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Annortamust: CHHTE3UpOBaH HOBBIA BBICOKOAJICKTPOQMIBHBIN anmkeH — 2-(2,2,2-tpudTop-
TUIHACH)MaNOHOHUTpUA 1 u Hutpwiasl 3-(1H-unpon-3-wun)-2-unano-4,4,4-rpudropOyraHoBoii
kucioThl 2a - f Ha ero ocnose. Coenunenus 2a, b nomyuens: C3-akumupoBaHHeM IIPOM3BOIHBIX
uHnona 4a, b ankeHom 1 ¢ BBICOKMMH BBIXOJaMH, KOTOpBIC, OJJHAKO, HE KOMIICHCHPYIOT HU3KHUIl
BbIXxox ankeHa 1. JIyis MOBBIIEHUS CYMMAapHOrO BBIXOJa ILIEJEBBIX HHUTPHUIIOB 2, pa3paboTaHa
TPEXKOMITIOHEHTHAsI OJHOCTaAMWHAs peakuus Tpudropaneraigbieruga ST TOIyaleTais,
MaJIOHOHUTPWJIA U TPOU3BOJHBIX MHAoNa 4C - f. MakcumanbHble BBIXOABI coeiuHeHui 2C - f
JOCTUTHYTHI IPU OJJTHOBPEMEHHOM CMEIIMBAHUH BCEX PEAreHTOB B SKBUMOJISIPHOM COOTHOLICHUU U
KaTaJIUTHYECKOM KOJMYECTBE OPraHMYecKOoro OcHoBaHUS. CTpOEHHE IOJIyYeHHBIX COEeIMHEHUN
MOATBEPKIACHO METOAAMU H, BC u ¥F gaMP CIIEKTPOCKOIIUM, MAcCC-CIIEKTPOMETPUA U Macc-
CIIEKTPOMETPUHU BBICOKOTO Pa3peIIeHusI.

KawueBbie ciaoBa: 2-(2,2,2-tpudropaTrsiuaeH)MaioHOHUTpUI, HUTpUIbl 3-(1H-uHmon-3-mi)-2-
1mano-4,4,4-tpuTtopOyTaHOBOM  KUCIIOTBI,  TPEXKOMIOHEHTHBIH  OJHOCTAJAMNHHBIA  CHHTE3,

TpudTOpaIeTATBACTU ] 3TUI MOTyalleTalb, MHIOI U €r0 IPOU3BOAHBIC, MATIOHOHUTPHUIL.

Brenenue

B TeyeHme MHOrMX JIeT MBI CHCTEMAaTHYECKd M3ydald (TOPCOAEpIKAIIUE BBICOKO-
ANEKTPOPUIbHBIE AUIMAHOITHICHBI, MOJYYEHHbIE W3 MOIU(PTOPKAPOOHUIBHBIX COCIUHEHUH U
manoHoHuTpuia [1 - 5]. OmHuM M3 cyOCTpaToB, KOTOPBIA B MSTKHX YCIOBHSIX PEreOCEICKTHBHO
noasepraetcs C-aJKUIMPOBAHUIO 10 MOJIOKEHNIO 3 TMOJA00HBIMH aJKEHAMH, SIBJISAETCS WHAON U €ro
MIPOM3BOIHBIC. 3-3aMEICHHBIC NH/IOJIBI JIEKAT B OCHOBE CTPYKTYP MHOTMX HPHUPOIHBIX COCTUHEHUH,
JICKapCTBCHHBIX TNPEMapaToB W PeryjsiTtopoB pocra pactenuid [5 - 7]. CuHTe3 HOBBIX
dropconepkammx 3-3aMEICHHBIX HHJOJOB pacUIMpsieT MEPCHEeKTUBY co3laHus 3()(HEKTUBHBIX

OMOJNIOTMYECKH aKTUBHBIX coenuHeHuid. Kiaccudeckas cxema cuHTe3a (TOPCOACPKAIIUX
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IUIMAHOATWIEHOB  BKMoyaeT  C-OKCHAJIKMIMPOBAHME  MAJIOHOHUTpHIA  (hTOpCOAEpKAIUM
KapOOHWJIbHBIM COCIMHEHHEM B MPUCYTCTBUM OCHOBAHMS MM KHUCIOTHI JIbplonca ¢ mocienyromen
Aeruaparanyeii  oOpasyromerocss Cnupra. OTHM METOJOM IOJYYEHBl JUIMAHOATWIIEHBI U3
oMM (TOPUPOBAHHBIX KETOHOB, a TaKXkKe A3QUPOB TPH(TOP-IIMPOBUHOTPATHOM KUCIIOTHI [2, 4 - 6].

