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AnHoTanus. B HacTosmelt paboTe mpetoskeH HOBBIH 3()()eKTUBHBIH IMOIX0 K CHHTE3Y KOHACHCHUPOBAHHBIX
TPULIUKIIMYSCKUX TeTEPOUUKIMYECKIX CUCTEM Ha OCHOBE peakiyu 1,2-muaMuHo-4,5-1udeHnmmMuaas3ona ¢ 2-
OCH3WINICH-5,5 - TnMeTHIHKIIoreKcan- 1, 3-muonoM. Llenpio mccinenoBaHus SBISUIOCH YCTaHOBIICHHE MeXa-
HHU3Ma JaHHOW TpaHC(OpPMAIIUH U ITOI00P ONITUMANBHBIX YCIOBUI PEaKIUH C MCIIOF30BaHIEM COBPEMEHHBIX
METOZOB aHAJIN3a, B YACTHOCTH BBICOKOA((PEKTUBHOH KUAKOCTHON XpoMaTorpaduu B COYCTAHUH C MAaccC-
cnekrpometpueii (BOXKXX/MC).

[TyTéM TeopeTHuecKOoro aHajau3a CTPYKTYPhl HCXOJHBIX PEAreHTOB U WX HYKJICO(UIBHBIX/NIEKTPO(UIBHBIX
CBOMCTB OBLIO CIIPOTHO3MPOBAHO 00pa30BaHUE HECKOJIBKHX BO3MOXKHBIX MPOAYKTOB, BKIIIOYAst MIMHUJIA30TUPH-
MUJIMHEL, a TaKoKe 0oJiee peKue NMUIa30TeTPA3UHbl U UMUAA30IIMHHOIUHEL. OTHAKO, COTIIACHO 3KCTIEPUMEH-
TaJbHBIM JJAHHBIM, OCHOBHOM ITyTh peaKIMK BKJI09aeT 0Opa3oBaHue MIMHUIA30TTHPUMUANHOBOTO IPOMEKYTOU-
HOTO MPOAYKTA C ITOCIIEAYIOIINM JIe3aMUHUPOBAHUEM U OKHCIUTEIbHOI apoMaTu3anueil. KoHeuHbIM cTaObUIIb-
HBIM COCIIMHCHHEM SIBIISICTCS paHee HEe OMUCaHHBIN 8,8-mumerni-2,3,5-tpudenn-8,9-muruaponmuaasol2,1-
b]xunazonuH-6(7H)-0H.

OKCIepUMEHT ITOKAa3all, 9TO HAHOOJIBIIast KOHBEPCHS PEareHTOB U BBIXOJI LIEJICBOTO MPOIyKTa (63 %) mocTHTaroTCs
TIPH TIPOBEICHAH PEAKIIMH B YKCYCHOM KHCIIOTE TPH KUATITICHUN B TeYeHHUE OTHOTo Yaca. [Ipu ucnons30BaHmu Ipy-
rux pactBopureneii (Meranon, JJM®PA, u3onponaHo, a Takke UX CMECH) HaOIFOIAIICh 00pa30BaHUe MMOOOYHBIX
COCITMHEHUH ¥ HECTaOMITFHBIX HHTEPMEIHATOB, 9To noaTBepkaeHo gaHabMu TCX 1 BOXXX/MC.

AHanu3 XpoMaTrorpamM II0JIHOTO HOHHOTO TOKa, Mojy4eHHbIX npu BOXKX/MC-ananuse, no3BoJini WACHTH-
(unMpoBaTh Kak UCXOJHBIE PEareHThl, TaK U NPOMEXYTOYHBIC IIPOAYKTHI PEAKIMHU, HPEINOI0KUTEIBHO OT-
HOCAIINECS K CTaJHH TETPa3aHOBOTO M MMHIA30NUPUMUIMHOBOTO 00pa3oBanus. lcnons30Banue Macc-criek-
TPOMETPHUH C MOHU3ALIMEH METOJIOM JIBOMHOTO AekTpopacnbuienns (dual-ESI) na TOF LC/MS-cucreme nos-
BOJIMJIO OTIPENENINTh TOYHYIO MAacCy M NMOATBEPIAUTH CTPYKTYpPY KOHEYHOTO COeAWHEHMA. JlomomHuTenbHas
CTpYyKTypHas Bepuduxamus ocymiectisiach Mmetogamu AMP-cnektpockomuu ("H u *C), a Takke TOHKO-
cioitaoit xpomarorpaduu (TCX) ¢ YD-gerekTupoBaHIEM.

