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CUHTE3 U TETEPOLUKITU3ALNA
3-(4-6POM®PEHALUIT)TUO-5H-[1,2,4]TPUA3UNHOI[5,6-bJUHOOIA

A.B. Pbibakoea, 4.I'. Kum

OcywiecrBiieH cuHTe3 3-(4-Opomdpenammin)tuo-5H-[1,2,4]tpuazunolS,6-blungona
U YCTAHOBJIEHO, YTO MO JAeiiCTBMEM KOHUEHTPUPOBAHHOM CEePHOH KUCJIOTHI MPOUC-
XOOUT ero HMKJoaeruaparauus ¢ oopasoBanuem 3-(4-Opomdenn)[1,3]Tuazono
[3',2':2,3][1,2,4] rpua3uno|5,6-b|ungona.

Knroueswvie cnosa: 3-(4-opomepernayun)muo-SH-[1,2,4] mpuasuno(5,6-bJunoon; cemepo
yuxnuzayus, 3-(4-6pomenun)[1,3]muazonof3',2':2,3][1,2,4]mpuasuno[5,6-bJundon.

Beenenne

UzsectHo, uto 2,3-nudennn|1,3]tuazono[3',2":2,3][1,2,4]rpuasuno[5,6-h]MHI01 OKa3bIBAET BBICO-
KOE€ aHTHTHUIIOKCHYECKOEe, aHTHIKCCYJAaTUBHOE W aHTHIPOIHU(EepaTUBHOE JICHCTBUE M SIBISETCS Oojee
3G PEKTHBHBIM, YeM WHAOMEeTalHH [1]. DTo Mo3BOIIsSET Mpeanoaararb, 4YTo 1 Ipyrue IpOU3BOIHbIC THA-
3o0m0[3',2":2,3][1,2,4]rpuasuno[5,6-bunmona Takxke OyayT 06NIanaTh BHICOKOM OHOJIOrMYECKON AKTUB-
HOCTBIO.

Cuntes 2,3-mudenmn|1,3]tuazono[3',2":2,3][1,2,4]tpuaszuno[5,6-b]uniona ocCylecTBIEH B3aHMO-
neiictBueM 3-0eH30mndeHuIMeTnnTro-1,2,4-tpuasunol(5,6-b junaona ¢ monrudochopHOH KUCIOTON MPpH
temneparype 150 °C u ctpykrypa ero noarsepxxaeHa ganubivu MK n YO cnextpos [2]. B nutepatype
U3BecTeH Takxke cuHTe3 3-metun|1,3]tuazono[3',2":2,3][1,2,4]rpuasuno|[5,6-b|unnona, KoTopslii momy-
YeH JABYMS Pa3IHYHBIMU criocobamu. OAuH U3 cioco00B MpeacTaBiIseT cO00H BHYTPHUMOJIEKYISPHYIO
IUKIA3aui 3-nponapruwituo-5H-[1,2,4]tpuazuno[5,6-b|luHnona moa AeCTBHEM pacTBOpa MIEIOYH
npu HarpeBanuu [3]. Brtopoii cmoco6 3aximiodaercs B TaJIOTeHIUKIN3ALWN  3-aJUIMIITHO-
SH-[1,2,4]tpua3uno|5,6-b|uHa0aa ¥ MOCIEAYIOUIEM JETHAPOraJOreHUPOBAHUE HOIUAA 3-HOAMETHII-
2,3-nuruapo-10H-[1,3]tuazono[2',3":3,4][1,2,4]tpuasuno[5,6-b|Junnonus non AeicTBHeM KapOoHaTa
Hatpus [4].

Llenblo aHHOM PaGoTHI ABsercs cuutes 3-(4-6pompenun)[1,3]tuazono[3',2":2,3][1,2,4]rpuasuno[5,6-
blunnona nuknoaeruaparanuei 3-(4-0pomdenarun)tuo| 1,2,4 | tpuasuno|S,6-b juHaona.

