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CUHTES3 3-AJ'IJ'II/IJ1TI/IO-5-OKCO-1,2,4-TPI/IA3I/IH-6-KAP§OHOBOI7I
n 2-Annnn-5-AMMHO-1,2,4-TPNA3NH-6-KAPBOHOBOW KUCJIOT

A.B. Pbibakoea, [].I". Kum, I1.A. CnenyxuH, B.H. YapywuH

IIpyn mukIM3anuu aNI0KcaH-S-THoceMuKap6a3oHa moa AeiictBuem NaOH
oOpa3yercsi cMech 3-MepKanTo-5-okco-1,2,4-Tpua3uH-6-KapooHOBOIl KHCJIOTHI H
3-okco-5-amuno-1,2,4-TpUa3uH-6-KapOOHOBOII KHUCJIOTHI, NMPH B3aUMOJEHCTBUU
KoTopoii ¢ annmuiadpomuaom B cpege NaOH — H,0 — IMCO ob6pa3syercs 2-a/Lini-
5-amuno-3-oxco-1,2,4-Tpuasun-6-kap6onoBasg Kucjaora. OJHOPEAKTOPHBIM CHH-
Te30M MOoJIyYeHa 3-alIMITHO-5-0kc0-1,2,4-TpUa3uH-6-kapOOHOBask KHCJIOTA.

Kniouesuvie cnosa: AIOKCAH-5-muocemurapbasoH, 3-mepranmo-3-okco-
1,2,4-mpuasun-6-kapbonoeas xucioma, 3-oxco-5-amuno-1,2,4-mpuasun-6-kapborosas
Kucroma, 3-annunmuo-5-oxco-1,2,4-mpuasun-6-kapborosas xucioma, 2-auiun-3-amuHo-
3-oxco-1,2,4-mpuazun-6-xapbonosas Kucioma, 00HOPEaKmopHbulil CUHMES.

Beenenue

Coenunenus 1,2,4-Tpua3uHOBOrO psifa yXKe AaBHO MPEICTABISIOT HMHTEPEC ISl HAYYHBIX HCCIIEHO-
BaHM. MHOXXECTBO COEAMHEHUH 3TOTO Psifia MHUPOKO MPUMEHSIOTCS B Ka4eCcTBE repOMIKIOB (B 4aCTHO-
CTH, 3TO TPHA3UHBI, COIEPIKAIINE a30T U cepy B OOKOBOH II€TIN ), MHCEKTUIMIIOB U (DYHTHITUIOB, & TAKIKE
B IPOTUBOOIYXOJIEBOW Tepanuu. MHOTrHe U3 HUX ABISIIOTCA (apMalleBTHUECKUMH WHIPEIUCHTAMU aH-
TUOAKTEPUAIBHBIX, AHTHUMAISIPUAHBIX, MPOTHBOBOCHAIUTEIBHBIX, MPOTHBOBUPYCHBIX, AHTHIICOpHA3-
HBIX, aHTUTUIIEPTEH3UBHBIX, aHTUAPTPUTHBIX U KOKIUANOCTATUYIECKUX CpeacTB [1].

Tuocemukap0a30HbI N3y4YarOTCs 0COOCHHO WHTEHCHBHO ¢ 50-X TOOB, TaK KaK MHOTHE W3 HHX 00-
JanaroT OMOJIOTMYECKOW aKTHBHOCTBIO M MCIOJIB3YIOTCA B MeauuuHe. Hanpumep, MoHOTHOCEMHKapOa-
30H N-MeTmin3atuHa (METHCAa30H) MPUMEHSIOT JUIS JICYCHUsS BUPYCHBIX 3a00NieBaHUN (B YaCTHOCTH,
repreca), JUist TIPOMUITAKTUKU OCITBI, OH MEPCIIEKTHBEH KaK MPOTUBOOITYXOJIEBBIN areHT; MHOTHE THOCE-
MHUKap0a30Hbl HCHONB3YIOT AJSl JIGYEHHS TyOepKyie3a. MeTajulndeckue KOMIUIEKCHl aJIOKCaH-5-
THOCEMHKapOa30Ha 00JIaJal0T BHICOKOW OaKTEPUITUIHON aKTHBHOCTHIO [2].