B Hacrosimeii paboTe M3ydeHbl METO/ABI CHHTE3a HOBBIX HUTpWIOB 3-(1H-unno:mn-3-w)-2-
uano-4,4,4-tpudropOyraHoBoii kuciotel 2a - f Ha ocHOBe TpudTOpareTanpaeruia AT
MOJTyaleTas.

OO0cy:xaeHne pe3yibTaToOB

W3yueHune B3auMopeicTBUsi TpudTOpaneranpaeruaa >tun  nonyanerans (TOOII) ¢
MAJOHOHUTPUJIIOM B MPUCYTCTBHUHM KaTaJUTUYECKHX KOJMYECTB TPHUITHIAMHUHA II0KA3alo, YTO
npoaykT C-OKCHaJIKWIMPOBAaHUS 3 CIIOHTAHHO JETrUApaTHpyercss ¢ oOpa3oBaHUEeM alikeHa 1,
IIPHCYTCTBHE KOTOPOrO B PEaKIMOHHO Macce B KonudecTse ~ 5 % moarepskaaercs MeTofamu “H
u °F SIMP cnexrpockoruu (Cxema 1). Oxa3anock, 4TO B COCTaBE PEAKIMOHHOIN cMecH ankeH 1
HECTaOMJICH, TIOCKOJIbKY BCTYIAET B PA3JIMYHBbIC PEaKIMU ¢ 00pa3oBaHHEM MOOOYHBIX MPOIYKTOB
HEYCTaHOBJICHHOTO CTpoeHus. IlombITKa yBEJIMYMTH BBIXOABI QJKEHA 1 MEHssI COOTHOIICHHE
ucxoaubix coepuHenuit (TOOII u MaaoOHOHUTPHIIA) HE TPUBEJA K MOJIOKUTEIbHBIM PE3yJIbTaTaM.
[ToBblIeHHEe TeMIEpaTypbl PEAKUUU H/MIM BPEMEHHM KOHTAKTa PEAareHTOB NPHUBOIAT TOJBKO K
OCMOJICHHIO DPEAaKIMOHHON Macchl. [IpuMeHeHHe Ipyrux OCHOBHBIX KAaTalW3aTOPOB BMECTO
TpudTUnamMuHa, Takux kak DABCO, mupuaus, xuHonuH, K2COs, B pa3InyHBIX COOTHOIICHUSIX UIIH
UCTIOJIb30BAHNE UX CMECEH C TPUITHIAMHUHOM, HE JaeT JYUIIUX pe3yabTaToB. HermonHas KoHBepCcHs
JBYX TOCJEIOBATEIbHBIX OOPAaTUMBIX PEaKIMi U UX KOHEUHBIH MPOIYKT — BBICOKOPEAKIIMOHHBIN
ankeH 1, 7jerko BceTymarouMii B MOOOYHBIE HEOOpPATUMBIE pPEAKUUMH C HMCXOJHBIMH W/WIN
IPOMEKYTOUHBIMU COCIMHEHUSIMH, CYIIECTBEHHO OCJIOXKHSIOT ero HOJy4EHHE.
BricokopeakMOHHBINH AUIMAHOATUIIEH 1 yAanoch BBIJAEINThH MEPETOHKON pEaKLMOHHON Macchl C

BBIXOZIOM 7%.
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Cxema 1. /leyxcmaouiinas cxema cunmesa ankena 2-(2,2,2-mpugpmopsmunuden)marononumpuna 1.
B ycnosusix cunmesa T@OIII nocmenenno 2uoponuszyemcs 8bl0ensiouelics peakyuoHHoU 0001.
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B3aumopeiicTBue MHIOMA W 2-METHJIMHIONA C aIKeHOM 1 B QuXJjopMeTaHe NMPUBOIUT K
MOYTH  KOJMYECTBEHHOMY 00pa3oBaHUI0  HUTPHIOB 3-(LH-unpnoa-3-un)-2-unano-4,4,4-
TpuTOpOYTAaHOBOM KUCIOTHI 28, b, KoTophie BhIAENeHHI ¢ Bhixoaamu 92 u 89 %, cOOTBETCTBEHHO.
Bmecte ¢ TeM, HU3KUH BbIXOJ ankeHa 1 moOyaui aBTOPOB K TMOMCKY HOBBIX, aJIbTepHATHBHBIX
METOZIOB CHHTE3a COSAMHEHUH 2.

