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CUHTE3 5-METUN-1,2,4-TPUA30N-3-KAPEOHOBOI KUCNOTH
TA KOMMAEKCY Mifi(i1) HA il OCHOBI

CuHme3oeaHo Hoeul sizaHl 5-memun-1,2,4-mpua3on-3-kapb6oHoea kucsoma. Ha lio2zo ocHogi cuHme308aHO MOHOsIOepPHULll KOM-
nnekc midi(ll). Cmpykmypy komnnekcy 0ociidkeHo MemoAoM peHmaeHOCMpPYKMypHo20 aHasnizy. BcmaHoeneHo, wjo y kpucmani mo-
J1eKyJu 38'3aHi Mixx co60r0 800He8UMU 38 'A3kamu, siKi ymeopeHi npomoHom H1 eid mpua3onbHozo yukny i kucHem O2 i@ koopOuUHO-

eaHoi Mosiexynu eodu, doexuHa 38'a3ky H1-02 2,0707 A.

Knroyoei cnoea: komnnekc midi(ll), 1,2,4-mpua3osn, MOHOsIOepHUU KOMIIIIEKC.

Betyn. 1,2,4-Tprason BxoguTb OO Cknagy monekyn 6a-
raTbOX nikapcbKvX MpenapartiB, Hanpukniag, npoTUBIPYCHMX
[1] (piGéaBupuH, BipamigiH), npoTurpubkoBux [2] (dnykoHa-
30n), cHoginHux [3] (Tprnasonu). Taki noxigHi 1,2,4-Tpnason-
3-kapbOKCUINbHUX KUCMOT, siK pibaBUpUH Ta BipamigiH MaloTb
aito wnpokoro cnektpy AHK- Ta PHK- Bipycis [4-5].

He meHwWw uikaBi GionoriyHi BNacTMBOCTI NpOSiBNANTH
komnnekcHi cnonyku migi(ll) 3 noxigHumun 1,2,4-tpuasony.
IcCHytoTb po60OTM MO OOCNIMKEHHIO HyKneasHoi [6-7] Ta
NPOTUNYXITMHHOI [8] aKTMBHOCTI MOHO- Ta bisgepHUX KOM-
nrekciB Mifgi Ha OCHOBI TPMa30MBMICHMX NiraH4iB.

06'ekTn i meToan pocnigXeHb. Y AOaHii ctaTTi onu-
caHa MeToaMKa CUHTesy 5-metnn-1,2,4-tpmnason-3-
kapboHoBoi kucnotn (HoL). MokasaHo, Wwo npu B3aemogii
(HoL) 3 HiTpaTom  Migi  yTBOPIHOETbCA  KOMMMEKC
[Cu(HL)22H,0]. CTpykTypa KoMnnekcy AosegeHa MeToaoM
PEHTIEeHOCTPYKTYPHOrO aHaniay.
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Y AKOCTi BUXIOQHWX PEYOBWH BUKOPWCTOBYBAaNuCb €TU-
noBun ecTtep uiaHdopmiaTHoi kncnotu (Linsai Trade), aue-
Trigpasug (Linsai Trade), etunosuid cnupt (Linsai Trade),
Tpuetunamin (Linsai Trade). Y sKocTi po34mHHUMKIB Oyni
BMKOPUCTaHI UxnopeTaH, eTUNoBuiA CnmpT.

CuHTte3 5-metun-1,2,4-tpnason-3-kap6boHOBOI KuC-
notu (puc. 1).

Fippoxnopua mMoHoamigoy AieTUNOBOro ecrtepy Okca-
nartHoi kucnotu (1). B 0,5 n Tpboxropny konby ocHaLleHy
MiLLANIKO, TEPMOMETPOM | XIOpKanbLIEBOID TPYOKOK MOMi-
watoTte 49,5 mn (0,5 monb) eTnnoBoro ectepy LiaHdopmiaT-
Hoi kncrotu po3unHeHnin y 50 mn CHyCly. MNpu nepemiwysaH-
Hi gopatotb 33 mn (0,55 monb) etaHony. CyMill OXOnomxy-
toTb Ao 0°C. B TemnepatypHomy iHTepsani 0...5 °C B cymilu
npogysatoTb razonodioHun HCI npotarom 3 roguH. [Micns
3aBepLUeHHs1 peakLii yTBoptotoTbest 6ini kpuctanu (1). Ocag
BiainbTpoBYIOTL 4Yepe3 inbTp broxHepa i NpomuBaloTb
3—4 paan 50 mn CH2Cl,. Cywatb y Bakyymi. Buxig 55 r (61%).
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Puc. 1. Cxema cuHTe3y 5-metun-1,2,4-tpuason-3-kap60HOBOI KUCNOTH

