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Mpn TPEXKOMMOHEHTHOI KOHAEHCaLMK TModeHkapbanbaernaa, um-
KnorekcaHoHa M 3-amuHo-1,2,4-Tpuasona 0bpasyloTcs TpKUasono-
rexkcarupOoX1Ha30MHbI, U30MEPHbIE MO TUMY COYNEHEHUs KOonew, U
MOMOXEHNIO B HUX [BOVHOI CBSA3W, CTPOEHME KOTOPbIX YCTAHOBEHO
cnextpamn MP H. C nomoubio GC-EI-MS -aHanusa cocTasa pe-
aKLMOHHOM MacChl NpY Pa3NnyHbIX TEMNepaTypax YCTaHOBNEHO, YTO
MHTEpMeaMaToM npu 06pa30BaHUM KOHEYHbIX MPOLYKTOB SBNSETCS
a30METUH (BMECTO BO3MOXHOIO 0L, 3-HenpeaensHOro KeToHa).
KnioueBble cnoBa: TpvasonorekcaruapoXMHa3oauHbl, TPEXKOM-
MOHEHTHBIA CUHTE3, MapLIPYT peakumu, XPOMaTo-MacC-CrekTpo-
meTpus, cnekTpbl AMP.
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Pa3paboTka crmocoO0B MoaydeHus, u3yuyeHne
CTPOEHHUS, CBOMCTB U MEXaHM3MOB 00pa3oBaHUsA
A30JIOXMHA30JIMHOB SIBJISIIOTCSI aKTYaJIbHBIMH TIPO-
OnmeMamu, pelIeHne KOTOPBIX BKIIOYAET OTKPHITHE
HOBBIX XUMHYECKUX PEAKIINN, HIMEET IPAKTHIECKOES
3HAYCHHUE JJIS1 HAIPaBICHHOTO CHHTE3a, CO3MAHUs
HOBBIX OMOJIOTHYECKU aKTUBHBIX COCIMHCHHUH U
TEXHUYECKUX Marepuanos [1, 2].

B »Tux acmekrax 00bEeKTaMH HMPHUCTAIBHOTO
BHUMAaHHS XUMHKOB-OPTaHUKOB SIBJISIFOTCS TPUA30-

JIOXHWHA30JIMHBI, MTO3BOJSIONINE PEIIaTh BOMPOCHI
KOHKYPEHTHOTO BJIHUSHUS TPHUA30JIbHOTO, MUPUMH-
JIMHOBOTO, XMHA30JIMHOBOTO SI/IEP U COYETAOIINE B
cBoell cTpyKkType dapmakopopMHbIe HparMeHTHI.

Cpeny CHHTETHYECKUX TOJIXOJI0OB K TPHA30-
JIOXWHA30JIMHAM IHPOKO HCIONB3YIOTCS PEaKIuu
0,3-HeTpeIeTbHBIX KETOHOB C aMUHOTPHA30JI1aMHU, a
B ITOCJIETHUE TO/II TPEXKOMITOHEHTHASI KOHACHCAIIHS
aMUHOTPHA30JIOB, KETOHOB U apOMAaTUYECKUX allb-
JIETUJIOB, COOTBETCTBYIOIIASI TPUHITUTIAM «3EJICHOM
xumun» [3].

Tak, npu peakuuu 3-amuHO-1,2,4-Tpuasona,
THO(EHKApOabICT I A U ITMKJIOTeKCAaHOHA (KUTIsTUe-
HUE€ SKBUMOJBHBIX COOTHOIIIEHUN peareHToB, 120—
130°C) 6bw1 monyuen 9-(tuoden-2-un)-4,5,6,7,8,
9-rekcarupo-1,2,4-tpuaszano[5,1-b] xunazonus (1).
[Ipu 3aMeHe anbAETMJIHONW KOMIIOHEHTHI Ha 5-HH-
TpoTHO(eHKapOaIbICTUA U HUCIONIb30BAHUU KHUC-
norroro karanusa (CH,COOH, 110°C) Bo3nukaeT
CMECh YeThIpeX TPHUA30JIOTeKCATUAPOXUHAZ0INHOB,
W30MEPHBIX M0 TUITY COWICHEHUS KOJEIl M IOJO-
KCHHUIO B HUX KPaTHOW CBSI3H, CTPOCHHE KOTOPBIX
ycraHoBneHo crnekrpamu SIMP 'H, COSY [4].

