NaTBuiickmn
WNHCTUTYT
opraHu4ecKoro
cuHTe3a

KPATKHUE COOBImMEHNA

Xumus eemepoyuxnuyeckux coeounenuii 2020, 56(1), 108-111

>< MMMHUA
| €TepPoOUuUKITUHECKUX

oeAUHEeHun

(3+2)-llukaonpucoenunenue /N-0eH3MI1a30METUHMETHIINIA
K 4-apuauaen-1H-umunazon-S5(4H)-onam

Amuppeii B. Kyaemos'?,

IIaBen H. ConbeB3, Anexcanap . Boaoaun®,

Anexcanap A. Kopsokos®, Muxauna C. Bapanos', Aunpeii A. Muxaiinos'*

Y Uucmumym 6uoopeanuueckoi xumuy um. akademuxos M. M. [lemsaxuna u FO. A. Oguunnuxosa PAH,
yi. Muxnyxo-Maxnas, 16/10, Mocksea 117997, Poccua; e-mail: mikhaylov_andrey@yahoo.com

2 . .
Mockosckuti 2ocyoapcmeennblii yHusepcumem um. M. B. Jlomonocosa,

Jlenunckue eopul, 0. 1, cmp. 3, Mockea 119991, Poccus

3 Hnemumym monexynsproti 6uono2uu um. B. A. Duzenveapoma PAH,

ya. Basunosa, 32, Mockea 119991, Poccus

4 .
I/IHcmumym JJIEMEHMOOP2AHUYECKUX coeounenuti um. A. H. Hecme}mosa,

ya. Basunosa, 28, Mockea 119991, Poccus

IToctynuio 21.10.2019
IIpunsaro 9.11.2019

Ar OMe

;
CF3CO,H Ar R
(0.1 equiv) B Nz<
= N\Rz
CHCl, Q\W
r,0.5-2 h N §
66-95% Ph—/
7 examples

4-ApununaeH- 1 H-umuna3on-5(4H)-oHbl B3aHMOJCHCTBYIOT ¢ N-OCH3MIa30METHHMETHIIUIOM B YCIOBHSAX KaTalu3a TPU(TOPYKCYCHOU
KHCJIOTO# ¢ 0Opa3oBanueM 9-apui-1,3,7-rpuaszacnupo[4.4]HoH- 1 -eH-4-0HOB B BHJIE OJHOTO JUacTepeoMepa ¢ 66—95% BbIxomamu.

KioueBsble ci10Ba: a30METHHUIUIBI, IMUAA30J1, TUPPOJIUANH, CHUPOILMKINYECKAE COSUHEHUS, (3+2)-1IUKIONPUCOETUHEHNE.

CHuponMKINYeCKHe COSTMHEHHS, B KOTOPBIX J[Ba KA
CPEIHEro pa3Mepa CBs3aHbl Yepe3 €JMHCTBEHHbIH YeTBep-
THUYHBIN aTOM YTJIEeposa, MPEACTaBISIOT CO00H CTPYKTYpHI
HeOOoIBIIOr0 00beMa C OTpaHMYCHHBIM YHCIOM CTEHEHEH
cBoGozEL.! OcOGEHHO BOCTPEGOBAHHBIME ATH MOJIEKYIIbI
OKa3bIBAIOTCSl B MEAMIIMHCKOW XMMHH, KOT/AA IJISI BO3IEH-
CTBHS Ha OHOJIOTMUECKHE MUIIEHH TpeOyeTcs OJHO-
BPEMEHHOE COYETaHHE JUMOPHUIBHOCTH, T€OMETPHUUYECKON
KECTKOCTH, a TaKkKe (PUKCUPOBAHHOTO  ITOJIOKEHUS
3aMecTuTeNeH.” BBIrOIHBIME OTIMUHSIMH CIIMPOCOETHHE-
HUIl OT pPOACTBEHHBIX KAPKACHBIX CTPYKTYp SIBISIOTCA
GosbInast TMOKOCTB, a TaKXKe pa3HOOOpa3re M OTHOCHTEIb-
HAasl IPOCTOTA METOJIOB CHHTE3A.’

