UpPOBaTh JAHHOE COCTUHEHHWE B KOJWYECTBE, HEOOXO-
JUMOM JUIs ITOCJIEAYIOIUX MPEBpaILeHU .

Takum o00pa3oMm, BIepBbIE MOJYYEHBI HWHIOIU3HHbI,
3aMEIeHHbIE 110 TMOJOXKEHHI0O 5 QparMeHTamMu mpen-
OytunoBoro »¢upa capko3mHa W N-MeTwi-2,2-TUMeT-
okcmdTaHaMyHa. CHHTE3WpOBaHBI M HCCIEIOBAHBI METO-
oM criekrpockonuu SIMP npousBoaHble paHee HEU3BECT-
HOW TETEePOIMKINIECKON cuctembl 2H-mupumunio|6,1,2-cd]-
UHIOJIU3HHUSL.

3KC]’[epHMeHTaJ1]>Ha$[ 4yacThb

UK cnektpsl 3apeructpupoBansl Ha crnekrpomerpe UR-
20 B BasenmHoBoM Macie. Crmektpsi SIMP 'H B¢
3aperucTpUpOBaHbl Ha criekTpomerpe Bruker AM 400 (400
n 100 MI'm coorBerctBeHHO) B JIMCO-dg (criekTpsr
SAMP 'H coneii 3b, 4a,b) u B CDCl; (ocTanbHble CIEKTPBI
SAMP), BayTpenunii ctaagapt TMC. DneMeHTHbIH aHAN3
npoBeneH Ha mpubope vario MULTI cube. TemmepaTypsl
IJIaBJICHUS ompeneieHsl Ha ammapaTte Electrothermal

272

[1A910. Koa¢hdumueHnT mpeaoMiteHus TOTYISHHBIX KAIKUX
MPOAYKTOB ompeneneH Ha mpubope WPD-22. [lns
TOHKOCJIOMHOW XpomaTtorpaduu HCIIOJIB30BaHbI TUIACTHHBI
Silufol (mposiBnenne Y@ wuzinyueHuem), JUis KOJIOHOYHOM
xpomarorpapun — cuinukarenb ¢upmbel  Acros (0.04—
0.06 mMm). Bee ncmnonp3oBaHHBIE B PabOTe PAacTBOPHTENN
OYMIIEHB! AUCTILIANNEH.

IepxJiopat 5-meTua-2-(4-uuTpodeHuT)0KCca30J10-
[3,2-a]lmmpuaunns  (3a)’ (Bbixom 69%), 4,6-aMMeETHI-
3-unanonupumun-2(1H)-on® (Bbixon 98%) u mpem-
GyTHJIOBBII (UDP XJIOPYKCYCHOH KHCIOTBI  (BBIXOX
53%) moJry4eHsl 10 U3BECTHBIM METOMKaM.

Peuukansanusi cojm  okcazojonupuaunus (3a).
K 0.4 r (1.13 MMonp) mepxiiopata OKCa3oJONMUPUAUHUS 3a
nobaBmsior 6 M3 AuMeTwianerans  N-MeTHIaMHHO-
YKCYCHOTO aIIbJeTH/A, PEaKIMOHHYI0 CMECh KHIIATAT B
teuenne 20 muH. VIcXOmHBIA Tepxiopar ObICTPO pacTBO-
psieTcs, OKpacKka pacTBOpa MEHSETCS C JKENTON Ha BHUIIHE-
BYIO, KOTOpasi nepxkurca okono 10 MuH, 3aTeM pacTBOp
CTaHOBUTCS KOPHYHEBBIM. PEakIMOHHYIO CMECh OXJIax-
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JIal0T 710 KOMHaTHOW TeMIlepaTyphl M BbUIMBAIOT B 10 M
H,0. OGOpa3zoBaBuryrocss 3MyJibcHI0 dKcTparupytor PhH
(2 x 10 mu), oprannueckuid cioil ynapuBaroT. MacisHu-
CTBIf OCTATOK OYHINAIOT KOJIOHOYHOH XpomaTorpaduen
(amoent CHCI;, R¢ 0.6), monydas N+2,2-TAMeTOKCHITI)-
N-meTnja-2-(4-HuTpod e HUI) MHA0JIU3UH-S5-aMUH (2a).
Bexox 0.12 r (30%), xentoe Macio, pasimararornieecss Ha
Bosayxe. Criextp SIMP °C, 8, m. 1. 146.0; 144.7; 142.7;
139.3; 135.7; 126.1; 124.2; 119.0; 114.4; 108.3; 102.5;
99.7; 97.6; 55.0; 53.9; 40.4.

