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5-AMHNHO-4-OEHUJIIIUPA30JI B PEAKIIMU AHHEJIMPOBAHUSA
INUPUINHOBOI'O HIUKJIA

A. 1O. [Toranos, A. C. UyBamuies, /. B. Kpsuisckuii, X. C. llluxanues

Boponedcckuil 2ocyoapcmeennbiil yHugepcumem

[Moctynmia B pegaxmmro 17.09.2008 1.

AnHoTanus. V3ydyeHa peaknuusi aHHEIMPOBAHMUS MMPUANHOBOTO LIUKJIA JUTS IPOU3BOAHBIX 2-METHII-3-
KapOOMETOKCHITUPH/IMHA 1 6-Kap0aToken-7-metwi| 1,2,4]rpuasonol 1,5-alnupumMuanHa ¢ yaacTueM S-aMHHO-
4-penmmupasoa.

KuroueBblie cjIoBa: 5-aMuHO-4-(QpeHUANUPa30i, 2,6-IUMETHII-3,5-TUPUINHINITHIKAPOOKCHIIAT,
6-xap6aToKcH-7-metwn| 1,2,4]tpuazono| 1,5-almupumuans, numernnanerans JJM®A, annenuposanne, 6-[3-(
METOKCUMETHN)-4-henmn- | H-mupa3on-5-un]-2-MeTui-5-okco-5,6-qurunpo[ 1,6 JaapTupuaun-3-
kapOokcunar, 7-[3-(metokcumeTiu)-4-henni- 1 H-mupason-5-wun |Jnupuno|3,4-¢] [1,2,4]rpuazono[1,5-a]

UpUMUANH-6(7 H)-0H

Abstract. Reaction of annelation of the pyridine ring for the derivatives of 2-methyl-3-carbomethoxy-
pyrimidine and 6-carboethoxy-7-methyl[1,2,4]triazolo[1,5-a] pyrimidine with participation of 5-amino-4-

phenylpyrazole has been studied.

Keywords: 5-amino-4-phenylpyrazole, 2,6-dimethyl-3,5-pyridin-diethylcarboxylate, 6-[3-(methoxy-
methyl)-4-phenyl-1H-pyrazol-5-yl]-2-methyl-5-ox0-5,6-dihydro[ 1,6 Jnaphthyridine-3-carboxylate,
7-[3-(methoxymethyl)-4-phenyl-1H-pyrazol-5-yl]pyrido[3,4-¢][1,2,4]triazolo[ 1,5-a]pyrimidin-6(7 H)-one,

annelation, dimethilformamide dimethylacetal

OmHUM U3 CTpPaTeTHIeCKUX MOAXOI0B K (HopMH-
POBaHUIO MUPUIUHOBOTO IIUKJIA SBISETCS UCIONIB30-
BaHHE KETOHHOW WM CIIOKHOY(PUPHOU M aKTHBHPO-
BaHHOM METWJIBHOH TPy, HAXOMAIUXCS B O-110JIO-
»enuu. [locTpoeHune uKiTa 00BIYHO OCYIIECTBIIAETCS
B JIBE CTaAnH: 00paboTKOM cyOcTpaTa AMMETHIIAIeTa-
aem [IM®A mnony4aroT HempeaeabHOe AUMETHIIAMU-
HOTIPOM3BOHOE, JIEHCTBHEM Ha KOTOPOE aMHUHOKOM-
MOHEHTa JOOMBAIOTCS 3aMEIICHUS IUMETHUIIAMHUHO-
TPYTITBI C TOCTEAYIONIeH IUKIN3aueil KapOdTOKCHe-
HaMrHa B OKCOTIMPHUANH. B kauecTBe cyOcTpara MOTyT
OBITh HCITOJIL30BaHbBI KaK al[MKINYCCKUE COCAMHCHUS
[1, 2], Tak ¥ TETEPOITUKITBI C METHITLHOM M KapOOHMITH-
HOM rpynmnamu B 00koBoii ienu. B mocineanem ciryuae
IIPOUCXOINT aHHEIUPOBAHUE MTUPHUIUHOBOTO [IUKJIA C
0bpa3zoBaHHEM KOHJICHCUPOBAHHON CUCTEMBI [3, 4].

B HacTosmiert paboTe OCyIIeCTBICHO aHHEIHPO-
BaHHE OKCOMTUPHUIMHOBOTO ITUKJIA K 2,6-TUMETHII-3,5-
nupuaAnHANAITHIKapOokcunary (1) u k 7-mMeTni-6-
kap06aTokcu-[1,2,4]Tpuazono[ 1,5-a|mupumununy (6).