[NoyueHHbIe TaHHBIE AEMOHCTPHPYIOT BEICOKYIO CETICKTHBHOCTB M CHHTETHUYECKYO IIEHHOCTh Pa3pad0TaHHOTO Me-
toza. [IpeacTaBieHHBIH TOIX0] MOXKET OBITh UCTIONB30BaH IPH CO3IaHHU OUOJIOTMICCKH aKTUBHBIX MOJICKYII, (hiTy-
OPECIICHTHBIX MAPKEPOB M (PYHKIIMOHATHHBIX MATEPUATIOB HA OCHOBE HMHIa30- H XMHA30JIMHOBBIX KapKaCOB.
Kawuesble cioBa: 1,2-muamMuH0-4,5-1uQEHMIIMAIA301, BEICOKOA((EKTUBHAS KUAKOCTHAS XPOMAaTOrpa-
(us1, Macc-crieKTpoMeTpust, MuIa30[ 1,2-a|MupUMHIUHEL, Je3aMHHUPOBAHKE, ONTHMHU3AIUS YCIIOBHMA.
BaarogapHocTH: nccienoBaHNe BHITOIHEHO 3a c4eT rpaHTa Poccuiickoro Hayanoro ¢onma Ne 25-16-00191,
https://rscf.ru/project/25-16-00191/.
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Abstract. This study presents a novel and efficient approach to the synthesis of fused tricyclic heterocyclic
systems based on the reaction of 1,2-diamino-4,5-diphenylimidazole with 2-benzylidene-5,5-dimethylcyclo-
hexane-1,3-dione. The aim of the research was to elucidate the mechanism of this transformation and to opti-
mize reaction conditions using modern analytical techniques, specifically high-performance liquid chromatog-
raphy coupled with high-resolution mass spectrometry (HPLC/HRMS).

Based on the structural features and nucleophilic/electrophilic nature of the starting materials, several possible
reaction products were proposed, including imidazopyrimidines, imidazotetrazines, and imidazocinolines.
However, experimental data confirmed that the major pathway involves the formation of an imidazopyrimidine
intermediate, followed by deamination and oxidative aromatization. The final stable compound obtained was
the previously unreported 8,8-dimethyl-2,3,5-triphenyl-8,9-dihydroimidazo[2,1-b]quinazolin-6(7H)-one.

It was established that the highest conversion of reactants and yield of the target product (63%) were achieved
by refluxing the reaction mixture in acetic acid for one hour. Alternative solvents such as methanol, DMF,
isopropanol, and their mixtures resulted in lower selectivity and the formation of complex mixtures of by-
products, as confirmed by TLC and HPLC/MS analysis.

HPLC/HRMS analysis, based on full ion current chromatograms, enabled the identification of starting com-
pounds and key intermediates, including species consistent with tetrazane and imidazopyrimidine structures.
The use of electrospray ionization (dual-ESI) on a TOF LC/MS system allowed for accurate mass determina-
tion and structural confirmation of the final product. Additional verification was performed using 'H and *C
NMR spectroscopy and thin-layer chromatography (TLC) under UV detection.

The obtained results demonstrate the high selectivity and synthetic utility of this method. The proposed ap-
proach offers a convenient route to complex imidazoquinazoline scaffolds from readily available precursors.
It may be applicable in the development of biologically active compounds, fluorescent sensors, and advanced
functional materials.

