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5-Merun-1,2,4-tpuazono| 1,5-a]mupumuann-7(4H)-oH — MOTYNPOAYKT B CHHTE3€ AHTUBUPYCHOTO Ipenapara
Tpuazua® — Obu1 BriepBhIe MonydeH B cBepxkpuruueckoM CO, (200 6ap) B OTCYTCTBHE pacTBOpUTEIEH IMyTeM
UKJIOKOHJEHCAUU 5-aMuHO-3-H-1,2,4-Tpra3oia ¢ aneToyKCyCHbIM 3(HUPOM B IPHUCYTCTBUU KATalUTHYECKUX
konmuectB ZnCl, ¢ xouBepcueir 90% B 3aBUCUMOCTH OT TEMIICPATypPhl U BPEMEHH PEAKIINU.

Kawuesbie ciaoBa: 5-metwi-1,2,4-tpuazono[l,5-a|mupumunun-7(4H)-oH, cynepkputndeckuii CO,, CHHTE3 B

OTCYTCTBHUC PACTBOPUTCIIA
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PazButne QapmMareBTHUECKON MTPOMBIILUIEHHOCTH
TECHO CBSI3aHO C MPOOJIEMOW YTHIM3AIMU OONBIINX
00BEMOB TPOMBIIICHHBIX 0TX0/10B [1]. BHempenue
MIPUHIIAIIOB «3€JICHON» XMMHHU TO3BOJISCT CO31aBaTh
ONaronpUATHBIC PEUIeHUs JUIA ATHX HPOOIEMHBIX, C
OKOJIOTHUECKOW  TOYKH  3PEHUs,  MPOU3BOJCTB.
Hampumep, BBICOKYIO SKOJOTHYECKYIO OIACHOCTh
CO3/1aeT UCTOJIB30BaHKE B POMBIIIIIECHHBIX TIPOU3BOI-
CTBaxX OOJBIIUX KOJMYECTB OPTraHUYECKUX paCTBO-
puteneii [2], mo3ToMy 00Jiee SKOJIOTHYHBIM PEIICHUEM
MOXKET CTaTh 3aMeHa pPAacTBOPUTENIEH CBEPXKPUTH-
yeckuMu  ¢urronnamu, Hampumep CO,, oTiM4aro-
IIMMHUCS HETOPIOYECThIO, MAJIOW TOKCHYHOCTBIO H
BBICOKOM XMMHUYECKOW WHEPTHOCTHIO [3].

B nmanHOl paboTe HaMu BHEpPBBIE OCYIIECTBIICH
CHHTE3 5-metun-1,2,4-tpuazono| 1,5-a|nupumu gun-
7(4H)-ona 1 — monynpoAayKTa B CHHTE3€ Mpernapara
Tpuasun® [4], HHTEPECHOTO CBOMMH IPOTUBO-
BUPYCHBIMH CBOWCTBaMH, B Cpele CBEpPXKpUTH-
yeckoro CO,. Panee OblLI OIMCAaH CUHTE3 COEIMHEHUS
1 mnyrem UUWKIOKOHAEHCAWu S-amuHO-3H-1,2.4-
TpHazoja 2 C aleTOyKCYCHBIM 3¢GuUpoM 3 B pacTBOpe
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KHUISIIIEH YKCYCHOM KHUCIOTBHI C BBIXOJOM 10 83%
[5, 6]. JloruuHbIM perieHreM, MO HalleMy MHEHHIO,
SIBJISIETCSL  3aMEHA YKCYCHOM KHUCJIOTBI KHCIIOTOM
JIstouca, manpumep ZnCl,, ¥ HCMONBE30BaHUE CPEIIBI
ceepxkpuruueckoro CO, (200 6ap) s pacTBOpeHHs
BCEX pEarcHTOB, BapbHUPys TEMIEpaTypy M Bpems
peakuMu A7 ONTUMH3AalMU  YCJIOBHHM Ipolecca.
Pe3ynbTaThl ucce10BaHUS IPEICTABICHBI B TAONHUIIE.
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O4eBHUIHO, YTO MOBHIIICHUE TEMITEPATYPhI PEaKIINU
WIH YBEJIMYEHHUE BPEMEHH IMpoIecca MPHUBOAUT K
MOBBINICHUIO BBIXO/A IIENIEBOTO MpoaykTa. OmHAKO B
OTJINYUE OT TPATUIIMOHHOTO METOJa CHHTE3a MPOIYKT
1 momydeH HamMu ¢ OoJiee BBICOKMM BBIXOJIOM, HTO