Oo0cy:xnenne pe3yJbTaToB

B pabore [2] 3-(6enzomndennnmernin)tno-1,2,4-tpuaznHo[S,6-b|MHION MOTyYeH B3aUMOICHCTBH-
em 3-mepkanto-5H-[1,2,4]tpuaszuno[5,6-blunmona (1) c 2-6pom-1,2-mudenmmTanonom (o-Opom-o-
¢denmnnamneroeHoH) B 0E3BOJHOM CHHUPTE NMPU KUISTYCHUH C OOPaTHBIM XOJIOAWILHUKOM. CHHTE3 CO-
eauHeHus 1 U3 THoceMuKkapOa3oHa M3aTHHA B Pa3IHMYHBIX YCIOBUSAX OMHUCaH B pabdote [5].

Hamu BnepBeie ocymiecTBiIeHO B3auMmozencTBue coeanHenus 1 c 2-Opom-1-(4-Opomdenmi)srta-
HOHOM (0-Opom-4-6pomanieToeHoH, napa-opompenaunndopomunom) B JJMCO B npucyrcreun KOH (cy-
TIEPOCHOBHAS CPeJia) U PH 3ToM rorydeH 3-(4-0pombenarn)tro-IH-[1,2,4]tpuazuno|5,6-bJunmon (2):
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B MK-criekTpe COeaHHEeHns 2 MMEeTCs onoca KoaeOaHnii KapGOHHIbHOM rpymmbl mpu 1691 cM .
B cnekrpe SIMP 'H (puc. 1) npotons: SCH, rpymms 06pasyior cuurier npu 4,96 m.1. CHrHambl pOTo-
HoB H', u H's HaxozasTcs B Ooiee ciiabom modie, ueM npoTtonsl H's u H's, uro, mo-euaumomy, o0yciosiie-
HO BIHMSIHUEM 3JIEKTPOHOAKLENTOPHOW KapOOHWIBbHOW rpymnmbl. OTHECEHHE CUTHAJIOB OCYIIECCTBICHO
IIyTeM COIOCTABJICHHS C TeOpeTHUecKuM crektpoM SIMP 'H coenunenns 2, KOTOpEIA GbLT pacCUHTaH
Hamu ¢ iomolkio porpammbl ACD/Labs HNMR Databases.
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Puc. 1. Cnektp SIMP 'H 3-(4-6pomdeHauun)Tvo[1,2,4]TpuasnHo[5,6-bJunaona

CoOTBETCTBYOIINE XUMUIECKHUE CIBUTH MPOTOHOB TEOPETHYECKOTO U IKCIIEPUMEHTAIHHOTO CIIEeK-
TpOB 0J1M3KO coBNaaaroT (pa3uuiia He dosee 0,36 M.j1.) U npuBeaeHBI B Ta0. 1. CiieyeT OTMETUTb, YTO
CUTHaJIbl BCEX IMPOTOHOB 3a UCKIIIOYCHUEM ITPOTOHA H6 B OKCIICPUMCHTAJIBHOM CIIEKTPE PACIIOJIOKCHEI B
Oosee ci1aboM ToJIe TI0 CPABHEHUIO C PACUSTHBIM.

Tabnuua 1
X1MUYecKkve CABUMM PacueTHOrO U 3KCMepMMeHTanbHoro cnektpoB AMP 'H
3-(4-6pomdcpeHaumn)tnol1,2,4]rpuasmHo[5,6-blJuHgona

[Iporton 0, M1l
Pacuer OKCIEpUMEHT

SCH, 4,89 4,96
H; 7,30 7,42
Hg 7,59 7,67
H'5, H's 7,75 7,83
Hg 7,92 7,56
H',, H' 7,97 8,03
Ho 8,06 8,28