Cpenu NEepCcrneKTUBHBIX CHUPOLUKIMYECKUX COEAMHE-
HUH CTOWT BBIICJINTH aHTArOHWUCTHI MHTETrpHHa 0B, la,b
(BMS-587101 u BMS-688521, puc. 1).* Bricokas addun-
HOCTb 3TUX COEAMHEHUH MO3BOJSET HAPYIIUTh B3aUMOJIEi -
CTBHE JTOTO AHTUTEHA C (HaKTOPOM MEKKJIETOUHOM aJre3un
1-ro Tuma ¥ TeM caMbIM YMEHBIINTh UMMYHHBIH OTBET, YTO
JIeTIaeT WX TEPCHEeKTUBHBIMU IIperapaTaMy sl JICYEeHUs
rcopuasa, PEeBMATOMIHOTO apTpuTa M IIPH TPaHCILIAH-
tanuy oprasoB.’ [ MX MONydYeHHs, KaK M JUI CHHTE3a
MHOTUX IPYIHX CIUPOLUKINYECKHX COCIUHEHHH, Y100-

© 2020 JlaTBHHCKHIT HHCTUTYT OPraHUYECKOTO CHHTE3a

HBIM METOJIOM SIBISETCSl LUKJIOMPUCOEIMHEHHE MO 3K30-
LUKIMYECKOW ABOMHOM CBSI3U DPA3NIMYHBIX LUKJIMYECKUX
cyberpatos.’ Jlnst cunTesa coeamHeHmii 1ab HCmonb3o-
BaJach pEakIUs HE3aMEIIEHHOT0 a30MeTHHWIHIA C
S-apumzes- 1,3-ummpazonuaua-2,4-muosoM (puc. 1). ITommmo
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MPOCTEHIIETr0 MPEICTABUTEINS STOT0 CEMENUCTBA, ISl MOJy-
YeHHS CIHPOMUKINICCKUX HMHAA30JITHOHOB W WX THO-
AHAJIOTOB H3ydeHbI A30METHHIIMIbI HA OCHOBE H3aTHHA.”

K mHamemy yaOuBIICHHIO, IUKJIOIPHUCOSAWHEHHE C
y4acTHEeM POJICTBEHHBIX 4-apunuaeH-1H-umMuna3on-5(4H)-
onoB 2’ He GbUIO M3yueHO. XapaKTEPHON OCOGEHHOCTHIO
JAHHBIX COSIMHEHHN SBISIETCS CYIIECTBOBAHME MX B BHUJIEC
Z-N30MEpOB, UTO B IIEPCIIEKTHBE OTKPBIBACT IOCTYN K
CTPYKTYPHO ONU3KAM IHACTEPEOMEPHBIM COCIMHEHISIM.
Lemnpto HacTosmeit pa®oOTHI CTalo0 W3yYeHHE OCHOBHBIX
3aKoHOMepHOCTeH (3+2)-IUKIONPUCOCTUHEHNS COeINHE-
HUil 2 K N-OeH3MIa30METHHMETHITHTY.

B kadecTBe MomenmsHOTO cyOcTpaTa HaMH OBLT BBIOpaH
4-(4-6pomber3mnieH)- 1,2-mumernn- | H-umunazon-5(4H)-
oH (2a). B xome HeOOMBIIONH ONTHMU3AIUK OBLIIO HAWEHO,
YTO ONTHMAJIBHBIMH YCJIOBHSMH pEAKIUH  SBISACTCS
HCITOJIb30BAaHUE KAaTaJUTHUSCKHX KOJIHYECTB CF3C02H8 B
CH,Cl, u nebonpmoii u30bITOK N-O0eH3uI-1-MeTOKCH-N-
(TpuMeTHICHIIIMETHIT)MeTHIaMiuHa (3) — TIpeIImIecTBeH-
HUKAa a30METHHIWINIA. B TakuX yCIOBHSAX peakius MpoTe-
KaJia MOJTHOCTHIO 3a T0JT9aca, W MEeNIeBOW MPOAYKT 4a OBLT
BBIICIICH ¢ 92% BBIXO0M (cXema 1, Tadu. 1).