CnonranHoe oOpa3oBanme ankeHa 1 Ha craguu C-OKCHAIKUIUPOBAHUS, MO3BOJIUIIO
ucnons3osath 1 s C3-aikuaupoBaHus MPOU3BOAHBIX HHIONA 4 Ge3 TPeIBAPUTENLHOTO BhIIEICHHS
€ro W3 peakMoHHOW Macchl. Tak, moOaBneHue N-meTmnuHAONIa 4¢ K pEeakMOHHOW Macce depe3
YeThIpe 4aca Nocje €€ MPUTOTOBIEHUS U3 SKBUMOJSAPHBIX KonmuuecTB TOOII, manoHoHUTpHIa U
KaTaJIMTHYECKOTO0 KOJIMYECTBA TPHATWIAMHHA B JUXJIOPMETaHEe, IpPHUBEIO K 0Opa3oBaHUIO
coeiMHeHUs 2¢ ¢ BbIXooM 74 %.

N3BectHO, uto TOIII B3auMoIeHCTBYET ¢ MHAO0JIOM TOJBKO IIPU BHICOKOW TEMIIEpaType WUIH
B NIPUCYTCTBUU KaTanuzaropoB @punens - Kpadrcea, a Taxke npu MUKpOBOJIHOBOM 00yueHuu [8 -
11]. Ilpn xkomHaTHOW Temmeparype B ycioBusx peakiuu TODII He pearumpyer ¢ HHIOJIOM, H,
CIIeZIOBAaTENIbHO, HE MOXET KOHKYPHUPOBaTh C aJKeHOM 1 B peaklMu 3aMEIICHUs! MPOU3BOIHBIX
uHnona 4. ConoctaBisis JaHHBIC JTUTEPATYPhl U HAILETO SKCIEPUMEHTA, CTaJl0 OYEBUIHO, YTO BCE
peareHTbl MOXHO CMEIIMBaTh OJAHOBpEeMEHHO. [l cpaBHEeHHMs, COeAMHEHHE 2¢ ObUIO MOIY4EHO
BTOPOM pa3, HO TENEPh BCE PEAreHThl CMEIIMBAIUCH OJHOBPEMEHHO. B Takoil OJHOCTaIUHHON
MIOCTAHOBKE CHUHTE3a COEIMHEHHE 2¢ ObUIO BbIIENEHO C BbIXOJAOM 81%. OTo mo3Bonmio B
HacToslel paboTe peann30BaTh CTPATETHMIO CHHTE3a IN SitU BHICOKOPEAKIIMOHHOTO alKeHa - 2-
(2,2,2-TpudTopaTHINICH)MAIIOHOHUTPIIA 1 B MPHCYTCTBUH MPOU3BOIHBIX MHAOJA 4 M MPOBECTH
TPEXKOMIIOHCHTHYIO OJHOCTAIMIHYIO PEaKIHI0 B YCIOBHSX OCHOBHOro kartaimmza (Cxema 2).
Coemunenuss 2¢ - f oOpasyrorcs B pesynbrare pereocelieKTHBHOW JIIEKTPO(UIBHONH aTaku
uHTepMeMaTa 1 1o MONOKEHWIO 3 TPOM3BOAHBIX HHAoNa 4, oO0pa3oBaHHE KOTOPOrO B

peakIMoHHoOM Macce noaTeepxaeHo merogamu *H, 1°F SIMP cnextpockonuu.
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Cxema 2. Tpéxxomnonenmuulii 00HOcmaoutinwli cunmes Humpuiog 3-(LH-unoon-3-un)-2-yuaro-
4,4, A-mpugpmopodbymanosoii kuciomer 2C - f.
¢) R=Me, R1=R>=H; d) R=Bnz, R1=R>=H; ) R=R1=H, R>=Br; f) R=R,=H, R1=Ph.
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MakcumaiibHbie Bbixopl coenuneHuii 2C - (56 - 81 %) A0oCTUrHYTBHI TPH OJAHOBPEMEHHOM
CMEIIMBAaHUK SKBUMOJISAPHBIX KoymuecTB TODII, ManoHOHHTpUIa M MPOM3BOAHBIX MHIO0NA 4C - T B
NPUCYTCTBUM KAaTAJIMTUUECKOTO KOJIMYECTBA TPHATHIAMHHA MPHU KOMHATHOHM Temmeparype. Peakims
C®-ankunupoBaHus NPOUBOAHBIX HHAoNAa 4C - f BRIMIPBHIBAET KOHKYPEHIMIO C TOGOYHBIMH
NpeBpalleHusIMU - oOpasyromierocst N Situ ankena 1, oOecniedunBasi BBICOKHE BBIXOJBI MPOIYKTOB
OCHOBHOM peaKlnK — IIeJI€BbIX HUTPUIIOB 2.