Peakuus uuKJIM3AUUMH WHAOJIW3MHA 2a mTOx Aeli-
creueM CF;COOH (8 amnyne SMP). Perucrpupyror
ciektp SIMP 'H pactsopa 20 mr uxmonusuna 2a 8 CDCls.
IMocne storo nobaemstor 1 kammro CF;COOH, mepe-
MEIIMBAIOT U IIOBTOPHO PErHCTpUpYyrOT crekrp SAMP 'H
yepe3 1 u u uepe3 1 cyT. PUCYyHKH CHIEKTPOB NpPUBEICHBI B
(aiine compoBOANTENEHBIX MATEPHAIIOB.

®enanuanposanme 4,6-1MMeTHI-2-0KC0-1,2-1MruApo-
NMPUAUH-3-KAPpOOHUTPHJIA M pa3jejieHHe CMecHu H30-
MepoB (1o TuTepaTypHoii MeToauke) . K pactBopy EtONa,
npurotoierHoMy u3 3.1 T (0.135 momp) Na B 50 mn
EtOH, no6asmsror 20.0 r (0.135 wmonp) 4,6-auMeTHi-
2-0Kc0-1,2-IUruAPONUPHUINH-3-KapOOHUTPHUIIA, CMECh TIepe-
MemuBaloT B TedeHue 30 MuH, 3aTeM ynapuBaloT J0CyXa.
K monyuennoit comu mobasmstor 28.8 r (0.135 mous)
4-metundenanunopomuna u 100 mn ade. IM®DA. Peak-
LIHOHHYIO CMECh HarpeBaroT Ha BoAsHOM Oane npu 80 °C B
TEUCHHE 2 9, OXJKIAIT IO KOMHATHOH TeMIepaTypHl,
BEUTHBAIOT B BOJY CO JIBIOM, BBITIABIIUI OCAaIOK OT(IIHT-
poBeiBatoT. [lomydeHHYI0 TakuMm oOpa3oM cmecb N- U
O-aNKIUITUPOBAHHBIX H30MEPOB MOXKHO Pa3leiHTh JBYMS
meronamu. Meton | ocHOBaH Ha pa3IW4YHOW pacTBO-
puMocTH 3THX BemecTs (u3omep 4b pactBopsiercs 8 CHCl;
u EtOAc xyxe, wem momep 4a). ns pazgencHus
HN30MEPOB IOJYYEHHBIH OCAJOK IMOMEIIAT Ha (QHUIBTP
orra u Heckodbko pa3 mnpombiBaioT cmecbto CHCl3—
EtOAc, 1:1. OcraBuieecst Ha (GUABTPE BEMIECTBO MEPEKPHC-
tamu3oBeBaloT w3 EtOH. Metox Il 3akmouaercs B
HCTIONB30BaHUHN KOJIOHOYHOH Xpomarorpaduu (TpagueHT-
Hoe HsmoupoBanue dYepe3d Si0,, amoentr CHCl;, 3atem
EtOAc).

4,6- TumeTn.a-2-[2-(4-meTuiadenn)-2-oKcoITOKCH|-
HUKOTHHOHUTpHA (4a). Bexox 12.0 r (31%, meron 1),
OecrBeTHBIC KpucTamwel, T. T 133-135 °C, Ry 0.5
(CHCI3). Cnextp SIMP 'H, &, m. 1. (J, T): 7.87 (2H, n,
J=79,H Ar); 732 2H, o, J = 7.9, H Ar); 6.86 (1H, c,
5-CH); 5.73 (2H, ¢, CHy); 2.48 (3H, ¢, CH3); 2.44 (3H, c,
CHj;); 2.31 (3H, ¢, CHj).