Cxema 1
R1
Ar OMe CFiCOM  Ar ¢
~_N k (0.1 equiv) S New2
S>—R" + SN siMe; ———> R
N L CHCl,  N— [}
o ke Ph rt, 0.5-2 h
2a—g 3 66-95% Ph 4a_g

Tabmauua 1. Bexoner 1,3,7-tpuasactimpo[4.4|HoH- 1 -eH-4-0HOB 4a—g

(131(::{?41: Ar R! R? Brixon, %
4a 4-BrC¢H, Me Me 92
4b 3-CIC¢H, Me Me 87
4c 4-O,NC¢H,4 Me Me 95
4d 4-(NC)C¢H4 Me Me 75
4e 4-MeOC¢Hy Me Me 66
4f 4-MeOC¢Hy CF; Me 81
4g 2-Tuennn Me Bn 79

JUisl yCTaHOBJIEHUS! OCHOBHBIX 3aKOHOMEPHOCTEH HaMu
ObUIO M3Yy4YEHO BIIMSHME 3aMECTHTENeH Ha XOJ PeakIHu.
3-Xnopdenunnpoussoguoe 2b M apHINICHUMHIA30I0HEI
2¢,d, conepxalye akLENTOpHblE 4-HUTPO- U 4-IIUaHO-
IpyNIbl COOTBETCTBEHHO, BCTYNAIM B PEAKIUIO C BBICO-
KAMH BBIXOJAMH TpOAyKToB (Tabn. 1). OpnHako B
MIPUCYTCTBUH JOHOPHOHU TPYHIIEI (COeMHEHNE 2€) PeaKIys
3HAUUTEIBHO 3aMeUIIach M JUIS JIOCTIDKEHHUS ITOJTHOM
KOHBepcuH TnoTpeboBanock n06aButh 0.5 3KB. mpeamre-
CTBEHHMKa — coenuHeHus 3, a Take 0.1 5kB. kaTanmusa-
Topa. 3aMe€Ha METWIBHOW TpyHnnbl B IOJOXKEHUH 2
MMHIa30710Ha Ha TpudTopMeTHibHyo (R' = CF3) mo3so-
JIAIIO JJaK€ B CJIy4ae JOHOPHOTO apOMaTHYECKOrO 3aMEeCTH-
tenst (Ar = 4-MeOCgH4) B coemunenun 2f momyuutsb
npoxnykt 4f ¢ BeicokuM BbixonoM (81%) mpu ncmoss3o-
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v C(11) C(12)
Pucynok 2. MonekynsapHas cTpykTypa coeauHeHus 4f B mpen-
CTaBJICHUH aTOMOB JJUIMIICOMJIAMHU TEIUIOBBIX KojebaHuii ¢ 50%

BEPOSITHOCTBIO.

Banun Kartamutudeckoro koimdectBa CF;CO,H. Bruio
MOKa3aHO, YTO C IOMOINBIO MPEII0KEHHOTO MOaX0/a
MOTyT OBITh 3()(heKTHBHO MOJTyYEHBI TPOU3BOHBIE, COJIEP-
JKalye JOMOJHUTENbHBIE TeTEPOLUKIINUECKHE ()parMeHThl,
a TaKXKe COEAMHEHHs C APYTUMH 3aMECTUTENSIMH MpHU
aToMme a3oTa (coenHeHue 2g).

Bo Bcex ciydasix B X0Jie peakiuii 00pa3oBhIBAJICS OJUH
nuactepeomep nponaykta 4. Mimest B BUIy COTIJIaCOBAaHHBIM
XapakTep peakUud [HUKIONPHCOEINHEHUsS C a30METHH-
MIHIAME® B M30MEPHYIO UHCTOTY BCEX MCXOMHBIX COEMIH-
HEeHUuil 2a—g, KOTopble OBUTH BBEJCHBI B PEAKIMIO B BHIE
UHAWBUAYAIBHBIX Z-U30MEpPOB, OBLJIO BIOJHE JIOTHYHO
MPEION0XKUTE U1 HUX yuCc-OPUEHTALMIO 3aMeCTUTeNeH B
MUPPOIUINHOBOM IIHKJIE, KaK IPEACTaBICHO Ha cxeme l.
Tak kax oba 3amecTuTeNs, CoJepKalue TPYIIbI, CBSI3aH-
HBIE C TPOTOHAMH B HMHIA30JbHOM ILHUKJE, OPHEHTHPO-
BaHBl yJAJIEHHO OT OCHOBHOTO NMUPPOIMIUHOBOTO ITHKIIA,
Metoapl  SIMP, ocHOoBaHHbie Ha simepHOM  3ddekre
OgBepxay3epa, OKa3aJlUCh HE NPUMEHHMMBI Ul MOATBEPK-
JeHns uHpopManuu o crepeoxumud. Iloatomy Hamu ObLI
MOJIy4eH MOHOKpHCcTan coeauHeHus 4f m mpoeneH ero
PEHTICHOCTPYKTYpHBI aHanmu3 (puc. 2), TOATBEPXK-
JTAFOIIN IPUBEICHHBIE BHIIIE COOOPaXKECHUS.