Hamu BniepBbIe ocyliecTBICHa UKIOACTUAPATALNS COSAUHEHUS 2 MO ACHCTBHEM KOHLEHTPHPO-
BaHHON cepHOW kuciotel. [lo anHamormm c tmknu3anmedt 3-(6enzomndenmnmernn)ruo-1,2,4-tpua-
3WHO[5,6-b|MHIONIOM MBI CUUTAEM, YTO peakiys MpoTeKaeT ¢ yyactueM atoMa N-2 u ¢ oOpa3oBaHHEM
3-(4-6pompennn)[1,3]tuazono[3',2":2,3][1,2,4]rpuasuno[5,6-bJunona (3):
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Peaknusi o4eBWIIHO MpOTEKaeT yepe3 BHYTPUMOJICKYISIPHOE MPUCOCAWHEHHE M0 KapOOHHILHON
rpynne ¢ obpasoBaHueM 3-(4-6pomdennn)-2,3-muruapo-[ 1,3 ]tuazono[3',2":2,3][1,2,4]rpuasuno[5,6-b|un-
110J1-3-011 (4) ¥ ero MOCIeAYIONIYIO ETHApaTaITHIO.

[TonbITKHM OCYIIECTBUTH TETEPOLIUKIN3AIUIO COSTUHEHUS 2 TIPH KUIISTYCHUH €T0 B BOJHOM PacTBOpe
LIETIOYH WM B U30MPOIMIOBOM CIIMPTE B MPUCYTCTBUU M3OMPOIUIATa HATPUsl HE IPUBENH K 00pa3oBa-
HHUIO COEIUHEHHUS 3.

B cnekrpe SIMP 'H (puc. 2) coeuHeHus 3 B OTIMUNE OT COSIMHEHHs 2 OTCYTCTBYET CHTHAI HPO-
toHOB SCH, Tpynmbl ¥ MPUCYTCTBYET CUT'HAN mpoToHa H,, KoTopslit o6pa3yer cunrier npu 7,90 m.o.
Crnenyer oTMeTuTh, 4TO XuMudeckue casuru nporonoB H', H's, H';, H's OpomdennnbHoro komipna
OYeHb ONM3KM U MPOMCXOINT MX HAIOXKEHHE, a TaKKe HaJloKeHHe cUrHanoB mpotoHoB H; m He. D10
MOJKHO OOBSICHUTD yJUTMHEHHUEM IICTTH COMPSDKEHUS 110 CPABHEHHIO C COCAMHEHHUEM 2 32 CUET MOSIBICHHS
THA30JbHOTO IMKJIA. OTHECEHHWE CUTHAJIOB MPOBEACHO IyTEM COIOCTaBJICHHUS C TeopeTuueckum SIMP
'H crieKTpoM coeIMHEHHNs 3, pACCUMTAHHOTO ¢ MOMOIIbIo mporpammbsl ACD/Labs HNMR Databases.
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Puc. 2. Cnektp AMP 'H 3-(4-6pomdennn)[1,3]tnasono[3',2":2,3][1,2,4]rpuasuHo([5,6-b]unaona
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B otnuume ot coenmHeHMs 2, pa3HUIlA PACUETHOTO U AKCICPUMEHTATHFHOTO XUMUYECKHUX CIABUTOB
(Tabm. 2) 1y HEKOTOPBIX MPOTOHOB 3HaUMTENbHA. Tak, qsg nmporona H, ona cocrasnser 1,78 m.1., a ans
nporonoB H', H's, Hg, H; — 0,43-0,60 m.1.

Tabnuua 2
X1MUYecKkue CABUMM PacueTHOro U dKCMepMMeHTanbHoro cnektpoB AMP 'H
3-(4-6pomdeHaunn)tno[1,2,4]TpmasmHo[5,6-bJuHaona

[Iporon O, M.II.
Pacuer OKCHepUMEHT
H, 6,12 7,90
H; 7,10 7,69
Hg 7,84 7,30
H';5, H's 8,04 7,86
Hg 8,06 7,69
Hy 8,15 8,13
H';, H' 8,29 7,86

JKCHnepUMeHTAIbHASA YacTh

Criextpsl IMP 'H pacrBopa Bemecta B JJMCO-ds monmydens! Ha crektpomerpe Bruker (400 MI'm),
BHyTpeHHunid cranaaptr TMC. UK cnektpsl cHsAThl Ha crnektpodoromerpe Varian 800FT-IR Scimitar
Serias.