TuocemMukap06a30HbI JETKO MUKIU3YIOTCS TOJ] IEHCTBHEM OCHOBAaHUM C 0Opa3oBaHHMEM COOTBETCT-
ByIOIIMX 3-MepkanTo-1,2,4-tprazunoB [3]. B nutepatype [4] uMmeroTcs JaHHbBIE, YTO IPU JeHCTBUU pac-
tBopa NaOH ma  5-Tmocemmkap6ason  amiokcana (1)  Bmecro  3-mepkanro-5,6,7,8-
terparunporupumuno[4,5-e]-[1,2,4]rpuazun-6,8-nuoHa (2) obpazyercs 3-MepKanTo-5-0Kco-
1,2,4-Tpua3un-6-kapOoHoBas KucioTa (3), CBOHCTBAa KOTOPOW COBEPUICHHO HE M3yUYECHBI.

Henbio HacTosilIel paboThI ABJSIETC UCCICAOBAHUE B3aUMOJEHCTBUA COCIMHEHUS 3 U €ro aHa-
JIOTOB C 3-OpOMITPOIICHOM.

PesyabTaThl 1 00cyxkIeHHE

Cunres coeanHenns: 1 ocylIeCTBICH B3aMMOACHCTBHEM AJIOKCAHA C THOCEMHKApOa3HIOM HIIH C
€ro TUAPOXJIOPHUIOM B BoIHOM pacTBope. Ilpu mepexpucramnuzanuu coennnenus 1 u3 cmecu [IMCO-
H,0 namu nony4yens! MoHOKpucTa/LIbL. 1o pesynbratam PCA, coennHeHne KpUCTaTU3yeTCS COBMECT-
HO ¢ n1Bymsa mosiekynamu JJMCO, koTopsle pa3ynopsiioueHsl 0 ABYM mo3uuusaM (puc. 1). JiauHe! cBs-
3¢i M BaJICHTHBIC YIJIbl B MOJICKYJIC OJIU3KH K ONMyOJUKOBAaHHBIM B paboTe [5] I HECOIbBaTHPOBAHHO-
ro coeaunenus 1. Tak, B reTepoLUKINIECKOM (pparMeHTe SpKo BhIpakeHo paznuune Mexay C—N u C—
C cBs3sMu, 0OBIYHO HUBEIMPOBAHHOE B apoMaTHUeckux cucrteMax. [Ipu atom mmunel cBszeir C(2)—-C(3)
1 C(3)-C(4) retepouukia cocTaBisior B cpenreM 1,47(1) A, uto TunudHo 118 JUIMH OMHAPHEIX CBs3eil
CHCTEM COTPSDKEHMSI, a He U apoMaTH4YecKux cBsized. MoJeKyna B LEIoM IUIOcKas, KoH(opMarms
(ukcupoBaHa BHYTPUMOJEKYISIPHOH BOJOPOAHOM cBA3bI0 Mexnay aromoMm O(2) kerorpymmsl u NH-
¢parmenToM ruapazona (Tabnuua). B KpucTaamuueckol ymakoBKE CBSI3aHHBIE MEXMOJIEKYJISPHBIMU
BojopoAHbIMH cBs3IMU (MMBC) numepbl MOJIeKys yIakoBaHBI B CTONKH, pa3JesI€éHHbIE MOJIEKYJIaMU
JAMCO, taxke BoBieu€HHbiMU B cucteMmy MMBC. O0Opa3oBaHue TUMEpOB IPOUCXOIUT MOCPEICTBOM
MMBC wmexnay amuHOrpynmoii ruapasona u aromom O(1) kerorpynmsl, B To Bpems kak NH-rpymisi
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CuHme3 3-annunmuo-5-okco-1,2,4-mpua3uH-6-kap6oHoeol
u 2-annun-5-amuHo-1,2,4-mpua3uH-6-kapb6oHoeoll kucriom

reTepourkia yyacTByoT B opmupoBanun MMBC ¢ monekynamu pactBopurens (puc. 2). IlapameTpst

BOAOPOAHBIX CBs3eH MNpeaACTAaBJICHBI B Ta6J'II/ILI6.