Takum oOpazoMm, Hamu ObUIO W3ydeHO (3+2)-mMKIIO-
nprcoeuHeHne N-OCH3MITa30MeTHHMETIIINAA K 4-apHii/ieH-
1 H-umunazon-5(4H)-onaM mpu Karanuse Tpu(TOpyKCyc-
HOM KHUCJIOTOH. BbIIO MOKa3aHO, UTO peakuus MPOTEKaeT
JIIACTePEOCeNIEKTUBHO C 00pa30BaHMEM OIHOTO JHAaCTEePeo-
Mmepa 1,3,7-rpuazacnupo[4.4]aon-1-eH-4-0oHa. Briio nccre-
JIOBAaHO BIHSIHHE 3aMECTHUTENeH Ha XOJ peaknuu M oOHa-
PYXKEHO, 9TO HauOoJbllee BIMSIHUE OKAa3bIBAeT apHIbHBINA
3aMeCTHTEb, U B CIIydae apOMaTHYECKHUX CyOCTpaToB ¢
ANEKTPOHOJAOHOPHBIMH TIPYNIIAMH  pPEakmus MPOTEeKaeT
MemJIeHHee M TpeOyeT HCHOIb30BaHUS H30BITKA Tpea-
IIECTBEHHUKA a3oMeTUHwInnaa. IlpeasioxkeHHbI MeTo[
CHHTE3a MOXET OBITh MCIOJB30BAH ST CO3IaHMs OnOmmo-
TeK CIHPOUMMIA3OIUHINPPOININHOB IS HaJbHEHIIEero
CKPHHHUHTA.

3KC]IepHMeHTaJIbHﬂﬂ YacThb

Cnekrpst SIMP 'H u "°C 3apeructpupoBans! Ha npu6ope
Bruker Fourier 300 (300 u 76 MI'1 cOOTBETCTBEHHO) B
CDCl;. B kauecTBe craHAapTa HCIIOJIb30BaHBI OCTATOYHBIE
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curHaie! pactoputens (7.26 M. 1. s spep 'H u 77.2 M. 1.
U1 ep 13 C). OtHecenus B cnekrpax SIMP Bc cAeIaHbl
Ha ocHOBaHMH dkcrepumento COSY u 'H-"C HSQC.
Macc-ceKTpsl BEICOKOTO pa3pelleHus] 3aperucTpUpPOBaHbl
Ha Macc-criektpoMetpe Bruker micrOTOF-Q 11 B ycioBusix
nonu3anuu 3nekrpopacnbuicHueM (ESI-TOF). Temmnepa-
TypBI TUIABJICHHs ompejelieHbl Ha cTosmke Kodiepa u He
ucnpasieHsl. ToHkocnoiHas xpomarorpadus (TCX)
NpoBeJieHa Ha IUIacTHHaxX ¢ cuimkareiem Merck 60 c
¢iryopecueHTHBIM HMHAMKaTOpoM F254. Busyanuzanus B
YO cBere (Apax 254 HM), B CIHPTOBOM PacTBOPE BaHUIUHA
¢ H,SO, u mocnenyromuM HarpeBaHueM JuOO0 B BOJAHOM
pactBope KMnO,. KonoHounast xpomarorpadus ocyuie-
cTriieHa Ha cuaukareine Merck 60 (pasmep wactun 40—
63 MKM) B KauecTBE CTallMOHAPHOH (ha3bl.