CHUHTE3 5-METWUJI-1,2,4-TPNA30JIO[ 1,5- a]TIMPUMUJIUH-7(4H)-OHA 141

VYcnoBus cuntesa S-metwi-1,2,4-tpuazonol1,5-a|nupumMuans-
7(4H)-ona 1 B cynepkpurudyeckom CO, B NpPUCYTCTBHU
ZHC12

Beixox, %°
Bpewms peakuun, MuH
110°C | 150°C | 190°C
60 44 60 75 (69)
180 - 90 (85) -

* 3Hauenue OBUIO OMpeeseHo ¢ nomoub BAXX no onucanHoii
panee meToauke [7]; B ckoOKaxX yKa3aHBl BBIXOJIBI, TIOJTyYCHHBIC
B Clly4ae BbIACTICHUS coequHeHus 1.

CBUJICTENILCTBYET O MPEUMYLICCTBE
peakuuu B cBepxkputu-ueckoM CO,.

OpOBCACHUA

Takum 00pazoM, HaMH BIIEPBBIE TPOJAEMOHCTPH-
poBaHa BO3MOXKHOCTh TONy4YeHUs S-mermin-1,2.4-
Tpuazono| 1,5-a|mupumuaun-7(4H)-ona B CynepKpHUTHU-
geckoM CO, B ipucyrctBun ZnCl,. IlokazaHo BiusiHAE
TEMIEPaTyphl U BPEMEHH PEAKINH Ha BBIXOJI LIEIEBOTO
npoaykra. llpenMyiecTBO MeToja 3aKIHYaeTcs B
OTCYTCTBHU HEOOXOMMOCTH HCIIOJIb30BAHHUS PACTBO-
puTeneil B Xo/le CHHTE3a MPH COIOCTaBHMOM BEIXOJIC
MPOIYKTA.

Junis ocyliecTBiIeHUs] CHHTE3a B YCIOBUSAX MHUKpO-
BOJTHOBOTO W3JIyYeHHsl ObUIa HCIOJh30BaHA CBEPX-
KpuTHUecKas (IIOUIHAs JTadopaTopHAs peakIMOHHAs
ycranoBka Waters TI-ReacSyS-250-200, pabouee
nasienue — 200 Oap.

5-Merni-1,2,4-tpuasoo[1,5-a|nupumuaun-7(4H)-
oH (1). Cmech amuHOTpHazona 2 (42 wmr, 0.5 MMoIb),
areToykcycHoro 3gupa 3 (73 mr, 0.56 mmonb) u ZnCl,
(7 mr, 0.05 MMOIT) BBIZIEPKHUBAJIH B CBEPXKPUTHUECKOM
CO, B TedeHHE 3aJaHHOIO BPEMEHH U TEMIIEPaTypbl
(cM. Tabinuity). PeakinoHHYHO Maccy aHaJIM3UPOBAIIH C
nomotipio BOXKX mo onmcanHo# panee merouke [7].
B cnydae BeIeneHNsT POAYKTa CMECh OXJIAXKIAIN 0
KOMHAaTHOH TeMIIEpaTypbl, 0Opa3yIoNHNCsS 0CaJI0K
oTGWIbTPOBBIBAIM, NpPOMbIBAA 40%-HBIM BOIHBIM
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3TaHOJIOM W CyIIwiM. Bce QH3HKO-XUMHYECKHE
XapaKTEepUCTUKUA  COCJMHEHHs 1  COOTBETCTBYIOT
JUTEPATYPHBIM JaHHBIM [5, 6].
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Synthesis of 5-Methyl-1,2,4-triazolo[1,5-a]pyrimidine-7(4H)-one
in Supercritical Carbon Dioxide
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A solvent-free synthesis of 5-methyl-1,2,4-triazolo[1,5-a]pyrimidine-7(4H), an intermediate in the synthesis of
antiviral Triazide® drug, in supercritical CO, (200 bar) iwas first performed through cyclocondensation of 5-
amino-3H-1,2,4-triazole with acetoacetic ester in the presence of catalytic amounts of ZnCl,. Conversion was
90% depending on the temperature and reaction time.
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