Takum o0pazom, paspaboran 3pPEeKTUBHBII METO CHHTE3a HOBBIX HUTpHIIOB 3-(1H-unmon-
3-un)-2-unano-4,4,4-rpuTopOyTaHOBOM KUCIIOTHI 2, TPEACTABISIONIMX HECOMHEHHBIA HHTEpPEC B
IUIAHE TIOMCKa OMOJIOTMYECKH AaKTUBHBIX COeIUHEHMH. lICcroib30BaHHE TPEXKOMIIOHEHTHOTO
onHocTaauitHoro cuHre3a ¢ ydactuemM TODII OTKpbIBaeT HOBBIE BO3MOXKHOCTM B CHHTE3€
pa3nUYHBIX TPUPTOPMETWI3AMELICHHBIX COCOIUHEHUH. B Hacrosiee BpeMs OIHOCTaIUIHbIE
MYJBTHKOMIIOHEHTHBIE PEAKIIMU CTAlIM IICHHBIM HHCTPYMEHTOM B COBPEMEHHOM OpPraHHYECKOM
CHHTE3€ UL COKpAIEeHHs CTaaui, MOBBIMICHUA 3()(HEKTUBHOCTH METOJOB CHHTE3a, a TaK e s
CHWKEHUs ux cedecroumoctu [12, 13]. MakcumanbHas TpaHc(opMalys UCXOTHBIX COSANHECHUI B
koHeuHble poaykThl 2 (80 - 85 %), obecnieurBaeT NPaKTHYECKU MOJTHOE OTCYTCTBHE XUMHYECKUX
OTXO/IOB, TO €CTh, B JJAHHOM CJIy4ae Peaju3yeTcsl MPUHIMII «3KOHOMHUHU aTOMOBY», SBISIONIMIACS

OJTHMM U3 OCHOBHBIX JUIs «3eJIeHOU Xumuu» [14].

JKCNepUMEHTAbHAS YaCTh

Bce wucxomubie coenuHeHusi ObUM KyruieHbl y kommanuii Merck u Sigma-Aldrich u
UCTIONB30BANIMCh 0€3 JaNbHEeWIIel OYncTKU. Bce amoeHThl u pacTBoputenu (NETposeiHbIi ddup ¢
Twm = 40-70°C (I13), EtOAc (DA), XM u TpudTHIaMHH) ObLIM OYMILICHBI MEPETOHKOH Tepen
UCTIONIb30BaHUEM. {111 KOHTPOIIS peakuuu U 0OHApy>KeHHUs BELIECTB UCIOIB30BATUCH TacTHHKU TCX
Merck Kieselgel 60 F254. OumcTky OpPOIYKTOB NPOBOAMIM KOJOHOYHOM Xpomartorpaduei c
ucnosp3oBanueM cumkaresst Merck Kieselgel 60 (0,06-0,20 mm).

Cnextpsl SIMP H, 3C DEPT 135 u F zanucansr na cnexrpometpe Bruker Avance™ 400
c paboueii yactotoit 400, 100 u 376 MI'1i cOOTBETCTBEHHO. XUMHUYECKUE CIBUTH MPOTOHOB
ofpeeNieHbl OTHOCUTENbHO ocTarouHbix curHamoB CDCls (7.26 M.1.) U mepecunuTaHbl K CUTHATY
SiMes. Xummueckue caBurd sgep °F ompejeneHsl ¢ IOJABIEHHEM CIIHH-CIMHOBOIO
B3aMMOJICHCTBHSI OTHOCHUTEIIBHO TPU(MPTOPYKCYCHOM KHUCIOTHI Kak BHEUIHErO CTaHAapTa u
nepecunteiBain K curaainy CFCls.

Macc-cnektpsl mony4ensl Ha npubope Finnigan Polaris Q (nonnas noBymika, DY, sHeprus
HoHu3Mpyrouwmx 3jekTponoB 70 3B) meromom mpsmMoro BBoma oOpasma. B Macc-cniekTpe

COCAMHCHUA 2e, COACPKaAIUICTO aTOM 6p0Ma, MMPUBCACHBI JAaHHBIC JISI NOHOB, COACPIKAIINC U30TOII
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"Br. Macc-crieKTpsl BBICOKOTO pa3pellieHHs 3aperucTpupoBansl Ha npubope Bruker micrOTOF |1
(nonm3amust MetozioM snekrpopacnbuieHust (ESI)). M3MepeHus: BBINONIHEHBI HA MOJOKUTEIBHBIX
(nanpspkenue Ha Kamuripe 4500 B) wnu Ha orpunarenbHeix (HanpspkeHue Ha kanmwusipe 3200 B)
noHax. /[nanazon ckanupoBanus macc M/z 50 — 3000 /la, kanuOpoBKa BHEIIHSS MM BHYTPECHHS
(Electrospray Calibrant Solution, Fluka). Kcrmonb3oBanu IpHiIeBOi BBOJ BelecTBa s
PAaCTBOPOB B alleTOHUTPMIIE, METAHOJIE WM BOJIE, CKOPOCTh MOTOKA 3 MKI-MHUH . ["a3-pachbLiuTens

a30t (4 n-mun?), Temneparypa unrepdeiica 180°C [15].