CH,Cl, mepernan Hax CaH,, rexcan u EtOAc mns
xpomarorpapun mnepernansl  Hax K,COs;.  CF;CO,H
(ABCR) wu N,N,N,N'-terpamerunryanugua  (Merck)
UCIIONIb30BaHbI 0€3 JIOMOJIHUTEIbHONW ouucTKU. N-BeHsn-
1-metoken-N-(tpumernicumuimernn)Meruaamus  (3)® u
4-apununen-1H-umuaazon-5(4H)-oupr 2a—g ™ TOIydeHE!
10 JTUTEPATyPHBIM METOJUKAM.

Cunres 1,3,7-tpna3acnupo[4.4]HoH-1-eH-4-0HOB 4a—¢g
(oOmas Metonuka). [Ipu KOMHATHOH Temmneparype K Iepe-
MermurBaeMoMy pactBopy 0.50 mmoune (1 9KB.) apuiamieH-
umugazonona 2a—g u 178 mr (0.75 mmonb, 1.50 skB.)
N-6eH3u- 1 -MeTOKCH- N~( TPUMETHIICHITHIIMETH ) METHIAMUHA
(3) B 3.0 Mt 6e3BoaHOro CH,Cl, nobarmstor 3.8 Mk (5.7 mr,
0.05 mMmomnb, 0.10 3xB.) CF;CO,H. Peakunonnywo cmech
nepeMemuBaoT B TedeHue 0.5-2 4 U NpH JOCTIKEHUH
MOJTHON KOHBepcuu (KoHTponb MerogoM TCX) Heifrpa-
mu3ytoT pobasnenueM 8 Mk (7 mr, 0.06 mmomn, 0.12 5kB.)
N,N,N',N'-tetpameTunryanuanHa. IlodydeHHBIH pacTBOp
HAHOCST HETOCPEACTBEHHO Ha KOJIOHKY C CHJIMKArejieM U
OUHIIAIOT METOJOM KOJIOHOYHOW XpoMaTorpaduu, 371r0eHT
EtOAc.

(55*,95 *)-7-ben3nia-9-(4-6pombennii)-2,3-1umMmeTwI-
1,3,7-trpua3zacnupo[4.4|non-1-en-4-ou (4a). Beixog 0.19 1
(92%), GecrserHoe Macio, Ry 0.14 (EtOAc). Criekrp SIMP 'H,
S, m. 1. (J, I'm): 7.49-7.13 (7H, m, H Ph, H Ar); 7.00 (2H,
n,J=8.2, H Ar); 3.90 (1H, n, J = 13.0, CH,Ph); 3.81 (1H,
n,J=13.0, CH,Ph); 3.72 (1H, 1. n, J=9.8, J= 7.6, 9-CH);
3.35-3.20 (3H, M, 6,8-CH;); 2.88 (3H, ¢, CH3); 2.81 (1H,
1, J =10.2, 6-CH,); 1.92 (3H, ¢, CH;). Criextp SIMP °C,
o, M. 1.: 183.2 (C=0); 159.8 (C=N); 139.0 (C Ar); 135.2
(C Ar); 130.9 (2CH Ar); 130.6 (2CH Ar); 128.8 (2CH Ar);
128.4 (2CH Ar); 127.1 (CH Ar); 121.0 (C Ar); 78.0 (C);
62.1 (CHyp); 60.5 (CHy); 58.2 (CHy); 53.9 (CH); 26.7 (CH3);
15.3 (CH3). Haiizero, m/z: 412.1011 [M+H]". CyHa; " BrN;O.
Boruncneno, m/z: 412.1019. Haiineno, m/z: 414.0993
[M+H]". C5;Ha;*'BrN;O. Beruncieno, m/z: 414.1001.