Keywords: 1,2-Diamino-4,5-diphenylimidazole, high-performance liquid chromatography, mass spectrome-
try, imidazo[ 1,2-a]pyrimidines, deamination, optimization of conditions.
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CTH O0YCJIOBJIEH BO3MOXKHOCTBIO BapbUpO-

BBenenune
BaTh Pa3JMYHbIE 3aMECTUTENN KaK B a30JIb-

A3o0si0a3uHBl U UX TPOMU3BOJHBIE Ojaro-
Japst CBOEH BBICOKOM peaklMOHHOM croco0-
HOCTH 3aHMMAIOT Ba)KHOE MECTO B XUMMUH Ie-
TEpOLMKIOB. MHOIOYMCIIEHHBIE UCCIIE10Ba-
HUS, IPOBEACHHBIE 32 NIOCIIEIHEE AECCATUIIE-
THE, TOATBEPKAAIOT MEPCHEKTUBHOCTh HC-
MOJIb30BaHUsl a30JI0a3MHOB B pa3paboTke
HOBBIX JIEKApCTBEHHBIX cpeAcTB [1-10]. Ux
HIMPOKUH CHIEKTP OMOJIOrMYecKON aKTHBHO-

HOM, TaK W a3UHOBOM IHKJIaXx. Kpome Toro,
a30JI0a3MHBI MOTYT BBICTYNaTh B KayecTBE
KpacuTenel, o0agaroInX JIFOMHUHECIICHT-
HBIMH CBOWCTBaMU U CIIOCOOHBIX T€HEPUPO-
BaTh JIa3€pPHOE W3IYYCHHE, YTO OTKPHIBAET
HOBBIE TIEPCIIEKTUBBI UX MPUMEHEHHS B 00-
JacTH OPraHUYeCKON JJIEKTPOHUKH U OHO-
xumun [2-3].
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Psim 0630poB mocieaHUX JIET MOCBSIICHBI
MCCJICIOBAHUSAM PA3JIMYHBIX a30JI0a3MHOB
[1-3], cpeau KOTOpBIX BaXKHOE MECTO 3aHHU-
MarT umuaaszol 1,2-ajnupuaunsl [4-6]. Ilo-
CJICIHHE SIBIIIOTCS OMOM3OCTEPHBIMH aHa-
JIOTaMU IYPUHOBBIX OCHOBAHUMU, MPOSIB-
JISIFOT TITUPOKHH CIIEKTP OMOJIOTHYECKOM aK-
TUBHOCTH, BKJIIOYAsh AHTHAPUTMUUYECKYIO
[7], nmpoTuBopakoBy [8], mpoTUBOBOCHA-
nuTenbHyo [9], anturuneprensusnyto [10].
[ToMuMO 3TOTO, X MPUMEHSIOT B KaU4eCTBE
azokpacureneit [11], orOenuBarenend miis
TKaHe [12], ”HCeKTUIIUIOB, aKapUIIUJI0B 1
HemaronuoB [13]. Kpome Toro, atu coeau-
HEHUS CIIy)KaT opraHudeckumu iayopodo-
pamu B Omomapkepax U (DIyopecIeHTHBIX
CEHCOpax Ha MOHBI METAJLJIOB [ 14].

Haubonee n3BeCTHBIM METOJIOM CHHTE3a
nmuaa3o[ 1,2-aJnupuMuInHOB SIBJISICTCSI
croco0, pa3padoranabiii Ynunbabunemm [ 15-
18], ocHOBaHHBII HA peaKUUU MEXIy 2-aMu-
HOMUPUMUIUHOM U o-TajokeroHamu. He-
CMOTpPsSI Ha IIMPOKOE HCIOJIb30BAHUE HMHU-
na3o[ 1,2-a|mMpuMHUIMHOB, TOJTYy4€H-HBIX C
MOMOIIIBIO PA3IMYHBIX MOJIU(PHUKAIMA 3TOTO
METOo/1a ¥ psiia APYTHX, MOIPOOHO OMHUCAHHBIX
B 003ope ['oonst u np. [19], nuteparypHbie
JTAaHHBIE O CUHTE3€ UMK 1a30[ 1,2-a|nupumuan-
HOB Ha OCHOBE JMaMHHOMMHA30JI0B OCTa-
FOTCSl OTpaHUYEHHBIMHU.