Bxmrouenne B kpuctamn mosiekyn JMCO npuBOAWT K 3HAYUTEIHHON IEPECTPOHKE CHCTEMBI
MMBC 1o cpaBHEHUIO ¢ HECOIBBATHPOBAHHBIM KpucTaioM. OOpamiaer Ha ce0si BHUMaHUE OTCYTCTBHE
KJIACCUYECKUX BOCBMHMATOMHBIX Lukiandecknx MMBC, ommcaHHBIX paHee Ui HECOJIbBATHPOBAHHOM
CTPYKTYpHI [5]. ATOM KHCIIOpOJia B napa-NO3UIUH K THAPA30HHOMY (parMeHTy B (QOpPMUPOBAHHU
MMBC yuactus He npuHIMaeT. OTCYTCTBYIOT YKOPOUEHHBIE T-KOHTAKThI, HAOMIOJAIOIIUECS B HCXO/-

HOU CTpYKTYype.

Puc. 2. Cuctema MMBC B kpuctanne coeguHeHus 1

BopopoaHbie cBasn ¢ H..A <r(A) +2.000 A u yrnom DHA > 110°

D-H d(D-H) d(H.A) | <DHA | d(D..A) A
N@)-H(2) 0,840 2,004 135,12 | 2,666 |02
NG)-H@) | 0,897 2,070 150,35 | 2,883 | Ol [-x, -y+1, 7]
N()-H(1) | 0,888 1,919 171,14 2,800 | O1S [x+1/2, -y+1/2, z-1/2]
NG)-H3) | 0,900 2,044 145,55 2,832 | 02S [x-1/2, -y+1/2, z-1/2]
N(@2)-H(6) | 0,863 1,986 177,70 2,848 | 02S [-x+1/2, y+1/2, -
z+1/2]
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OpraHu4yeckasa xumus

Takum oOpa3om, kak o61as reomeTpus cucteMbl MMBC 1aHHOTO COSMHEHHUS B KPUCTAILIC, TaK U
ueHtpsl GopmupoBanruss MMBC oka3bIBaroTCs 4yBCTBUTENBLHBIMHU K 3 (PEKTaM CONbBATAIMU, YTO CIie-
JIyeT YYUTBIBATh MPHU CO3AAHUN PACUETHBIX CTPYKTYPHBIX MOZENEH B3aMMOAEHCTBUSA JaHHOTO COENHE-
HUSI ¢ OJMDKHUM OKPYKCHHEM, TAKUM KaK aKTUBHBIE LICHTPBI OCJIIKOBBIX CTPYKTYP.

B pabote [4] Ha OCHOBaHHMM 3JIEMEHTHOTO aHaJK3a aBTOPHI MPEIIONIATa0T, YTO MPOJAYKTOM IUKIIU-
3aumu THoceMukapOasona 1 mon neiictBuemM NaOH npu koMHAaTHOH Temmeparype B TEUEHHE CYTOK SIB-
nsiercst 3-MepKanTo-5-okco-1,2,4-tpuasun-6-kapOonoas kuciora (3) ¢ BeixogoM 50 %. [lo-Bunumomy,
MIPOMEKYTOYHBIM MIPOAYKTOM SIBIISIETCA COeMHEHHUE 2, IPU THAPOIU3E KOTOPOro Mo CBsA3aIM 4a—5 u 7—8
obpasyercst coenuHeHHE 3.

MBI OBTOPWIIN CUHTE3 COEAMHEHUS 3, HO pEeaKLMIO TPOBOAMIH IPU KUIITYEHUH B TEUEHHE 3 4acoB
Y TIOJIyYEHHBIA MPOIYKT MOJBEPTIN AeicTBUIO ¢ ammmiopomunoM B cucteme NaOH-H,O0-JIMCO. He-
OKUJIaHHO JIJISI HAC BMECTO 3-aJUTHIITHO-5-0KCO-1,2,4-Tprna3uH-6-kapOOHOBON KUCIOTHI (4) U3 peakiu-
OHHOM cMecH Oblia BblIIeNIeHa 2-aJIHiI-5-aMIHO-3-0Kco-1,2,4-Tpua3nn-4-kapOoHoBast kucioTa (5):