3-(4-bpomdpenanun)tuo-SH-[1,2,4] rpuazuno[5,6-bJungon (2). K cmecu 0,114 r (0,6 Mmmois) co-
equaenus 3 u 0,024 r (0,6 mmoinp) B 10 Mma JIMCO mo6asmstor 0,157 r (0,6 MMoib) n-OpomdeHa-
muiopoMuaa. PeakimoHHyI0 cMech IepeMeNnBaoT B TeueHne 3 4. 3areM n00aBistroT S0 Mt Boabl. Bei-
TIABIIMA OCAJIOK JKEJITOTO IBETA, OT(PHIBTPOBBIBAIOT, IPOMBIBAIOT BOJIOH, CyIIAT, IEPEKPUCTAILTN30BA-
BBITOT 13 BogHOTO JJM®PA. Brixon 0,223 1 (99 %). T. . 130 °C.

UK cnektp, v, cm ' 1691 (C=0). Criextp SAMP 'H, 3, M. (J, I'm): 4,96 (2 H, ¢, SCH,); 7,42 (1H, T.,
Jo7=1,96; J=7,41, Hy); 7,56 (1H, 1., Js,=7,96, He); 7,68 (1H, 1., J39=8,05; J=7,24, Hy); 7,83 (2H, n.,
J=8,59, H';, H'); 8,03 (2H, n., J=8,59, H",, H's); 8,28 (1H, 1., Js9=8,05, Hy).

3-(4-Bpomdennn)[1,3]Tuazono[3',2':2,3][1,2,4] rpuazuno[5,6-blunxon (3). Pacteop 0,200 r (0,5 MMOIB)
coenuHeHMsI | B 2 MIT KOHII. CEpHOW KHUCJIOTHI BBIIEPKUBAIOT TIPH KOMHATHOHM TeMIepaType B TCUCHHE
CYTOK. 3aTeM MpH OXJKICHUM J00ABJISAIOT 15 MII BOJBI U HEUTPAIU3YIOT HACBIIICHHBIM PACTBOPOM
NaOH. OO6pa3syromuiics KpacHbIi 0caJoK OT(QHILTPOBHIBAIOT, MPOMBIBAIOT BOJIOW, CYIIAT, MEPEKpH-
craiu3oBbIBatoT U3 BogHOro JIM®A. Beixon 0,057 r (30 %). T. mn.>200 °C.

Cnextp AMP 'H, §, M. (/, To): 7,30 m.a. (1H, 1., Js9="7,56; J=6,54, Hy); 7,69 (2H, m, Hy); 7,86
(4H, m, H'5, H'5, H's, HY); 7,90 (1H, ¢, SCH=); 8,13 (1H, ., Js9=7,56, Hy).
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SYNTHESIS AND HETEROCYCLIZATION
OF 3-(4-BROMOPHENACYL)THIO-5H-[1,2,4]TRIAZINO[5,6-b]INDOLE

Synthesis of 3-(4-bromophenacyl)thio-5H-[1,2,4]triazino[5,6-b]indole has been carried out. It has been estab-
lished that it wundergoes cyclodehydration wunder concentrated sulfuric acid to give 3-(4-bromo-
phenacyl)[1,3]thiazolo[3’,2:2,3][1,2,4]triazino[5,6-b]indole.

Keywords: 3-(4- bromophenacyl)thio-5SH-[1,2,4]triazino[5,6-b]indole, heterocyclization, 3-(4- bromophe-
nacyl)[1,3]thiazolo[3',2':2,3][1,2,4]triazino[5,6-b]indole.
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