[TomuuyxneodunbHocTs 1,2-nnammuno-4,5-
T eHUIMMIIa301a 00YCIOBIMBACT pa3iny-
HBbIC BapUaHTBl €ro B3aUMOJCUCTBUS C -
anekTpoduIbHEIMU pearenTamu. J[ist co3ma-
HUSl TTUPUMHUIMHOBOTO MHKIA 1,2-THaMHHO-
4,5-mupeHnmumMHuIa301 AOMKEH B3aHMMOJICH-
cTBOBATh C 1,3-auanexrpodunamu kax 1,3-N-
C-N-nunyxneodun. Takoil noaxoa Haubosnee
JIETAIbHO W3YYEH TOJbKO B OTHOIIEHWHU 1,2-
JuaMHHOOeH3uMHUIa30a [20-22].

[lenbto HacTosied pabOThl SBISLIOCH
U3yueHue B3auMojaeucTBus 1,2-guamuHo-
4,5-mudennmMuia3onia ¢ 2-OCH3WINIEH-
5,5-TMMeTUIIUKIOreKcal-1,3-1uoHom, a
MMEHHO TT0100p ONTUMAIBHBIX YCIIOBUM J1a-
HOM peakluu C HCHOJb30BAaHUEM METO/OB
KJIACCHYECKOTO OPTaHMYECKOTO0 CHHTE3a U
aHanutuyecko xumuu. [lomobHoe B3auMo-
JIEHCTBHE paHee N3ydanoch Ha npumepe 1,2-

nuaMuHo-4-permmmunazona [23-24]. Tlpu
3TOM OBLJIO TTOKA3aHO, YTO BBEACHHUE BTOPOI
aMUHOTPYIIIBI HE TPUBOJUT K OKUTAEMOMY
00pa3oBaHUIO TPUA3EMUHOB, a MPUBOJIUT K
KOHJCHCUPOBAHHBIM HMMHJIa30[IUHHOJIMHAM
M3-32 HU3KOU HYKJICO(PUIBHOCTH K30ITHK-
JMYECKUX aMUHOTPYIII B CPAaBHEHUU C SH/I0-
nukmnaeckum CH-pparmeHTOM.

3Kc1’[epI/IMeHTaJIbHaﬂ qacTb

Ucxonnpiii  1,2-muamuno-4,5-nudeHuni-
MMHUJIA30J1 TOJIYYCH [0 paHee OMHCAHHON
Meroauke [25], 2-OeH3wmimaeH-5,5-aume-
TUJIUKIIOTeKCaH-1,3-1MOH  TIprHoOpeTeH B
komnanun Alinda-Chemical Ltd (CIIA-
Poccus).

Meronuka cuHTe3a 8,8-mumermin-2,3,5-
TpudeHmI-8,9-muruaponmuaasof2,1-b] xu-
Ha3zonuH-6(7H)-ona 6. Cmech 1,2-auamMuno-
4,5-mupennnmumunazona 0,16 r (1 mmods) 1,
0,23 r (1 mmoup) 2-6eH3mIIMIEH-S,5-11Me-
TUJIUKIIOTeKCcaH-1,3-a1ona 2 u 3 M1 ykeyc-
HOM KHCJIOTBHI KHUIISTHIN B TCUYCHHE dYaca.
OO6pa3zoBaBmmiicss 0caliok OT(QHIBTPO-BHI-
BaJIM, TIPOMBIBAIM XOJIOIHBIM H30IPOITHIIO-
BBIM CIIHPTOM U TIEPEKPUCTAIIIN3OBBIBAIIN
u3 cmecu i-PrOH-DMF (3:1). Beixon 63 %,
T.101. 228-230 oC. 1H SAMP cnektp, 0, M.1.
(J, Tm): 7.80 — 7.74 (m, 2H), 7.71 — 7.65 (m,
2H), 7.57-7.33 (m, 11H), 3.17 (s, 2H), 2.95
(d,J=13.0, 1H), 2.88 (d, J=13.0, 1H), 1.08
(s, 6H). AMP 13C 6, m. n. (J, I'm): 193.6,
169.3, 152.3, 147.8, 142.5, 134.4, 133.1,
130.6, 129.3, 128.8, 128.6, 128.2, 128.0,

1279, 127.6, 120.5, 42.7, 30.0, 28.0.
Haiineno, m/z: 444.2071 [M+H]+.
C30H25N30. Berumncneno, m/z: 444.2071
[M+H]+.