HOOC

Ne A~ HOOC B \F :[ /’ﬁ

Z N _t°c I
H,N
:[\/g oo, /§ NaOH-H,0 -DMSO

5

0
0 H N\
H2N\ N_N \N
o NH Ho HN = S NaOH
HN + S 2 )\ N 3
A H,N 07 >N SolN H

N

0”7 >N o ‘
H H 9
1
A~ HOOC
HON _t°c HOOC HOOC. _N< . I NH
~ CH,COOH
“T) oo, I )\ ~F I -
J\ a4
07 >N s 3
H
4
8

O6pazoBaHye COCTUHEHUS 5 MOYKHO O0BSICHUTH CIEAYIOMM o0pa3oM. [Ipu UKIM3auy THOCEMU-
Kap6a3zoHa 1 B yKa3aHHBIX BBIIIE YCJIOBHSIX 00pa3yeTcs HE TOJbKO KHCIOoTa 3, HO U 3-0KCO-5-aMHUHO-
1,2,4-Tpua3zuH-6-kapOoHoBas kuciaoTa (6), Mpyu AUTMIMPOBAHUM KOTOPOH M 00pasyeTcs COeqUHEHHE 5.
B cBoto ouepenp, kuciora 6 obpasyeTcs npu rUIpoIN3e NPOMEXYTOYHOTO COETUHEHUS 2 MO CBA3SIM S5—
6 u 7-8, a Taxxe no cBsa3u C—S. CreyeT OTMETUTh, YTO Pa3phbIB CBI3H 5—6 Ooiee BBHITOJCH, ueM 4a—5,
TaK Kak B IOCJIEIHEM CIIydae aToOM a30Ta CBA3aH C apOMAaTH4YECKUM KOJIBLIOM.

Crpykrypa coennHeHus S moareepxknaercs naHHeiMu [IMP m xpomartomacc-cnexktpomerpuu. B
cnextpe SIMP 'H coeHeHNs 5 NMEIOTCS CUTHAJIBI IPOTOHOB N-aJUTHIIBHOM TPYIIIBL.

[Ipu uccnemoBaHWU COEMUHEHHUS 5 METOMOM Xpomaromacc-crekrpomerpuu (XMC, Temmeparypa
umwkekropa 250 °C) mpoucXoAuT AEKapOOKCHIMPOBAaHHE ¢ 00pa3oBaHHEM 2-aJIHiI-5-aMHHO-3-0KCO-
1,2,4-tpuasuna (7), CTPYKType KOTOPOTO COOTBETCTBYET MUK MOJIEKYJISPHOTO HWOHA ¢ m/z=152
(puc. 3a). MakcuManbHBIM SBISIETCS UK € 71/2=95, KOTOPBIH COOTBETCTBYET OTHICIUICHUIO AJUTHIOKCH—
panukana. [lo-BuauMomy, mox AEUCTBHEM BIICKTPOHHOTO yJapa MPOUCXOAUT oOpaTtumasl meperpynmiu-
POBKa COEAMHEHHMS S, ajulwiibHasl Ipynna MEepPeXOAMT C aroMma a3oTa Ha aToM Kuciopoja. B macc-
CIIEKTPE COCAMHEHHUS 5 UMEIOTCS MHUKH, COOTBeTCTBYIOIME oTiiemieHuio M—CO (m/z=124), M—-NHCO
(m/z=109), M—CHj; (m/z=137). Macc-ciekTp u cxema (pparMeHTaluy NpeCTaBIeHbI Ha pucC. 3.
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Puc. 3. Macc-cnekTtp (a) n cxema cpparmeHTauum (6) coeamHeHus 7