(55*,95*)-7-Ben3na-2,3-numeTn-9-(3-xaopdennn)-
1,3,7-rpuazacnupo|4.4]non-1-en-4-on (4b). Bexog 0.18 r
(87%), sxemrroBatoe Maciio, Ry 0.16 (EtOAc). Criektp SIMP 'H,
o, ™. 1. (J, I'm): 7.39 (2H, o, J= 7.4, H Ar); 7.35-7.20 (3H,
M, H Ar); 7.17-7.08 (3H, m, H Ar); 7.04-6.98 (1H, M,
H Ar); 3.91 (1H, x, J = 13.0, CH,Ph); 3.82 (1H, n, J=13.0,
CH,Ph); 3.74 (1H, o. 1, J=9.8, J = 7.6, 9-CH); 3.34-3.19
(3H, M, 6,8-CH;); 2.90 (3H, ¢, CH3); 2.82 (1H, 1, J = 10.3,
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6-CH,); 1.93 (3H, ¢, CH;). Cmextp SIMP °C, §, m. n.:
183.5 (C=0); 159.8 (C=N); 138.9 (C Ar); 138.3 (C Ar);
133.6 (C Ar); 129.0 (C Ar); 128.8 (3CH Ar);, 128.3
(2CH Ar); 127.2 (CH Ar); 127.1 (CH Ar); 127.0 (CH Ar);
78.0 (C); 62.0 (CH,); 60.5 (CH,); 58.0 (CHy); 53.9 (CH);
26.6 (CHs); 15.2 (CH;). Haiineno, m/z: 368.1524 [M+H]".
C1Hy°CIN;O. Boruncneno, m/z: 368.1524. Haiineno, m/z:
370.1504 [M+H]". CyHy’’CIN;O. Bbrumcneno, m/z:
370.1502.
(55%,95*%)-7-ben3ua-2,3-numeTun-9-(4-uurpodennn)-
1,3,7-Tpua3zacnupo[4.4]Hon-1-en-4-on (4¢). Berxon 0.19 1
(95%), xenteie kpuctamiel, T. 1. 173-175 °C (rexcan—
EtOAc), Ry 0.10 (EtOAc). Cmextp SIMP 'H, §, M. .
(/, Tm): 8.05 (2H, #, J = 8.8, H Ar); 7.30-7.21 (7H, M,
H Ar, H Ph); 3.95-3.77 (3H, m, CH,Ph, 9-CH); 3.39-3.18
(3H, M, 6,8-CH,); 2.92 (3H, ¢, CH3); 2.87 (1H, o, J=10.2,
6-CH,); 1.93 (3H, ¢, CH;). Cnektp SIMP “°C, &, m. n.:
183.1 (C=0); 160.2 (C=N); 147.1 (C Ar); 144.6 (C Ar);
138.8 (C Ar); 129.7 (2CH Ar); 128.8 (2CH Ar); 128.4
(2CH Ar); 127.3 (CH Ar); 123.0 (2CH Ar); 78.0 (C); 62.4
(CH,); 60.3 (CHy); 58.4 (CH,); 53.7 (CH); 26.8 (CHs);
15.3 (CH;). Haiineno, m/z: 379.1764 [M+H]". C;HpN,Os.
Breruucneno, m/z: 379.1765.
4-[(55%*,95*)-7-ben3un-2,3-mumerni-1,3,7-rpuazacnupo-
[4.4]n0H-1-eH-9-nn]0en3onuTpua (4d). Beixon 135 mr