SMP 1H u 13C cnektpsl ObuH 3aperu-
CTpupoBaHbl Ha criekTpomeTpe BrukerDRX-
500 (500.13 um 125.76 MIn cootBer-
ctBeHHO) B DMSO-d6 ¢ BHyTpeHHUM CTaH-
naprom TMS. KonTpons peakuuum u 4u-
CTOTY CHUHTE3MpPOBAHHBIX COEAMHEHUN KOH-
TponupoBanu merogoM TCX Ha macTUHKax
Silica gel 60 F254 («Merck») ¢ ucmomap3oBa-
HUEM XJIOpOQOpMa, METAHOJA UM UX CMe-
CEH B Ka4ECTBE JIIIOCHTA.
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expected calculated mass [M+H]": 461.2337

N
she
4*

Cxema 1. TeopeTruecky BO3MOXKHBIC TIPOIYKThI B3auMOAeHCTBUS 1,2-muamMuno-4,5-1udenun-
JIMMHA307a ¢ 2-0€H3UIHAEH-5,5- TMMETUIIIUKIOreKcad- 1,3 - TMOHOM
Scheme 1. Theoretically possible products of the interaction of 1,2-diamino-4,5-diphe-
nylimidezole with 2-benzilidene-5,5-dimethylcyclohexane-1,3-dione

Jns npoBenenus ananuza MetonoM TCXnotel); ckopocts moroka 0.4 mu/mun. Ilpo-
UCToNIb30Baack moasmwkHas (aza (I1D) B co-rpammHoe obecrniedenue st 00pabOTKU pe-

ctaBe xjopodopm-meranon (20:1), (10:1) unuzynbpratoB

HCClIeJOBaHUI MassHunter

metaHoi. Kommnonentsr I1® cmemmBamucs Workstation / Data Acquisition V.06.00. Tem-

HCTIOCPCACTBCHHO IICPC aHAJIM30M,

BPEMAIICPATYpPhl ILJIABJICHUA OIIPEACIICHBI HaA arllla-

HaChIIeHusT Kamepbl coctaBisuio 10 munyTt.pare Stuart SMP30.

[TpoGonoaroroBka 3akitoyalach B pacTBOpe-
Huu 400 MKr aHamusupyemoro obpasma B 0.5
cM3 numerundopmMamMua. Xpomarorpapupo-
BaHuE NpoBoAMJIOCHh Ha IutactuHax Juist TCX
TLC Silica gel 60 F254 (Merck) nnuHoii 4 cwm.
O6bem npo6sl — 1 Mki. Bpems ananuza 10 mu-
HyT. J1s mposBieHHs xpomarorpaduyeckux
30H IUTACTMHY nomemanu B Y® kamepy Wiu
oOpabatbIBasiu napamu Hona. Bee ncnomnb3ye-
MBI€ PEaKTHBBI UMENIN CTENICHb YACTOTHI HE ME-
HEe «X».

BOXX/MC ananu3 npoBoawics Ha TpH-
6ope Agilent Technologies 1260 infinity ¢
Mmacc-getekropom Agilent 6230 TOF LC/MS
(BpeMSMpOJNIETHBII JETEKTOp Macc BBICOIOro
paspemieHns), MEeToJl MOHMU3ALUU — JIBOMHOE
anektpopacnsuieHue (dual-ESI). 3amuce u pe-
THCTPAINsl CUTHAJIOB MTPOBOJIMIIACH B TTOJIOKH-
TeNbHOU monsgpHOCTH; HeOymaizep (N2) 20
psig, raz-ocymmutens (N2) 6 mun/musn, 325 °C;
JMana3oH oOHapyKeHHsl Macc cocTasisieT 50-
2000 HanbTon. Hanpsixenue Ha kanusuisipe 4.0
kB, ¢pparmenrarope +191 B, ckummepe +66 B,
OctRF 750 B. VYcnosus xpomarorpadupona-
Hus: konoHka Poroshell 120 EC-C18 (4.6 x 50
MM; 2.7 MKM). I'paiueHTHOE 3IIOMpOBaHUE:
anerouutpui/Bona (0.1 % MypaBbUHON KHC-