Ham ymanock mony4uth 3-ajumMiaTHO-5-0KCO-1,2,4-TpHa3suH-6-kapOOHOBYIO KHCIOTY (4) B Oojee
MATKUX YCIIOBHSIX, OJHOPEAKTOPHBIM CHHTE30M M3 coequHeHHs 1. CyIHOCT €ro B TaHHOM Cllydae 3a-
KIIFOYaeTcs B TOM, YTO THOceMHuKap0azoH 1 pactBopstor B 2H NaOH u KumsaTsAT B TeUeHHWE 5 4acos, a
3aTeM JI0OABISIIOT K MOJIYYEHHOMY PacTBOPY OPOMUCTHIM autiil U OpoMuJi OCH3WITPUITHIAMMOHUS B
KadecTBe Mex(pazHOro KaTajau3aTropa M MepeMelInBaoT Mpyu KOMHATHOH Temneparype. CoennHenue 4
BBIMAZAET MpHU I00aBJICHNH K PEAKIMOHHOW CMECH KOHLEHTPHUPOBAHHOW YKCYCHOM KHCIOTHI A0 HEl-
TpaJbHOU Cpeapl.

B crextpe SIMP 'H coennuennst 4 UMeIOTCS IPOTOHBI S-aumiIbHON rpymmsl, a B MK-criekTpe —
MHTEHCHBHBIE MOJIOCHI TOTTIONICHHS KaPOOHMIBHOM IpyImbl Ipy 1613 ¢cM ' M THAPOKCHIBHOM IPyIIIBI
ipu 3104 cm .

IIpu npoBeneHnn Macc-CIEeKTPOMETPHUH Tak )K€, KaK U C COEIUHEHUEM 5, MPOUCXOIUT JIeKapOOK-
CUJIMpOBaHUE coeArHECHM 4 U 00pa3yeTcsl KaTHOH-PauKall 3-aJuIITHO-5-0Kc0-1,2,4-Tpua3un (8). B
MAacC-CIIEKTPE €ro UMEeTCs MUK MOJEKYJSPHOro noHa m/z=169 m xapakTepHbIH Ul S-aJTMIBHBIX
COeMHEeHUH [6] MakcUMalbHBIA 10 MHTeHCHBHOCTU MUK M— CHj; (m/z=154). Takxke B cnekTpe Ha-
0JIF0IAl0TCSI TTUKH, COOTBeTCTBYOIIME oTmieiuicHnio M—NHCO (m/z=126), M—CO-HCN (m/z=114).
[Ipu oTmennieHun oT MoJieKynspHoro uona 2H-1,2-nuazerona-3 (C,H,N,O, m/z=70) obpasyeTcs ka-
THoH-panukan amntuonuanara (C,HsNS, m/z=99). Macc-ciektp 1 cxema ¢pparMeHTalH MOKa3aHbl
Ha puc. 4.
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Puc. 4. Macc-cnekTtp (a) u cxema cpparmeHTauum (6) coeamHeHus 8
3akiaroueHue

Hamu ycranosneHo, uto npu aevicteur NaOH Ha amiokcaH-5-THoceMukap0a3oH TpU HAarpeBaHUU
obpasyercsi cMech 3-0Kco-5-aMuHO-1,2,4-Tpra3uH-6-kapOOHOBON KHCIOTHI (6) U 3-MepKamnTo-5-0Kco-
1,2,4-tpuasun-6-kapbonosoit kuciotsl (3). [Ipu B3auMoneiicTBuu cmecu coearHeHUH 3 U 6 ¢ aIui-
opomunom B cpeme NaOH-H,O-IMCO Beimenena 2-ammmi-5-aMHHO-3-0KcO-1,2,4-Tpra3uH-4-
kapOoHoBas kuciora (5). 3-AmmmnTro-5-okco-1,2,4-Tpua3uH-6-kapOOHOBasT KUCIOTa THOIYYCHA OJIHO-
PEaKTOPHBIM CHHTE30M M3 aJUIOKCaH-5-THoceMukapbazona, NaOH, 6poMucToro ammmia B MIPUCYTCTBUH
mesxaznoro katanuzaropa (TOBAB).
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IKCcNepUMeHTAIbHASA YacTh

Cnexrps SIMP 'H pacteopos Bemects B JIMCO-d6 nonydens! Ha criektpomerpe Bruker DRX-400
(400 MTI'u), BuyTpennumii crangapt TMC. UK-cniektpsl cHATBI Ha criekTpodoromerpe Varian 800FT-IR
Scimitar Serias. Macc-criektpsl cHsTH Ha nipubope [ X/MC-3BM ¢upmet HEWLETT PACKARD, ra-
30BbIi Xpomarorpad HP-5890, cepus 11, macc-cenektuBHbIi netexktop MSD-5972, cTaHLus KOHTPOJIS U
o0pabotku manHbpix HP-G1034C, xanumspras kononka HP-5 MS 30 m 0,25 mwm.