2-(2,2,2-Tpugpmopsmunuoen)manononumpun (1)

B kpyrinogonnyio kosily, CHaOXEHHYIO MarHUTHOW MeELIAJIKOM, B aTMocdepe aproHa
3arpyxarorT cBexeneperHanueii  JIXM (5 wi), wmanononutpun (3.3 1, 0.05 wmomb),
tpudropaneranpaerun 3twi nonyamnerans (7.2 r, 0.05 wmonp), TpudTHaamuH (0.35 1) wu
MEPEMEIIUBAIOT CYTKH MPU KOMHATHOM Temreparype. 3aTeM pacTBOPHUTENb M TPUITHIAMHH
YIapUBAIOT MPH MOHMWKCHHOM JABJICHUU M TpU oxJaxaeHuu 100aBisoT P20s (14.2 v, 0.1 moub),
CTaBST HUCXOMSIIUI XOJOJWIBHUK U JIOBYIIKY C CYXUM JIbJOM. PEakIMOHHYIO MacCy HarpeBaroT
npu noHmwkeHHOM AaBiieHuH (~20 MM. pT. cT.). AnkeH 1, mocie HHCXOJSINErO XOJOAUIbHUKA,
COOMPAIOT B JIOBYIIKY C CYXUM JIbJOM. [loydeHO mpo3payHOe Macio C PEe3KHM pa3IpakKarolluM
3anaxoMm, 0.52 r, Bexon 7%, T = 80 - 85°C nmpu ~20 mm. pt. cT. BemectBo npu 5°C ocmonsercs
B TCUCHUE HEJICIH.

Cnexrp 'H AIMP (CDCls, 5, ppm., J/Tn): 7.13 (1H, %, 6.3 'y, CF3-CH=).
Cuextp °F AIMP (CDCls, §, ppm.): -62.91 (c, -CF3).
Macc-cnekrp (DY, 70 3B), m/z (Iom (%)): 146 [M]* (10.7).

Oo6wan memoouka cunmesa Humpunog 3-(LH-unoon-3-un)-2-yuano-4,4,4-mpugpmop-oymanoeoii
kucnomwt 23, b Cl-ankunuposanuem npouseoonvix unoona 4a, b anxernom 1

B kpyrnogonnyio kosnly, CHaOKEHHYI0 MarHMTHOM MeEIIAIKOM, B arMmocdepe aprosa
3arpyxart cBexenepernanusii JIXM (3 mu), 3amemiennsiid uaaon 4a, b (1.78 mmons), 3akpbiBatoT
KoJIOy centoi, oxiaxaawT g0 0-5°C u mmpuiem no kamisiM no6asisror anken 1 (0.26 r, 1.78
MMOJIb), pacTBopEHHbINA B 1 M JIXM. OxnakiaeHnue yOuparoT U peakiMOHHYIO MacCy BBIICPKUBAIOT
4 gaca. 3arem coepxuMoe Kosobl pa3oasisitor JIXM (20 mut) u nporrycKaroT 4epes CIIoi CHUITKareJIst
TomuuHOM 1 cM Ha mopucrom ¢uibTpe, Ipu HeodbxoaumocTu no6aBisast Ha ¢unsTp 20 M AXM.