4,6-Iumerni-14{2(4-merniadenni)2-0KkcoITH]2-0Kkco-
1,2-quruaponupuaun-3-kapoountpui (4b). Beixon 9.3 ¢
(25%, meron I), 6ecuiBeTHBIE KpUCTAILIHI, T. TI. 182—183 °©
C, R 0.2 (CHCI;). Crektp SAMP 'H, §, m. 1. (J, ['m): 7.98
(2H, n, J =179, H Ar); 737 (2H, n, J = 7.9, H Ar); 6.28
(1H, ¢, 5-CH); 5.59 (2H, ¢, CH,); 2.46 (3H, c, CH3); 2.40
(3H, ¢, CHs); 2.30 (3H, ¢, CH3). Criextp SIMP °C, 8, m. 1.:
191.1; 160.7; 158.7; 150.9; 145.4; 132.0; 129.6; 128.2;
115.2; 109.3; 101.3; 50.3; 21.7; 20.9 (2C). Haiineno, %:
C 7264, H 593, N 10.13. C]7H]6N202. BBI'—H/ICJ'ICHO, %:
C 72.84; H 5.75; N 9.99.
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Iepxnopar 5,7-numernn-2-(4-mertuiigeHn)-8-nuano-
oKkca30/10[3,2-a|nupuaun-4-us (3b). K 0.6 v (2 mMmonn)
N-dpernammmupunosa 4b nobasmsaior 5 M koHI. HpSO,
CMECh TIEPEMEIINBAIOT P KOMHATHOH TeMIepaType B
teuenue 30 muH, 3aTeM BeuMBaOT B 50 mia H,O u moOas-
msor 2 man 70% HCIO4. BemaBmmii ocamok OTOMIBT-
poBeIBaroT, mpoMbiBaroT PhH u cymar Ha Bozgyxe. Brixon
0.7 T (90%), GecuBeTHBIe KpUCTAILTBL, T. TWI. 249-250 °C.
Cnektp SIMP 'H, 8, m. 1. (J, T'm): 9.49 (1H, ¢, H-3); 7.96
(2H, n, J =179, H Ar); 747 (2H, n, J = 7.9, H Ar); 2.95
(3H, ¢, CHj); 2.87 (3H, c, CHj3); 2.49 (3H, ¢, CHjy).
Haiineno, %: C 56.10; H 4.11; N 7.80. C;7H;5sN,O;CI.
Brruucneno, %: C 56.29; H4.17; N 7.72.

Hoayyenue mpem-6yTnjioporo 3¢gupa capko3uHa.
Cwmeck 30 mi (0.21 mons) mpem-0yTunoBoro 3¢upa XJop-
ykcycHo# kucnotel, 34.9 r (0.21 mons) KI u 1 11 40% BoZ-
Horo pactBopa MeNH, nepeMemmBaioT Npu KOMHATHOM
TemriepaType B TedeHue | cyT. PeaknmoHHyl0 cMmech
skctparupyoT CH,Cl, (3 x 100 M), 3KCTpaKT IMPOMBIBAIOT
H,O, cymat Hag Na,SO4, QUIBTPYIOT W ymapuWBalOT Ha
poTopHOM mcmapurene. OCTaToK MEPETOHSIOT B BaKyyMe.
Bexon 2.3 1 (7%), GecuBeTHas XHIKOCTb, T. KUM. 74—
75 °C (26 MM pT. ct.), np'° 1.4164 (1. xun. 76.5-78 °C
(40 MM pT. c1.), np> 1.4148).'°

Penuximsanusa nepxjopara okcasojonupuaunusa 3b
nojA JeicTBUEM mpem-0yTUJI0BOr0 3Qupa CAPKO3UHA.
K 0.1 r (0.27 mmomnp) mepxiopata 3b mo6apmstor 0.7 mi
(4.50 MmMo1TB) Mpem-OyTUIOBOTO 3(Hpa CapKO3HHA, CMEChH
KunATAT B TedeHne 30 muH. OKpacka pacTBopa MEHSETCS C
JKENITOM Ha BHIIHEBYIO, 3aT€M CTAHOBUTCS KOPHYHEBOM.
Cwmech oxnaxzaatoT, BeutnBatoT B 20 mu1 H,O, nonydyennyo
aMysbcrio dKcTparupyiot EtOAc (2 x 10 mur). Opranmye-
CKHH 3KCTPaKT YMapHBaIOT, OCTATOK HECKOJBKO pa3 Ipo-
MBIBAIOT METPOJIEHHBIM 3QHupoM, pacTBop ymapuarT. [lo-
Jy4YeHHBIA mpem-0yTua-2-{(meruwi)|7-Merunn-2H(4-vierui-
¢eHm)-6-UHAHOUHIOIM3UH-5-WI|aMuHO})-aneTaT (2¢)
nepekpucramm3osbBaoT 13 EtOH. Brixog 20 mr (20%),
JKeNThle KpucTausl, T. . 132-133 °C. UK cnekTp, v, oM
1625, 1715 (C=0), 2225 (C=N). Cniextp SIMP "°C, 8, m. 1.
168.8; 148.7; 136.9; 134.5; 131.5; 129.6; 127.1; 126.2;
124.6; 117.4; 114.1; 107.9; 98.7; 82.2; 76.7; 55.4; 39.7,
28.1; 21.2; 20.0. Haiineno, %: C 74.02; H 7.21; N 10.39.
C,4H,7N50,. Beraucieno, %: C 74.01; H 6.99; N 10.79.