PenTreHocTpyKTypHOE MCCIIeIOBaHNE BBIITOIHEHO TI0 CTAHJAPTHOM Mpoleaype Ha Audpakromerpe
Xcalibur 3, o6opynosannom CCD gerektopom (AMoK,=0,71073 A, rpadurossiii MoHOXpomatop,
295(2)K, o-ckaHupoBaHue, pa3Mep MIaroB CKaHupoBanus — 1°, Bpemst m3mepenust dpeiima — 20 ¢). st
aHaJIM3a COCAMHEHHUS MCIIOJIb30BaH 00JIOMOK CBeTIO-kénToro kpuctamia 0,45%0,28x0,18 mm. Ilompas-
Ka Ha MOIJIOLIeHHe He BBoAmiachk. CTpyKTypa paciiddpoBaHa NPSMBIM METOAOM M YTOYHEHA IOJIHO-
matpuaasiM MHK o F? ¢ ucnons3oBanmem nporpammuoro nakera SHELXTL97 [7] B aHu30TpomHOM
MOJTHOMATPUYHOM MPUOIMKEHUH TSI HEBOJIOPOIHBIX aToMOB. AToMbl Bosopoaa C—H cBsizeit noGasie-
HBI B TEOMETPUUYCCKH PACCUMTAHHBIE TIOJ0KEHUS U BKIFOYCHBI B YTOUHEHUE B M30TPOITHOM TPUOIIIKE-
HUH C 3aBHCHMBIMHU TEIUIOBBIMH IapaMeTpaMu B MOJENHU «HAe3AHUKa», aTOMbl Bojopona N-H-rpynm
YTOUHEHBI HE3aBUCHMO B U30TpONHOM npubmmkenuu. 1o pesynsraram PCA, kpucTtanin MOHOKIMHHBIH,
np.rp. P2,/n, a=5,2533(3) A, b=28,1089(15) A, c=11,3569(4) A, p=94,091(4)°, V=1672,74(14) A°, =4
st opytro-popmynsr CoH17N505S;, deac=1,475 r/em’, pu=0,471 MM F(000)=736. Ha yrmax ckanupo-
Banus 2,90 < 0 < 26,37° cobpano 6529 orpaxkeHuii, u3 Hux 3325 HezaBucumeix (R;,=0,0297), 1555 ¢
I>20(I), kommekTHOCTh 1t 6=26,37° — 96,8 %. OxkoHuareNnbHBIE apaMeTpbl yrounenus: R;=0,0385,
wR,=0,0604 (s otpaxenuii ¢ [>20(1)), R1=0,1032, wR,=0,0662 (st Bcex oTpaykeHuid) pu (hakTope
noopotHOcTH S=0,999. Aps(min/max)=0,208/—0,176 gA”.

[Monuerit HAGop KpucTaLIOrpadUUIecKuX TaHHBIX JEMOHUPOBaH B KeMOpHIDKCKOM OaHKe CTpYK-
TypHbIX qaHHBIX (CCDC 945454) u moctyneH mo aapecy www.ccde.cam.ac.uk/conts/retrieving.html (or
from the CCDC, 12 Union Road, Cambridge CB2 1EZ, UK; fax: +44 1223 336033; e-mail: depo-
sit@ccdc.cam.ac.uk).

Annoxcan-5-muocemurxapbason (2). K pacteopy 2,937 r (0,021 moib) ayutokcana B 2 MJI BOJBI J10-
6apmsiroT 2,68 r (0,021 Monb) THOCeMHUKapOa3uga U HarpeBaroT 10 pactBopeHus. [locie oxnmakaeHus
OT(UIBTPOBBIBAIOT IPKO-OPAHKEBBIN 0CaJOK, IPOMBIBaIOT BOJOU U cymat. Beixon 84 %, T,,>300 °C.