ETun-(2-aueTunrippasuHinigeH)-amiHo-auetat (2).
B 0,5 n ogHoropny kon®y OCHaLleHy Millanko HanvMBarkTb
250 mn EtOH i npu nepemiwyBaHHi, BHocATb 45 1 (0,25 Mornb)
imigoedpipy (1). Do cymiwi gopatotb 42 mn (0,3 monb) Tpu-
eTtunaminy. Yepes 15-20 xB Ginuii ocag po3unHsieTbes. MMicns
po3unHeHHs gogatotb 18,5 r (0,25 monb) auetrigpasuay. Pe-
aKuinHy cymill nepemillytoTb Npy KiIMHaTHIN TeMmnepatypi 4-5
rOAMH MNiCNA Yoro 3anuwaroTb Ha Joby. YTBoproeTbea Ginui
ocag (2), sikmi BiodiNbTPOBYOTL, NPOMMBaOTL 2—3 pasu eTa-
HOroM i cywwiatb Ha nosiTpi. Buxig 31 r (84%).

EtunoBun ectep 5-metun-1,2,4-tpuason-3-kap6o-
HoBoi kucnotu. B 0,25 n ogHoropOy konby BHOCATb 26 T
(0,15 monb) cyxoi pedoBuHM (2) i kun'atate y 100 mn
(Ph)20 3 roguHun. Jo posdnHy pgopatTs 50 Mn rekcary,
yTBOpEeHUN ocag pinbTpytoTb. Buxia kinbkicHUA.

5-metun-1,2,4-tpuason-3-kap6oHoBa kucnota. B 0,5
n opgHoropny konby ocHalleHy miwankow HanusaTb 100
M BOAM i Npu nepemiwyBaHHi, BHocATb 18 1 (0,45 monb)
NaOH. Micna po3unHeHHs nyry aogatoTb 23 1 (0,15 monb)
eTnnoBoro ectepy 5-metnn-1,2,4-tTpuason-3-kapOboHOBOI
Kncnotu, nepemiwyioTe S5 roguH, i gogatote 160 mn 3H
HCI, ytBoptoetbca 6inui ocag. Ocap BiadinbTpoByOTh

yepe3 inbTp BroxHepa i npomuBaTe 3—4 pasu BoOoOM,
cywartb Ha noBiTpi foby. Buxig 14 1 (74%).

CuHte3 komnnekcy. HaBaxky niraHgy macoto 0,0635 r
(0,0005 monb) i HaBaxkky Cu(NOs)5H,O macoto 0,07 1
(0,00025 Monb) po3unHsaoTL Y 20 M BOAW MpU HarpiBaHHi.
Harpituin 8o k1niHHA po34unH niraHQy AONMBaKOTb A0 PO3YMHY
coni metany. Yepes geskuin Yac BUNagdatoTb CBITMO-CUHI Kpu-
ctrann. OpgepxaHi kpuctanu BiadinsTPOBYIOTL, NPOMUBAIOTL
BOAOI0 i cywaTb Aoby Ha nosiTpi. Buxig 0,13 r (73%).

EkcnepumeHTanbHU  MaTtepian gns  po3wmdpoBKU
KpucTanivyHoi CTpykTypu 6yrno oTpumaHo Ha asToaudpak-
TomeTpi BrukerApex Il CCD. Yci po3paxyHkn BWKOHaHi 3a
nporpamoto SHELX [9-10].