O6paboTkoii 2,6-TUMETHII-3,5-MTUPUITH NI THII-
kapOokcwiaTa 1 oJHUM 3KBUBAJICHTOM JUMETHIIAIIC-
tans JIM®DA nonydanu eHaMuH 3, KOTOPBIA 0e3 BBI-
JIEJICHUs] BBOAMIIA B PEAKIIMIO C aMHUHOMUPA30JIOM 4,
nosryqasi aTun 6-[3-( meroxcumeTwin)-4-dennn-1H-
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MHAPa30JI-5-mi]-2-MeTuI-5-0kco-5,6-quruapo[ 1,6]
HaTUpHUINH-3-KapOokcuar (5).

YCTaHOBJIEHO, YTO ONTUMAJIBHBIM YCIOBUEM IS
MIEPBOM CTAUH PEaKIUH ABIAETCS KUISTYEHUE CMECH
peareHTOB B MUHUMAaJbHOM Kosnuectse JJM®. boiee
IVIaJIKO PACCMOTPEHHAs CTaAus NPOTEKaeT i TpHa-
3o1onupuMuIHA (6) BBUTY BeicoKoi CH-kucnotHOCTH
METHJILHON TPYIIB! (BIHUSHUE TPUA30JIbHOTO (par-
MEHTa), a TaK)Ke HU3KOH PacTBOPUMOCTH TOJTydaro-
nterocst eHamuHa (7), KOTOPBIH BBIIEIISIICS U3 PeaKLu-
OHHOM cpeJbl U BBOIWICS B PEAKLIUIO C aMUHOIIMpPa-
3o5oM 4. Takum oOpazom monydeH 7-[3-(MeTOKCH-
MeTun)-4-berni- 1 H-nmupazon-5-wn|nupuno[3,4-¢]
[1,2,4]Tpuazono[1,5-a]nupumunua-6(7H)-oH (8).

OnTuManbHBIM YCIOBHEM JUISI LUKIM3ALUHU
6-xkapOsTOKCH-7-[2-TuMeTrnamMuHo- 1 -Buani|-[1,2.,4,]
Tpuazono[ 1,5-aJnupumununa (7) ¢ aMHHOIMPA30JI0M
4 sBIISIeTCS KUISTYCHUE KOMIIOHEHTOB B JICASTHON yK-
CYCHOM KHCJIOTE, SIBJISIOIIEHCS aKIIETTTOPOM BBIIEIISIIO-
IErocsl TMMETHIAMHHA.

EnamuH 7 — xenToe KpucTauInyecKoe BEIIECTBO,
HEPaCcTBOPHUMOE B YIIIEBOJOPOAAX U CIIUPTAX, XOPOIIO
pactBopuM B Xxjtopodopme. CoequHeHus 5 1 8§ — cira-
00 OKpallleHHbIE KPUCTAJUINYECKHE BEIIECTBA, PACTBO-
pumsbie B JIM®A u JIMCO npu HarpeBanuu. B cnek-
Tpax SIMP 'H coenunenuii 5 u 8 B omninume ot eHaMu-
Ha 7, OTCYTCTBYIOT CUTHAJIbl IPOTOHOB 3TOKCH- U
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TUMETHIIAMUHOTPYIIT, @ IPUCYTCTBYIOT CHTHAJIBI IBYX
MAPUJIUHOBBIX MTPOTOHOB B BUJE JBYX JyOneToB (O
6.2-8.9 m.11.).

CTpyKTypa oJy4YeHHBIX BEIIECTB MOATBEPIKICHA
Metonamu SIMP 'H u Macc-CrieKTpOCKOTTUH, TAHHBIMH
9JIEMEHTHOI'O aHaJIn3a.

IKCHHEPUMEHTAJIBHASA YACTb

KonTpons 3a xomom peaxiuii 1 HHIUBUTYaTbHO-
CTBIO CHHTE3WPOBAHHBIX BEIIECTB OCYIIECTBIISAIN
meronoM TCX na macturax Silufol UV-254. Crek-
Tpbl SIMP 'H perucrpuposanu Ha npudope Bruker
AC-300 (300 MI'm) B JIMCO-d6, BHyTpeHHHUI CTaH-
napt — Me,Si. Macc-cnexrpsl — Ha npubope LKB
9000, sHEprust HOHU3UPYIOIIUX 31eKTPoHOB 70 3B.

[Toy4yenne MCXOMHBIX BEMICCTB: mupuauH 1 —
cuHTe30M ['aHyYa ¢ MOCIeayIONIUM OKUCICHUEM CO-
mracHo [5]; 5-aMuHO-3-MeTOKCUMETHI-4-()eHuT-
nupazon 4 — 1Mo METoAUKe [6]; TpUa30JOMUPUMUTUH
6 — o pa"ee onucaHHOM MeTonuke [7].