(75%), GecuserHoe Macio, Ry 0.10 (EtOAc). Criextp SIMP 'H,
6, m. a. (J, I'm): 7.50 (2H, n, J = 8.4, H Ar); 7.41 (2H, n,
J=6.8, H Ph); 7.36-7.21 (5H, M, H Ar, H Ph); 3.92 (1H, x,
J =13.0, CH,Ph); 3.89-3.73 (2H, m, CH,Ph, 9-CH); 3.34—
3.21 (3H, M, 6,8-CH,); 2.93 (3H, ¢, CH3); 2.87 (1H, &,
J =102, 6-CH,); 1.94 (3H, ¢, CHj). Crextp SIMP "°C,
5, M. m.: 183.1 (C=0); 160.1 (C=N); 139.0 (C Ar); 135.2
(C Ar); 131.6 (2CH Ar); 129.6 (2CH Ar); 128.8 (2CH Ar);
128.4 (2CH Ar); 127.1 (CH Ar); 120.0 (C Ar); 110.9
(C=N); 78.0 (C); 62.3 (CH,); 60.4 (CHy); 58.2 (CH,); 54.0
(CH); 26.8 (CH3); 15.3 (CH;). Haiineno, m/z: 359.1868
[M+H]+. C,,H»3N4O. Brrurcieno, m/z: 359.1866.
(55%*,95%)-7-ben3nn-2,3-mumeTnia-9-(4-meroxcudeHmn)-
1,3,7-trpna3acnupo[4.4|non-1-en-4-on (4e). CymmapHoe
Bpemss peakumud 2 4. [locie 1 49 pmobaBmsaror 59 wmr
(0.25 mmoub, 0.50 skB.) coemunenus 3 u 3.8 mxia (5.7 wmr,
0.05 mmoms, 0.10 3xB.) CF;CO,H, mocite 4ero peaxmnuoH-
HYIO CMECh MTEPEMEIINBAIOT IOTIOJIHUTEIHFHO B TeUCHHE | 1.
Bexon 0.12 r (66%), sxenroBatoe macio, Ry 0.09 (EtOAc).
Cnektp AMP 'H, &, m. 1. (J, T'm): 7.40 QH, 1, J = 7.4,
H Ph); 7.34-7.20 (3H, m, H Ph); 7.06 (2H, n, J = 8.7,
H Ar); 6.72 (2H, n, J = 8.6, H Ar); 3.93 (1H, n, J = 13.0,
CH,Ph); 3.84 (1H, 1, J = 13.0, CH,Ph); 3.79-3.70 (4H, M,
OCHj;, 9-CH); 3.40-3.21 (3H, ™M, 6,8-CH,); 2.87 (3H, c,
CH;); 2.82 (1H, x, J = 10.3, 6-CH,); 1.93 (3H, ¢, CHj).
Cnektp AMP °C, §, m. 1.: 183.5 (C=0); 159.4 u 158.6
(C=N u COCHj;); 139.2 (C Ar); 129.9 (2CH Ar); 128.9
(2CH Ar); 128.4 (2CH Ar); 127.9 (C Ar); 127.1 (CH Ar);
113.1 (2CH Ar); 78.4 (C); 61.8 (CH,); 60.7 (CH,); 58.4
(CH,); 55.3 (OCHs3); 54.2 (CH); 26.7 (CHj); 15.2 (CHjy).
Haiineno, m/z: 364.2018 [M+H]". CyH,cN30,. Brrauc-
neHo, m/z: 364.2020.
(55%,95*)-7-Ben3na-3-meruia-9-(4-meroxcud enn)-
2-(tpudropmerni)-1,3,7-Tpuasacnupo|4.4|HoH-1-eH-4-0H