PacTBOp O4MILEHHOrO NPOYKTa YIIAPUBAIOT IPU [IOHUKEHHOM JaBJICHUU.
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2-[2,2,2-Tpugpmop-1-(1H-unoon-3-un)smun]manononumpun (2a)
[Tommyueno: 0.42 r, Beixom 92 %, cBernmo-xkénroe kaHudomb-o6pasHoe macno, Rf = 0.5
(II5+DA, 0.8+0.2).
Cnektp H AMP (CDCls, §, ppm., J/Tn): 4.37-4.45 (2H, M, HanoxeHue aByX curaanos -CH-);
7.24-7.64 (5H, m, Ar); 8.54 (1H, yur. ¢, NH).
Cnextp *C AIMP DEPT 135 (CDCls, §, ppm., J/T1): 25.29 (c, -CH(CN)); 42.40 (x, 30.5 I';, CFs-
CH-); 102.54; 110.71 (c, -CN); 110.81 (c, -CN); 112.06; 117.73; 121.08; 123.44; 124.47 (x, 280.9
', -CF3); 124.72; 126.13; 135.60.
Cnektp °F SIMP (CDCls, §, ppm.): -67.89 (c, -CFs).
Macc-cniextp (Y, 70 3B), M/z (low (%)): 262.9 [M]* (9.4); 198.2 [M-CH(CN)2]* (100).
Macc-ciektp Bbicokoro paspemenusi (ESI, orpunarensusie nonsi), Ci13HgF3N3, Haiineno m/z:
262.0595 [M-H] . Beruucneno: 262.0598.
2-[2,2,2-Tpugpmop-1-(2-memun-1H-unoon-3-un)ymunmanononumpun (2b)
[Mony4eno: 0.44 r, Beixoxa 89 %, cBerino-6exeblit mopomok, Rf= 0.2 (II9+3A, 0.8+0.2).
Cnextp H SIMP (CDCls, 8, ppm., JTn): 2.32 (3H, ¢, -Me); 4.21-4.30 (1H, m, CF3-CH-); 4.92
(1H, g, 9.6 T, -CH(CN)2); 6.95-7.45 (4H, m, Ar); 10.37 (1H, yur c., NH).
Cuexrp 3C AMP DEPT 135 (CDCls, 8, ppm., J/T'm): 11.46 (c, -Me); 23.58 (c, -CH(CN).); 43.37
(x, 30.7 T'u, CF3-CH-); 97.98; 110.92 (c, -CN); 111.16; 111.27 (c, -CN); 118.02; 119.85; 121.30;
124.72 (x, 281.7 I', -CF3); 125.15; 135.45; 136.98.
Cuexrp *°F IMP (CDCls, 8, ppm.): -65.64 (c, -CFs).
Macc-cniextp (Y, 70 3B), M/z (low (%)):277 [M]" (6.6); 212.1 [M-CH(CN)2]"* (100).
Macc-ciekTp Bbicokoro paspemennsi (ES|, orpunarensusie nonsr), Ci14Hi10F3N3, Haitneno m/z:
276.0759 [M-H] . Beruucneno: 276.0754.

Tpéxxomnonenmmutii ONe-pot cunmes 2-[2,2,2-mpugpmop-1-(1-memun-1H-unoon-3-un)
smun[manononumpuna (2C)

B kpyrnmomonnyio  Konly, CHaOKEHHYIO  MarHUTHOM  MEIIANKOH,  3arpyskaroT
ceexxeneperaannbiii JIXM (3 mut), manononutpui (0.132 r, 2 MMoJIB), TpUQTOpALIETATIBACTHT STHIT
noxnyanerans (0.288 r, 2 mmons), tpuwdTHiaamMuH (0.1 r) u 4 rpaHyNbl MOJIEKYJSPHBIX CHUT C
pasmepom 1op 4A. Konby 3aKkphIBAaIOT CENTOif, TPIDKABI BAKYyMHDYIOT, 3allOJNHSS aproHOM, H
BBIJICP)KUBAIOT NPH KOMHATHOM TemIepaType B TeueHHe 4 yacoB. 3aTeM mmpuieM nooasisior N-
metrnuaaoun 4¢ (0.262 r, 2 mmoib), pactBopéHHbIN B 1 M1 JIXM. Uepes cyTKH COAepKUMOE KOJIOBI
paszbasisitoT (20 mut) cmechro JIXM u I1D (1/1) u nepeHocsaT Ha XpoMaTtorpadu4ecKyto KOJIOHKY,
cogepkamryto 100 mn cunmkarens. PeakimonHyro maccy amoupyror cMecbio XM ¢ 1D (1/1),

MIOCTETIEHHO MOBBIIIAs TPajueHT pacTBoputens nobasineHueM DA no 3%. PactBop ouuieHHOTro
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MPOAYKTa YMApUBAIOT MPU MOHMKEHHOM JiaBiieHuH M nepeynapusatoT ¢ 20 ma JIXM. Ilomnydeno:
0.41 r, Beixon 74%, cBeTno-xkéntoe kaHudoapoopasHoe macio, Ri= 0.4 (II9+DA, 0.8+0.2).
Cnextp H AMP (CDCls, §, ppm., J/Tn): 3.82 (3H, c, -Me); 4.36-4.44 (2H, M, HanoOXeHHE IBYX
curHanos -CH-); 7.25-7.63 (4H, wm, Ind); 7.44 (1H, yur. ¢, H(2) Ind).

Cuextp C AMP DEPT 135 (CDCls, 8, ppm., JTn): 25.44 (c, -CH(CN).); 33.28 (c, N-Me); 42.53
(x, 30.4 I'y, CF3-CH-); 100.90; 110.19; 110.65 (c, -CN); 110.72 (c, -CN); 117.81; 120.82; 123.08;
124.49 (x, 281.4 'y, -CF3); 126.92; 128.82; 136.61.