O6cyxaeHne pe3yJbTaToOB

[lonuHyknepuIbHBI XapakTep MCXOJ-
HOTO JWaMHUHA IIPEarojaraeT HECKOJIbKO
BO3MOJKHBIX IyTEH MPOTEKAHUS PEAKIIUH
Mexnay  1,2-auamunHo-4,5-nudeHnnmMua-
30510M 1 U 2-0€H3UIUICH-5,5 - TNMETHIIITUK-
Jorekcal-1,3-g1uoHOM 2, 3aBHCAIIHMX OT
BHEIIIHUX YCJIOBHH (TeMIepaTypsl MpoBee-
HUS PEAKLUHU, N1aBJICHUS, UHEPTHOU aTMo-
cdepsl) U npupoasl pactBopurens. [Ipeamno-
JaraeMble MapuIpyThl pPEaKIMU OTPaAKEHBI
Ha cxeme 1. B Hacrosimieit pabore Hamu u3y-
4auoch BIMSHHUE PACTBOPUTEIS Ha MPOILIECC
MIPOTEKAHUSI PEAKIIHH.

Ha ocHoBanuu aHanmza nuTepaTypHBIX
HWCTOYHUKOB 00 OINTHMAIBHBIX YCIOBHUSIX
MIPOBEJICHUS] TTOJOOHBIX pEaKIUid U IKCIIe-
PUMEHTAIIbHBIX JaHHBIX O PacCTBOPUMOCTH
HCXOJIHBIX PEareHTOB, B KAYECTBE PACTBOPH-
Tellel HaMu OBLIM MCIIOJIb30BAaHBI: METaHOJI,
mumetundopm-amun (AM®PA), uzonponu-
JIOBBIM CIUPT, YKCYCHAsI KUCJIOTA, a TaKXKe
HX CMECH B pa3JIMYHBIX COOTHOUICHUSIX.
OueHka cocTtaBa pEaKIUOHHOW CMECH, a
TaK)K€ CPaBHEHHE C pPaHEE BbIJCICHHBIMU
MPOTYKTaMH OCYIIECTBIISIACH TIPH TTOMOIITH
METO]1a TOHKOCJIOWHOM XpomaTorpadum.
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BbII0 yCTaHOBJIEHO, YTO B Ciy4yae HC-
[10JIb30BAHUSI METAHOJA U U30IPOIHIOBOrO
CIIMpTa MakCHMallbHasi KOHBEpPCHUs pearcH-
TOB JOCTUIAETCS JMILb Iociie 24-4acoBOTO
KHUIISTYEHUS], @ BBIXOJbl MPOAYKTa pPEaKkLUU
coctaBisitoT 32 u 40% COOTBETCTBEHHO.
[IpoBenenne mnpouecca B MNPUCYTCTBUU
ToJ1bkO IM®MDA He npuBOAUIIO K JKETAEMbIM
pe3ylibTaTaM: B peaKkIMOHHOM cMecu (HUK-
CHUPOBAINCH HECKOJIBKO PA3JIMYHBIX UHTEP-
MEIUATOB U MPOIYKTOB UX BHYTPHUMOJEKY-
JSIPHOW IMKJIN3AIIUH, 00pa3yIOMIUX TPYAHO-
paznenumyto cMech. Jlid cokpauieHus: Bpe-
MEHHU TMPOTEKAHUS PEAKIIMU U YBEIUUYCHUS
BBIXO/Ia NPOAYKTOB, HaMU ObUIa H3yueHa
BO3MO>KHOCTbh MCIIOJIb30BaHUSI B 3TOM IIpO-
1ecce cMece MHAMBUAYAJIbHBIX PAaCTBOPH-
Tejell. YCTaHOBJIEHO, YTO MaKCHMalIbHas
KOHBEpPCUSI PEareHTOB JOCTUTaeTcs MpHU
MIPOBEICHUM PEAKIIMU B T€UEHHUE 3 4acoB B
CJy4yae HCIIOJIb30BAHUS B KAYECTBE CpEIbl
cMmecu m3ornponmioBsii cnupt / JIM®A (7:1
00.), a BBIXOJl KOHEYHOTO MPOJYKTa B 3TUX
ycioBHsx coctaBuil 58%.