Chem. Heterocycl. Compd. 2020, 56(1), 108—111 [ Xumus cemepoyuxn. coeounenuii 2020, 56(1), 108-111]

(4f). Bexox 0.17 t (81%), GexxeBble KpUCTALIBL, T. L. 118—
120 °C (rekcan—EtOAc), Ry 0.19 (rekcan—EtOAc, 1:1).
Cnextp SIMP 'H, §, m. a. (J, Tu): 7.41 2H, 1, J = 7.4,
H Ph); 7.36-7.22 (3H, m, H Ph); 7.05 (2H, n, J = 8.2,
H Ar); 6.95 2H, n, J = 8.4, H Ar); 3.97 (1H, n, J = 13.0,
CH,Ph); 3.92-3.81 (2H, M, CH,Ph, 9-CH); 3.74 (3H, c,
OCHs;); 3.49-3.25 (3H, M, 6,8-CH,); 2.99 (3H, c, CHj);
2.92 (1H, x, J = 10.7, 6-CH,). Cniextp SIMP °C, 5, m. 1.
(/, Tm): 182.2 (C=0); 159.1 (C-0O); 150.7 (x, J = 39.0,
C=N); 138.9 (C Ar); 129.7 (2CH Ar); 128.7 (2CH Ar);
128.4 (2CH Ar); 127.2 (CH Ar); 126.0 (C Ar); 116.8 (x,
J = 2749, CF;); 113.3 (2CH Ar); 79.6 (C); 60.9 (CH,);
60.5 (CHp); 58.1 (CHy); 55.9 (CH); 55.2 (CHj); 27.1
(x, J = 2.4, CHs). Haitneno, m/z: 418.1737 [M+H]".
C22H23F3N302. BLI‘II/ICJICHO, m/z: 418.1737.
(55*,98%)-3,7-Anden3ua-2-MmeTua-9-(ruoden-2-ui)-
1,3,7-rpuazacnupo(4.4]non-1-en-4-on (4g). Boxon 163 mr
(79%), GecrBetHBIC KpUCTaLTH, T. 1. 153-154 °C (rexcan—
EtOAc), Rf 0.07 (rexkcan—EtOAc, 1:1). Cnextp AMP H,
o, ™. 1. (J, I'm): 7.43 (2H, o, J= 7.4, H Ph); 7.39-7.15 (7H,
M, H Ph); 6.94-6.87 (2H, m, H tnoden); 6.81-6.75 (2H, m,
H tnoden); 4.77 (1H, n, J = 16.2, CH,Ph); 4.43 (1H, &,
J=16.2, CH,Ph); 424 (1H, o. n, J=11.2, J= 6.8, 9-CH);
398 (1H, n, J = 13.1, CH,Ph); 3.91 (1H, o, J = 13.1,
CH,Ph); 3.49 (1H, n, J = 10.3, 6-CH,); 3.43 (1H, n. &,
J=9.1,J=6.8, 8-CHy); 3.31 (1H, n. n, J=11.2, J=09.1,
8-CH,); 2.93 (1H, m, J = 10.3, 6-CH,); 1.96 (3H, c, CH;).
Cnextp IMP °C, 8, m. n.: 182.6 (C=0); 160.6 (C=N);
139.2 (C Ar); 138.0 (C Ar); 135.7 (C Ar); 128.9 (2CH Ar);
128.8 (2CH Ar); 128.4 (2CH Ar); 127.7 (CH Ar); 127.1
(CH Ar); 126.8 (CH Ar); 126.4 (2CH Ar); 126.0 (CH Ar);
125.3 (CHAr) 78.0 (C); 61.8 (CH,); 60.7 (CH,); 60.6
(CH2); 50.5 (CH) 43.8 (CH»); 15.9 (CHs). Haitneno, m/z:

416.1791 [M+H]+. CysHyN;OS.  Brerumcneno, m/z:
416.1791.
PeHTreHOCTPYKTYpHBIi aHanu3 coeauHeHus: 4f

mpoBeneH Ha mudpakromerpe APEX DUO (MoKo-u3my-
YeHue, TpaUTOBBII MOHOXPOMATOp, ©-CKAHHPOBAHHE).
CrpykTypa pacumppoBaHa ¢ IOMOIIBIO AJITOPUTMa COMpPSI-
’)KeHHoro mnpoctpanctBa u yrouHeHa MHK B anwuzo-
TPOITHOM TIOJTHOMATPHYHOM TIPUOIIKEHHH 110 Fiyi”. TTomo-
KEHUsI aTOMOB BOZIOPO/Ia PACCUUTaHbI reoMeTpruyecku. Bee
pacdyeTsl TIPOBEAEHBI C HCIIOJIb30BAaHMEM KOMILIEKca
nporpamm SHELXT, SHELXL u OLEX2.'"""? Koopmu-
HaThl aTOMOB, TEIUIOBBIE IapaMeTpbl W HH(oOpManus o
PEHTTEHOCTPYKTYPHOM JKCIEPUMEHTE JE€NOHUPOBAHBI B
KemOpumkckoM 0aHKe CTPYKTYPHBIX AAHHBIX (JEHOHEHT
CCDC 1960553).

@aiiil CONPOBOJUTENBHBIX MAaTEPHAJIOB, COJIEpPKAIIUI
crextpsl AMP 'H u C Bcex CHHTE3UPOBAHHBIX COEIHHE-
HUH, naHHble sKcniepuMeHToB COSY u 'H-3¢C HSQC nns
COCITUHEHUS 4a, a TaKKe OCHOBHBIC KpHCTaUIOTpaduye-
CKHE JIaHHBIE U MTapaMeTPhl YTOUHEHHS Uil coequHeHus 4f,
JIOCTYTIEH Ha caifre xypHaina http://hgs.osi.lv.

Paboma evinonnena npu @unancosoli nododepoicke
Poccuiickozo nayunozo ghonoa (epanm 19-73-00319).
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