Cnektp °F IMP (CDCls, §, ppm.): -67.98 (c, -CFs3).

Macc-cnektp (DY, 70 3B), M/z (low (%)): 277 [M]* (14.3); 212 [M-CH(CN)2]* (100).
Macc-cniektp Bbicokoro paspemenusi (ESI, orpunarensubsie nonsr), Ci14H10F3Ns, Haiineno m/z:
276.0751 [M-H] . Beruucneno: 276.0754.

Oo6wan memoouxa nonyuenus humpunoe 3-(LH-unoon-3-un)-2-yuano-4,4,4-mpughpmop-
oymanogoit kucnomul 2C - f mpéxxomnonenmuvim oonocmaouinvim cunmesom

B kpyrnmomonnyio  Kkonly, CHaOKEHHYIO  MarHUTHOM  MEIIANKOH,  3arpykaroT
cBexxeneperaannbii JIXM (3 mu), 3ameménnniii uamon 4c - f (4 mmons), manononutpui (0.264 r,
4 MmoIb), TpUdTOpareranpaeru 3T nonyanetanb (0.58 r, 4 mmons), TpusTHnamud (0.15 ) u 5
rpaHyJl MPOCYIICHHBIX MOJEKYJISPHBIX CHUT ¢ pasmepom mop 4A. Konby 3akpeBaioT cemntoif,
TPWXKIBl BaKyyMHPYIOT, 3allOJIHsIsI aprOHOM, M BBIJCPKHMBAIOT MPH KOMHATHOW TeMIiepaType B
TEUYEHUE CYTOK. 3areM cojlepkumoe Koyobl pa3daBisitor (20 mut) cmechto XM u T1D (1/1) u
MEPEeHOCAT Ha XpoMmaTorpaduueckyro KoJoHKy, cogepkamryto 100 mu cunukarens. PeakiuoHHyio
Maccy amoupyroT cMmecbio JIXM ¢ I1D (1/1), mocTeneHHO MOBBIMIAS TPAIUCHT PACTBOPHUTEIIS
nobasnenneM DA no 3 %. PacTBOp OUYMIIEHHOrO MNPOJIYKTa YHApUBAIOT NPU HMOHUKEHHOM

JaBJIeHUH U 3aTeM nepeynapusatoT ¢ 20 mi JIXM.

2-[2,2,2-Tpughmop-1-(1-memun-1H-unoon-3-un)ymun]manononumpun (2C)

[Tonyuyeno: 0.9 r, Beixox 81%, cBerno-xkénroe kaHudonb-oOpasHoe macio, Rf = 0.4
(IT5+5A, 0.8+0.2). CnekrpanibHble JaHHBIE PUBEICHBI PaHEE.
2-[1-(1-Benszun-1H-unoon-3-un)-2,2,2-mpugpmopsmunmanononumpun (2d)
[Tomyueno: 1.09 r, Beixoxm 78 %, cBernmo-xkénroe kaHudpomb-00pa3zHoe macno, Rf = 0.4

(II5+5A, 0.8+0.2).
CunekTtp 'H AMP (CDCls, 5, ppm., J/T'n): 4.40-4.42 (2H, M, HanoxXeHue nByx curHanoB -CH-);
5.39 (2H, ¢, -CH»-); 7.11-7.64 (9H, M, Bnz, Ind,); 7.50 (1H, ¢, H(2) Ind).
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Cuexrp *C IMP DEPT 135 (CDCls, §, ppm., J/T'n): 25.28 (c, -CH(CN)2); 42.49 (x, 30.4 T'u, CFs-
CH-); 50.46 (c, -CH»-); 101.70; 110.62 (c, -CN); 110.75; 110.80 (c, -CN); 118.04; 121.01; 123.23;
124.46 (x, 280.9 I'y, -CFs3); 126.73; 127.05; 127.98; 128.49; 128.97; 136.16; 136.40.

Cnektp °F IMP (CDCls, §, ppm.): -67.85 (c, -CFs).

Macc-cnextp (DY, 70 3B), m/z (low (%)): 353 [M]* (8.9); 288 [M-CH(CN)2]* (50.9); 91 [C/H7]*
(100).

Macc-cniektp Bbicokoro paspemenusi (ESI, orpunarensusie nonsr), CooH14F3Ns, Halineno m/z:

352.1076 [M-H] . Beruucneno: 352.1067.