B Hacrosield paboTe npeIcTaBICHbI HOBBIC JTaH-
HBIC TI0 U3YYCHUIO HAMpPaBICHU W MapIIpyTa peax-
uu 3-amuHO- 1,2,4-Tprazon, TnoeHkapOanbaeruI,
[MKJIOTEKCAHOH B YCIIOBUSIX KHCIIOTHOTO KaTajn3a
(CH;COOH, 110°C). B BbIOpaHHBIX yCTIOBHAX 00pa-
3YETCSI CMECh TPEX M30MEPHBIX THEHUI3aMEIICHHBIX
TPHUA30JI0TeKCATHAPOXMHAZOIMHOB — 9-(THODCH-2-
un)-4,5,6,7,8,9-rexcaruapo-1,2,4-rpuazono[5,1-b]
xuHazonuHa (1), 9-(tuodpen-2-un) 4,6,7,8,8a,
9-rekcarunpo-1,2,4-rpuasano[5,1-b] xuHazonuHa
(2), 5-(tnoden-2-nun)-4,5,5a,6,7,8-rekcarugapo-1,
2,4-tpuazano[1,5-a] xunazonuHa (3).
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B cnekrpe SIMP 'H (Varian-400, DMSO-d,)
BBIJICTICHBI KJIIOUCBBIC CHTHAJBI IS OTHECCHUS
nzomepos: nporonos NH (c, 8.59 m.a.) u H-9
(c, 5.30 m.n.) ansa nuHeitHoTO M3oMepa 1; NH (c,
6.45m.1.), H-9 (n,4.47 m.1.), H-5 (M, 3.97-4.04 m.11.),
H-8a (™, 2.21-2.24 M.1.) 1uist THHEHHOTO HM30Me-
pa 2 u NH (c, 6.67 m.n.), H-5 (z, 4.66 m.1.), H-9
(M, 3.97-4.04 m.n1.), H-5a (M, 3.14-3.17 m.n1.) nns
YIJIOBOTO M30Mepa 3 MpU COXpPaHCHUHM CUTHAIOB
MPOTOHOB TPHA30JbHOTO nukiIa (¢, 7.39 m.1.),
THOGEHOBOTO Koyblia (M, 6.98—7.17 m.1.; M, 7.43—
7.84 m.1.) u amunukia (M, 1.29-2.23 m.x.).

B HK-cnekTpe mpuCyTCTBYIOT TOJOCH Ba-
JeHTHBIX KoneGanuii ceazeit NH (3276 em!), C=N
(1486 cm!), anunukmna (2840-2950 cm') u C=C
(1583 cm7h).

C menbr YCTaHOBIICHHS MapIIpyTa peakiuu
nposeneH GC-EI-MS-ananu3 coctaBa peaknuoH-
HoU cmecH depes 20, 40, 60 MuHYT TOCIIe Havana
peaxuy (KUISTYCHHE YKBUMOJIBHOTO COOTHOIICHHS
peareHToB B yKkcycHO# kucnote, 110°C). Macc-
crnextp ¢ nonuzanueit Y (EI) peructpuponascs Ha
xpomaro-macc-crekrpomerpe Hewlett-Packard GC
HP 5890, Ser.2-MSD HP 5972. Xpomarorpadude-
ckas xkosjoaka HP-1701 30-m x 0,25 mm X 0,25 MKM
(mmuHA X TEAMETPX TOIIIMHA CJI0S HETIOABIKHOM
(hassl), pacTBOPUTENH (T€KCaH, ITHIOBBIN CIIUPT).
Npentudukanuss KOMOIOHEHTOB PEaKIMOHHOM
CMECH, OTpaKAIUIUXCS B BUJE TTUKOB Ha XpoMma-

Th H Th H
4 I : 7
<N/*N <N/J\N

1 H 2 H

m/z 258 m/z 258
_N2
4
Th H . Th H _|+.
I
N ~o L -HCN,
H N

(14) H (41)
m/z=216

Th 4

m/z=230 m/z=175

TOrpaMMe, IPOBOIMIIACH HA OCHOBE aHaJIM3a Macc-
CIIEKTPOB Ka)J0ro U3 HUX.

Uepes 20 MUHYT B PEakMOHHOW CMECH TMpH-
CYTCTBYIOT, KDOME UCXO/IHBIX COEIMHEHUH 3-aMUHO-
1,2,4-rpuazona ((M]* m/z 84, 30.404 Mun), Tuoden-
2-kap6onpaeruna ([M]" m/z 111, 18.420 mun),
nuknorexkcanona ([M]" m/z 98, 13.730 mun),
ykcycHol kxucnotsl ([M]" m/z 60, 5.420 mun),
NPOAYKTHl KOHJEHCAIIMM ajbJeruja U KeToHa
2-(2-THeHUIMETHIIENEH )-IIMKIoTeKcanoH (4) ([M]*
m/z 192, 37.362 muH) 1 anpaeruaa u aMmuaa — N-(2-
THEHUJIMETUIUeH)-1,2,4-Tpuazonui-3-amun (5)
(IM]" m/z 177, 40.199 mun).