Itua 6-[3-(metokcumeTu)-4-penna-1H-
NUPa3oJI-5-uil-2-MeTmi-5-0kco-5,6-nuruapo[1,6]
HapTupuauH-3-kapooxcuaar (5). Cmecr 1.05 r (4
MMOJIb) 2,6-ITUMETHII-3,5-MTUPUITHAUI THIKAPOOKCH-

mata 1, 0.51 r (4.3 mmons) auMmetmnanerainst MDA
2 1 3 M1 [IM®DA kunsiTiiii ¢ 00paTHBIM XOJIOAUIbHH-
KoM 110 TtostHoTO TipeBpateHus 1 B enamus 3 (TCX),
9TO 3aHUMaeT 2-4 Jaca. J[anee, B peakIMOHHYIO Mac-
cy no6asinsum 0.81 r (4 Mmonb) amMmuHONIKpasona 4 u
KHUILITIIIN emrie 3 Jaca. BrimaBmuiii pu oXJTaKIeHIH
MPOAYKT (DMIIBTPOBAIIU, TPOMBIBAIA H30MPOIHIOBBIM
CIIUPTOM U MEPEKPUCTAIITN30BbIBAIN U3 JIMDA.

Brixon 65%, 1., 205—206°C. Haiigeno (%): C,
66,34, H,5,12;N, 13,47. C,.H,.N,O,. Beraucneno (%):
C, 66,02; H, 5,30; N, 13,39. Criekrp SIMP 'H (8, m.11.):
2.81 (¢, 3 H, CH,); 3.32 (c, 3 H, OCH,); 3.88 (c, 3 H,
OCH,);4.51(c,2H,0CH,); 6.71 (n, 1 H, 8-nadrupumum,
J=17); 7.16-7.32 (m, 5 H, apom.); 7.77 (n, 1 H,
7-oxcommpun., J = 7); 8.92 (c, 1 H, 4-nadtupunnn);
13.46 (c, 1 H, NH). Macc-cniekrp, m/z 418 [M]".

6-Kap0sTokcu-7-[2-1umMmeTHiIaMuHO-1-BUHIII|
-[1,2,4,]Tpua3oJo[1,5-aJmupumuauu (7). Cmecs 1.03
r (5 MMOIB) 7-MeTHII-6-KapO3TOKCH -[1,2,4]TpHa3zoio
[1,5-a]mupumuanaa 6, 0.65 T (5.5 MMOIE) TUMETHIIA-
nerasst JIM®DA 2 u 5 it JIMDA kunistiiu ¢ 00paTHbIM
xojoauibHuKoM 20 MUHYT. BeimaBmumii ocamok ot-
(UIBTPOBBIBAIIH, IPOMBIBAJIN U IICPEKPUCTATIIN3OBbI-
Banu u3 JIM®A.
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S-amuno-4-gpenunnupazon 6 peakyuu aHHEIUPOBAHUS NUPUOUHOBOLO YUKILA

Brixon 95%, t.mn. 238—239°C. Hatineno (%): C,
56,21, H, 6,98; N, 25,30. C ,H N.O,. Beraucneno (%):
C,56,30;H,6,91; N, 25,25. Criexrp SIMP 'H (6, m.11.):
1,05 (r, 3 H, CH,CH,, J = 8); 3,05, 3,30 (06a c, mo 3
H, N(CH,),); 3,83 (m, 2 H, CH,CH,, J = 8); 6,72 (n, 1
H, CH, J = 13); 8,50 (c, 1 H, nmupum.); 8,88 (c, 1 H,
tpHuas.); 9,41 (x, 1 H, CH, J =13 ). Macc-cnekrp, m/z
261 [M]".

7-13-(meToxkcumerni1)-4-¢penni-1H-nupazon-5-
wi|nupuno|3,4-e][1,2,4] Tpuazoso[l,5-ajnupumu-
auH-6(7H)-on (8). Cmech 1.04 T (4 MMoIb) 6-kapO-
ATOKCHU-7-[2-auMeTninaMuHO- 1 -BuHmI|-[ 1,2,4]Tpraso-
1o [1,5-aJnupumuauna 7, 0.81 r (4 MMOJIb) aMUHOTIH-
pazona 4 u 5 MJI YKCyCHOH KHCIIOTBI KHITATHIIH C 00-
PATHBIM XOJIOAUIBLHUKOM B TeueHue 30 MuH. Bhimas-
IUH TIPU OXJTAXKJIECHUU 0CaJI0K OT(HUIBTPOBBIBAIIH,
MIPOMBIBATH BOJOH, MEPEKPUCTATITU30BBIBAIN H3
JIM®DA.

Beixox 91%, t.mur. >300°C. Hatineno (%): C,
61,15, H,4,08;N,26,43. C ;H .N.O,. Borancineno (%):
C,61,12; H,4,05; N, 26,26. Cniextp SIMP 'H (6, m.11.):
3.34 (¢, 3 H, OCH,); 4.64 (¢, 2 H, OCH,); 7.32 (x, 1
H, H nupun., J = 7); 7.44-7.86 (M, 5 H, apom.); 8.40
(m, 1 H, H mupun., J =7); 8.66 (¢, | H, H mupumun.);
9.16 (c, 1 H, H Tpma3z.); 13.40 (¢, 1 H, NH). Macc-
cnexTp, m/z 373 [M]".
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