Peunkansanusi nepxJjopara okcazojonupuaunus 3b
noJ JeiicTBHeM ANMeTHJIaNeTaNs1 N-MeTHIAMHHOYKCYC-
Horo aapaernaa. K 0.2 r (0.55 mMoib) oKcazononupu-
nuaug 3b poGaBisror 2 MII AUMETWIANETains N-MeTHII-
aMHUHOYKCYCHOTO QJIBJETH/A, CMECh KHUIATAT B TEUCHHE
30 muH. OKpacka pacTBOpa MEHSETCS C KEJITOW Ha BUIIHE-
BYIO, 3aT€M CTAHOBHTCS KOpHYHEBOH. CMeCh OXIaKAAIOT,
BbuTHBatOT B H,O, BeIMaBmui 0cafiok OT(GHUIBTPOBHIBAIOT.
[MponykT  BBIAENAIOT  KOJOHOYHOH  Xpomarorpaduei
(amoent CHCl;, Ry 0.7). Tlomydyennsit 5-[(2,2-au-
MeTOKCHITII)(METHJ)aMUHO]-7-MeTHI-2-(4-MeTHJI-
enna)nna0IM3UH-6-KapooHUTPUI (2b) mepexpucTai-
m3oBbiBatoT u3 EtOH. Brixox 50 mr (25%), GecuBeTHble
Kkpuctamwisl, T. . 107-108 °C. UK cnexrp, v, em 't 1625,
2225 (C=N). Cnektp SIMP °C, &, m. nx.: 147.1; 137.0;
133.4; 131.4; 129.6; 127.0; 126.2; 124.5; 117.4; 114.1;
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107.5; 102.7; 98.7; 91.2; 54.5; 54.0; 40.4; 21.2; 20.0.
Haiineno, %: C 72.79; H 7.07; N 11.35. CxH5N;0,.
Brruucaeno, %: C 72.70; H 6.93; N 11.56.

Tpudropamerar  1,7-numernii-4-(4-MeTHaeHuI)-
8-umano-2H-nupumuno[6,1,2-cdlungonuzun-1-ua  (1k).
K pactBopy coenunenust 2b B CDCIl; n00aBnsroT Karuio
CF;COOH, nepemMemuBaOT U OCTABIIAIOT CTOSTH B TEMHOM
mecre. Cnextp SIMP 'H sammceiBaroT cpasy mocie
no0aBIeHIST KUCIIOTHI, a Takke depe3 | 1 m gepe3 | cyT.
IMocnemuuii CHEKTpP COOTBETCTBYET MOJHOW TpaHCQOp-
MaIlii HCXOJHOTO coenuwHeHws 2b B cMmech MHUPHUMHUJIO-
napomm3naNeBoit comn 1k m  mermnrpudropareraTa.
Crnektp SAMP 'H, 5, m. 1. (J/, T'm): 7.34-7.36 (4H, m, H Ar);
6.93 (1H, c, H-5); 6.78 (1H, ¢, H-6); 6.61 (1H, T, J = 4.0,
3-CH); 5.07 (2H, n, J = 4.0, 2-CH,); 4.00 (6H, c,
CF;CO,CHy); 3.55 (3H, c, 1-CHj3); 2.62 (3H, ¢, CHj3); 2.43
(3H, ¢, CH3y).

@aiill COmpOBOINTENBHEIX MAaTEPHAJIOB, COIEPIKAIIUi
pe3yIbTAaTHl CHEKTPAIBHOTO HCCIENOBAHUS PEAKIMH ITHK-
mm3anmy uHAonm3uHa 2a mox geiictBueM CF;COOH,
JIOCTYTICH Ha caiite xypHaia http://hgs.osi.lv.

Paboma evinonnena npu noooepoicke Poccutickoeo gonoa
Gynoamenmanvrvix uccireooséaruti (epanm 12-03-00644-a)
u Meza-epanma 2012-220-03-360.
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