[Ipu Oonee AMUTENBHOM HarpeBaHUM (aHAIU3
yepe3 40 MUHYT) B peakIMOHHOW cMmecu HaOro-
JlaI0Ch COXpaHEHHUE MHUKa 0,B-HenpeaeabHOro
KeToHa 4, NCUE3HOBEHHUE MUKA a30METHHA 5, YTO
CBUJIETEIBCTBYET O TOM, YTO MMEHHO MOCIEAHUN
SABJISICTCS. MHTEPMEINaToM IpH (pOpMHpPOBAHUU
TPUA30JI0TeKCaruJpOXUHA30JuHOB 1-3, KOTOpbIE
perucTpupyrorcs ¢ oguHakosbiMu [M]Y m/z 258 u
pa3INYHBIMU BpeMeHaMU yaepkuBanus (37.56 MuH,
40.591 muH, 41.594 Mun).

CormacHo xpomarorpaUIecKuM JaHHBIM Ue-
pe3 60 MUHYT TTOCTIe Hadalla peakiui N3MEHEHHI
HE IPOUCXOIUT.

Macc-cneKTpbl KaxI10ro uka Ha XpoMaTorpam-
M€ COOTBETCTBYIOLIHE M3omepaMm 1, 2, 3, umeror
UJCHTUYHYIO KapTHHY (parMeHTalH! (PUCYHOK).
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Cxema (pparMeHTaIUH TPHA30J0XUHA30INHOB 1-3

A3oMeTHH 5 ToJly4eH HaMH B YHCTOM BHJIE TIO-
cpeacTBaM KOHAEHCAWU 3-aMuHO-1,2.4-Tprazona
¢ tuodenkapbanpaerugoM (Beixom 68%) u mpo-
BEJICH aHAJIU3 €r0 MacC-CIEeKTPa, TaHHbIE KOTOPOTO
MOJTHOCTBIO COOTBETCTBYIOT (BpeMs yIIepKUBAHHUSI
40.199 mun, [M]" m/z 177) otHeceHusm, caeaH-
HBIM TIPH €0 PETHCTPAIUU B PEaKIITMOHHON CMECH.
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Takum 00pa3zom, B pe3yibTaTe XpOMaTo-Macc-
CHEKTPOMETPHUECKOTO MOHUTOPHHTA 00HAPYKEHBI
HMHTEpMEeUaT U MPOAYKTHl peakuuu (IIOMUMO pas-
JIMYHBIX TOOOYHBIX BELIECTB)

Hcxons U3 Mmojly4eHHbIX TaHHBIX C IpUBIIEYe-
HUEM paHee M3BECTHBIX [4,5] MOXKHO MPEIIOKHUTh
MaplLIpyT U3yUYEHHOU peaKly, KOTOPBIM BKIIIOYAeT
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B

repBOHavaJIbHOE 00pa3oBaHue ocHoBaHus Llud-
da 5 ¢ mocieAyIIUM TPUCOCTUHEHUEM ITHKIIO-
reKCaHOHA, IETUAPATALUIO THIPOKCU3aMEIEHHON
CUCTEMBI A, IPUBOJAIIYIO K U30MEpY 3, ero mepe-

IPYNITUPOBKY a30J10-a3H/HOTO THIIA ¢ HOPMHPOBa-
HHEM H30Mepa 2 U M30MEPHU3AIHI0 [TOCICAHErO B
TePMOJIMHAMHUYECKH Oosiee CTabUIbHYI0 GopMy 1
(o meWicTBHEM KHCIOTHOTO KaTallu3aropa):
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Taxum 00pa3oM, XpoMaTro-Macc-CIeKTPOMET-
pUYCCKUAN MOHUTOPUHT PEaKIUU TO3BOIWI yCTa-
HOBUTH CXeMy 00Opa30BaHUs M30MEPHBIX THCHIII-
3aMeUIeHHBIX TPHUA30JI0reKCaruIpoXnuHa30JnHOB
yepes nepBoHavaibHOE 00pa30BaHKUE a30METHHA, a
HE BO3MOXKHOTO 0,3-HenmpenenbHOro KeToHa (2-TH-
CSHUJIMJICHIIUKIIOTEKCAHOHA).
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In the three-component condensation of thiophenecarbaldehyde,
cyclohexanone and 3-amino-1,2,4-triazole triazolohexahydro-
quinazolines are formed, which are isomeric in the type of the
ring junction and the double bond position in them, the structure
of which is established by 1H NMR spectra. With the GC-EI-
MS-analysis of the composition of the reaction mass at various

temperatures, it has been established that an intermediate in the
formation of final products is azomethine (instead of a possible
o,-unsaturated ketone).

Key words: triazolohexahydroquinazolines, three-component
synthesis, route of reaction, chromatography-mass spectrometry,
NMR spectra.
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