Panee Hamu OBIJIO YCTaHOBJIEHO, YTO
LIUKJIA3AUHU C YYaCTUEM JUAaMUHOMMUIA30-
JIOB IPOTEKAIOT ¢ OO0JIbIIIEH CKOPOCTHIO MPHU
KHCJIOTHOM KaTaJIu3€ C UCIOJIb30BAHUEM YK-
CYCHOM KHCIIOTHI [26-27]. OHaKo BBEICHUE
€€ B U3y4aeMblil MpoIlecc, MPOTEKAIOIIHMA B
ONTUMAJILHO MOJOOPAHHON CMECH pacTBO-
puTeNneil B pa3nu4YHbIX KOJIMYECTBAX, CyILIe-
CTBEHHO HE M3MEHSIJIO KapTUHY B3aUMOJICH-
CTBHUSI, HANpPOTHB, B PEAKIUOHHOM CMecH
(UKCUPOBAIMCH HE3HAUYUTEIIbHBIE KOJIHYE-
CTBa aJIbTEPHATUBHBIX MPOIYKTOB.

Hpyrue pe3ynabTaThl MOJYy4YEeHBl HAMH B
ClIy4yae MCIHOJIb30BaHUsI B KaYECTBE PacTBO-
pUTENS TOJBKO YKCYCHOM KHMCIIOTHL. Tak, B
X0/J1€ YaCOBOT'O KUIIAUEHHUS U3 TOpsiue peak-
IMOHHOM CMECH BBINIaJal B OCAJOK IIpPO-
JIYKT, BBIXOJ KOTOPOTO TOCJIE€ BBIACIICHUS
coctaBui 63%.

B nanpaeiimemM ObLTO MPOBEIEHO COMO-
CcTaBlieHWE (PU3UKO-XUMUYECKUX U CIIEK-
TpPaJIbHBIX JAHHBIX BCEX BBIIECIECHHBIX MPO-
IYKTOB Mexnay coboi. Ilpu sTtom B macc-
CHEKTpax (PUKCHUPOBAIUCH CUTHAIBI C Mac-

COM MOJIEKYJISIPDHOT'O HOHA, HE COOTBETCTBY-
IOIIET0 IIPEANOIaraeMoMy Ipoaykry. B
xozae ananm3a SIMP 1H cnektpa nosnydes-
HOTO COEIUHEHUS OTMEYEHO OTCYTCTBHE
CUTHaJIa MPOTOHOB aMUHOTPYIIIBI IPU TU-
pa3suHOBOM (parMeHTe, YTO TIO3BOJISET
IPEIIONIOKUTh MPOTEKaHUe Ipolecca Je3-
AMUHUPOBAHUSA W TOCIEIYIOLEH OKHUCIIH-
TeNbHOM apoMaruzaluu. TakuM o0pazom,
Ha OCHOBAaHMM KOMILJIEKCA aHAIUTHYECKUX
JTAaHHBIX, BBIIEJICHHOMY COCIUHEHHIO OblLia
IpUNKCAaHa CTPYKTypa 8,8-mumermi-2,3,5-
TpudeHu-8,9-muruaponmuiazol2,1-b|xu-
HazoauH-6(7H)-oHa 6.

JlJis mOHMMaHusl MeXaHU3Ma MPOTeKaro-
el peakuuu HamMu ObUT MPOBEJEH aHaIu3
PEaKIMOHHBIX CMECeW C HUCIHOJIb30BaHUEM
BOXX/MC ananmza B coueranuu ¢ YO Je-
TeKTUpoBaHHeM. MHTepIipeTanus CUrHaIOB
pou3Be/IcHa Ha OCHOBE IMPEIBAPUTEIHHO
paccUYUTaHHBIX Macc B BUJE MOJIEKYJISAPHBIX
noHOB ¢ [M+H]+ Bcex BO3MOMXKHBIX HUCXOJI-
HBIX, MPOMEXYTOUHBIX M OOPa3yIOIIUXCS
BemecTB. [lomydyeHHble MHTETpUPOBAHHBIC
CKaHUPOBAHHBIE XPOMATOTPAMMBI TOJTHOTO
MOHHOT'O TOKa PEaKIMOHHBIX CMEcel Mpe-
CTaBJICHbI Ha pUCYHKax | u 2.