3-Annunmuo-5-okco-1,2,4-mpuasun-6-xapoonosas kucioma (4). Pactsop 1,026 r (4,8 Mmmonb) THO-
cemukapbazona 2 B 10,5 mn 20 NaOH xunstsar B Tteuenue 5 yacoB. [lomydeHHBIH >KeNTBHIA pacTBOp
¢mwibTpyoT U K ¢unsTpaty nodasmaor 0,041 mu (4,8 Mmonb) 6pomuctoro amnmiaa u 50 Mr TpUITHII-
6ensmramMmmonnii 6pomua (TOBAB) u nepemenmuBaroT B TeueHue 3 yacoB. [lomydeHHBIH pacTBOp Heii-
TPAIM3YIOT YKCYCHOM KHCIIOTOH W OT(QHIBTPOBBIBAIOT 0Opasyromuiics ocaaok. Beixox 30 %,
T.,=190 °C. K-criektp, v, cM ': 1613 (C=0), 3104 (OH). Criextp SIMP 'H, 8, m.x1. (J, T): 3,69
(2H, n, J=6,8, SCH,); 5,06 (1H, g.n., J=10,0, J=1,7, =CH,); 5,26 (1H, a.n., J=1,7, J=16,9;
=CH,); 5,93 (1H, m, CH=).

2-Annun-5-amuno-3-oxco-1,2,4-mpuazun-4-kapoonosas kucroma (5). K pactsopy 0,395 r NaOH B
5 mut Boztel 100aBmsitoT 1,016 T (4 MMoIs) THOceMuKapOazoHa 2 u kunsTsT 3 4. [locie oxmaxneHus pac-
TBOP HEUTPATIM3YIOT YKCYCHOM KHcaoTord. OOpa3oBaBIIUiics 0CagoK OTQUIBTPOBBIBAIOT U JOOABISIOT B
pactBop 0,2 r NaOH B 2 ™ Bogsl u 10 mun AMCO. K mnomydeHHOMY pacTBOpY NpUIHBAIOT
0,605 (5 MMOJIB) OPOMHCTOTO aJUTMIIA B TIEPEMEIIMBAIOT MPH KOMHATHOM TemIiepaType B TeueHue 1 .
VYnapuBaroT nocyxa M 3KcTparupyroT anetoHoM. [locie ucnapenus anerona momyvarot 0,31 r macna.
Beixon 34 %. Cnextp SAMP 1H, o, m.a. (J, I'm): 3,90 (2H, 1, J=6,6, NCH>); 5,20 (1H, n.1., J=9,8,
J=1,5,=CH,); 5,41 (1H, n.xa., J=1,5, J=16,4; =CH,); 5,98 (1H, m, CH=).
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SYNTHESIS OF 3-ALLYLTHIO-5-0X0-1,2,4-TRIAZINE-6-CARBOXYLIC
AND 2-ALLYL-5-AMINO-1,2,4-TRIAZINE-6-CARBOXYLIC ACIDS
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V. N. Charushin, 1. Postovsky Institute of organic synthesis, Ekaterinburg, Russian Federation, charu-
shin@jios.uran.ru.

The mixture of 3-mercapto-5-0x0-1,2,4-triazine-6-carboxylic and 3-0x0-5-amino-
1,2,4-triazine-6-carboxylic acids have been obtained by cyclization of alloxan-5-
thiosemicarbazone under NaOH. Interaction of the mixture of compounds 3 and 6 with
allyl bromide in the NaOH-H,0-DMSO medium proceeds to give 2-allyl-5-amino-3-
ox0-1,2,4-triazine-6-carboxylic acid. By one-pot synthesis the 3-allylthio-5-ox0-1,2,4-
triazine-6-carboxylic acid has been synthesized.

Keywords:  alloxan-5-thiosemicarbazone,  3-mercapto-5-oxo-1,2,4-triazine-6-
carboxylic acid, 3-oxo-5-amino-1,2,4-triazine-6-carboxylic acid, 3-allylthio-5-oxo-
1,2,4-triazine-6-carboxylic acid, 2-allyl-5-amino-3-oxo-1,2,4-triazine-6-carboxylic ac-
id, one-pot synthesis.
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