2-[1-(5-bpom-1H-unoon-3-un)-2,2,2-mpugpmopsmun|manononumpun (2e)

[Tonmyueno: 0.77 1, BbIXOom 56 %, cBerno-xkénroe kaHudonb obpasHoe macio, Rf = 0.2
(II5+DA, 0.8+0.2).
Cnexktp H SIMP (CDCls, §, ppm., J/Tn): 4.28-4.35 (1H, M, CFs-CH-); 4.42 (1H, n, 5.2 I'n,
-CH(CN)); 7.23 (1H, x, 6.2 T, H(7)); 7.33 (1H, ym. 1, 8.6 I', H(6)); 7.50 (1H, yu. c. H(4)); 7.72
(1H, ¢, H(2)); 8.77 (1H, yur ¢, NH).
Cuexrp *C IMP DEPT 135 (CDCls, §, ppm., J/T'n): 25.33 (c, -CH(CN)2); 42.51 (x, 30.7 T'u, CFs-
CH-); 102.33; 110.49 (c, -CN); 110.57 (c, -CN); 113.58; 114.53; 120.40; 124.27 (x, 281.0 I'm,
-CF3); 125.86; 126.58; 127.95; 134.39.
Cnektp °F IMP (CDCls, §, ppm.): -67.94 (c, -CFs).
Macc-ciextp (Y, 70 3B), M/z (low (%)): 341 [M]* (11.6); 276 [M-CH(CN)2]" (2100).
Macc-cnexkTp Bbicokoro paspemenusi (ES|, orpuniarensubie nonsi), C13H7BrFsNs, Haitneno m/z:

339.9695 [M-H]". Beruucieno: 339.9703.

2-[2,2,2-Tpughmop-1-(2-penun-1H-unoon-3-un)ymun|manononumpun (2f)

[Monyueno: 1.02 r, Beixoxa 75 %, cBetino-0exeBsiit mopoiok, Ri= 0.3 (II9+3A, 0.8+0.2).
Cnextp 'H SIMP (CDCls, §, ppm., J/Tn): 4.34-4.43 (1H, M, CFs-CH-); 4.67 (1H, x, 10.4 T,
-CH(CN)y); 7.27-7.69 (9H, M, Ind+Ph); 8.56 (1H, yur. ¢, NH).
Cnextp BC SIMP DEPT 135 (CDCls, §, ppm., J/T'n): 23.46 (c, -CH(CN),); 43.64 (x, 30.5 I';, CFs-
CH-); 98.61; 110.69 (c, -CN); 110.99 (c, -CN); 111.99; 119.04; 120.30; 122.29; 124.51; 124.77
(x, 282.4 T'y, -CFs); 128.72; 128.88; 129.24; 130.76; 136.20; 140.93.
Cuextp °F AMP (CDCls, §, ppm.): -65.03 (c, -CF3).
Macc-cniextp (DY, 70 3B), m/z (low (%)): 339 [M]* (9.7); 274 [M-CH(CN)2]" (100).
Macc-cniektp Bbicokoro paspemenusi (ESI, orpunarensusie nonsr), CioH12F3Ns, Haiineno m/z:

338.0921 [M-H]". Beruucieno: 338.0911.
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2-(2,2,2-Tpughmop-1-oxkcursmun)manononumpun (3)

BerectBo npu XpaHEHHHM W HarpeBe HE YCTOWYMBO, WHAMBUIYAIBHO HE BhIICISIOCH. XC
SAMP nna spep H, ¥F u MAaCC-CHEKTP MPHUBEICHBI I PEAKUMOHHOM MAacChl 3KBUMOJISIPHBIX
konmyects TODII (7.2 r), manmononurpuia (3.3 r) u tpudtrinamuna (0.35 r) B IXM (5 mi). XC
MpOTOHOB, MyJIbTUILIETHOCTH U KCCB 3aBHCHT OT cocTaBa cMecH.
Cnektp 'H AAMP (6e3 pactopurens, 5, ppm., J/T'n): 4.73 (1H, 1, 2.3 Ty, -CH(CN)2); 4.78-4.85
(1H, m, CF3-CH-).
Cnektp °F SIMP (6e3 pactBopuTens, 5, ppm.): -77.25 (c, -CFs).
Macc-cnextp (DY, 70 3B), m/z (low (%)): 164 [M]* (2.1); 146 [M-H20]" (9.3).

baarogapuocTu
PaboTta BeIMONIHEHA TpU MoAJECp)KKe MHMHUCTEPCTBAa HAyKM W BBICIIEr0 0Opa3oBaHUS
Poccuiickoii ®enepanuu. CTpoe€HHE TMOTYYEHHBIX COCAMHEHHI H3YYEHO C HCIOIb30BAHUEM
obopynoBanusi «Llentpa uccnenoBanus crpoenuss monexkym» MHOOC PAH. Usmepenus macc-

CIIEKTPOB BBICOKOT'O pa3pelleHus BhINONIHEHbI B OTaene cTpykTypHbIX uccienosanuii MOX PAH.
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