[Ipu ucnonb3oBaHWU B peaKIMU B Kaude-
CTBE PACTBOPHUTENSI YKCYCHOM KHUCIIOTBI, HA
NEPBOM 3Tarie, BEPOSITHO, MOJ JCHCTBUEM
KHCJIOPOJIa BO3/yXa MPOUCXOIUT 00pa3oBa-
HUE aMUHOHHTpeHa A (cxema 2). Peakuus
MOCJIEIHETO C MCXOAHBIM JUAMUHOUMUIA-
30710M | ¢ aTakoit mo ruapazuHoOBOMY (par-
MEHTY MOXKET MPUBOJUTH K BEChMa HECTa-
OounpHOMY TeTpaszaHy B, Tepmudeckoe pas-
JIO’)KEHHE KOTOPOTO MPUBOJUT K 2-aMHUHOU-
mMuAazony 1’ (Mu 3a cueT JeruapupOBaHHUS
— k terpazenHy C). OgHako u3-3a TOro, YTO
teTpased C He ObUT 3a)MKCUPOBAH B peak-
IIMOHHOM CMECH, JTaHHBIH MyTh HAMH OBLI
HCKIJIIOYEH U3 paccMoTpenus. Jlanee npouc-
XOJUT B3aUMOJEUCTBHE 2-aMIHONMHUIA30J1a
1 ¢ 6ensunuaeHom 2. OTIMYUTENBHON 0CO-
OCHHOCTBHIO pEaKIMi, MPOTEKAIOIUX B
CMECH pacTBOPHUTENEH, ABIseTCS POPMUPO-
BaHHME M3HAYAILHO IPEANOIaraeMoro uMH-
JA30MUPUMUIMHA, KOTOPBIN 3aTeM MOJBEp-
raeTcsl Ie3aMUHUPOBAHUIO IO CXOXKEMY Me-
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Puc. 1. aTerpupoBanHas CKaHUPOBAaHHASI XPOMATOTpaMMa IIOJIHOT'O HOHHOTO TOKA PEaKIi-
oHHOU cmecH (pacTBoputens - UTIC/IM®DA, kaTanuzaTop — yKCyCHasi KHCIIOTa)
Fig. 1. Integrated scanned chromatogram of the total ion current of the reaction mixture (sol-
vent — i-PrOH/DMF, catalyst — acetic acid)
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Fig. 2. Integrated scanned chromatogram of the total ion current of the reaction mixture (sol-
vent — acetic acid)
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CxeMa 2. Bo3MOXXHBII MEXaHHU3M U3y4aeMOoro Mpoliecca, OCHOBAHHBIN Ha NaHHBIX
B2XXX/MC ananusza
Scheme 2. Possible mechanism of the studied process based on HPLC/MS analysis data

XaHMU3MY. 3aBEpIIAIOIIUM SBJISIETCS IPOLECC
OKHCIIUTENIBHOM apoMaTu3aiuu ¢ o0pas3oBa-
HUEM TPULUKINYECKOU CUCTEMBI 6. Taxum 06pa3oM, ObLI IPETOXKEH HOBBIIT

CUHTETHYECKUN MOAXOM JUIsl yA0OHOrO Io-

JakioueHue
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JTydeHus: QYHKIMOHAIM3UPOBAHHBIX TTPOU3-
BOMHBIX 8,8-gumerni-2,3,5-tpudennn-8,9-
auruapouMuaasol2,1-blxunazonuu-6(7H)-
OHa W3 JETrKOJOCTYNHbIX 1,2-muamuno-4,5-
nudeHmmMArIa3ona U 2-0eH3WInaeH-S,5-
JIUMMETHIIIMKIIorekcan-1,3-nuona. Mccieno-
BaHHMEM PEAKI[MOHHBIX CMECEH U KOHBEPCHUH
UCXOAHOTO  JUAaMUHA TPU  [TOMOIIA
BOXX/MC ananuza nu3ydeH MEXaHU3M JaH-
HOTO B3aUMOJICHCTBUS U MOJOOPAHBI OITH-
MaJbHBIC YCJIOBHS ITPOBEICHHS PEaKIUH.
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