Pe3ynbTaTtu Ta ix o6roBopeHHs. CTpyKTypa KOMMMek-
cy Mmigi 3 5-metun-1,2,4-tpmason-3-kapboHOBOI KUCMOTO
JocrigkeHa MeTOOOM PEHTTEHOCTPYKTYPHOro aHaniay.
Komnnekc € MoHOsiAepHUM, KOOpAMHALiiHUIA noniegp —
BugoBxeHu oktaegp (Puc.2). KoopanHauis BinbyBaeTbcst
bigeHTaTHO 4Yepe3 atoMm as3oTy TPWA3OSIbHOTO  KiNbLs
(N3-Cu 1,9487 A) i atom kucHio (O1-Cu 2,0064 A) kap6ok-
CUINbBHOI rPynu, OCTaHHA BXOAMTb OO CKNagy KOMMMEKCy Y
0enpoTOHOBAHOMY CTaHi, O KOMMEHCYe MO3UTUBHUA 3a-
PS4 LueHTpanbHoro atoma Migi. B pesynbtaTi yTBOPIOIOTHCS
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CTiWKi N'ATUYNEHHI UMKNK, 9Ki 3HaXoOAaTbCs B ekBaTopianb-
HiM NNOLUMHI KOMMNeKkcy. B akcianbHNX NOMOXEHHSAX KOOop-
AVHOBaHI ABi MONeKynu BoAW.

[oBxnHN 3B'A3KIB Ta BENMUYMHW BaneHTHUX KyTiB HaBe-
AeHi B Tabnuui 1. Kpuctan mae TpukniHHy cuHroHito P-1 (2),
a=6,8428(11) A

napameTpu  KOMipKM: b=7,099(2) A

Puc. 2. MonekynsipHa cTpyktypa [Cu(HL),2H,0]

c=7,2001(11) A 0=79,31(2)° B=83,252(14)° y=64,08(2)°
V=308,85(10) A® Z=2. Y kpucTani Monekynu 3B'i3aHi Mix
coboto BogHEBUMU 3B'A3kamu (puc. 3), siki yTBOpeEHi NpoTo-
HoMm H1 Big TpmasonbHoro umkny i kucHem O2 Big koopau-
HOBaHOI MOneKynu Boau, AoBxuHa 38'a3ky H1-02 2,0707 A.

20707 A

[ ]

/—

[&

%

Puc. 3. BogHeBi 3B'A3ku y kpuctani [Cu(HL),2H,0]

Ta6bnuuys 1
OcHoBHi foBxuHM 3B'A3KiB (A) Ta KyTH (°) B cTpyKTYpi komnnekcy [Cu(HL),2H,0].

Cu-02 2,5543 C4-C5 1,4829 Cu-N3-C1 112,455

Cu-01 2,0064 C4-N1 1,3434 H1-N1-C4 124,410

Cu-N3 1,9487 N1-N2 1,3670 H1-N1-N2 124,456

01-C2 1,2437 C1-N2 1,2798 02-Cu-N3 86,3

C2-03 1,2488 N1-H1 0,8601 02-Cu-01 88,65

C2-C1 1,5250 Cu-01-C2 115,8

C1-N3 1,3744

N3-C4 1,3356

BucHoBku. PospobneHo metoauky cuHTedy niraHgy. Cun-
Te30BaHO MoHosigepHuii kommnekc [Cu(HL)2H,0]. BcraHos-
NEHO CTPYKTYPY KOMIMIMEKCY PEHTTEHOCTPYKTYPHUM METOLOM.
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CWUHTE3 5-METWUI-1,2,4-TPUA30N-3-KAPEOHOBOW KNCNOTbl U KOMMNNEKCA ME[M (Il) HA EE OCHOBE

CuHme3uposaH HoebIl nu2aHd 5-memun-1,2,4-mpua3on-3-kap6oHoeas kucnoma. Ha e2o ocHoee cuHme3upoeaH MOHOsIGePHUX KOMIIEKC Me-
ou (Il). Cmpykmypy komnnekca uccnedoeaHbl MEMOAOM PeHM2eHOCMPYyKMypPHO20 aHanu3a. YcmaHoesieHo, Ymo 8 Kpucmarsisie MOoJieKy bl cesi3a-
Hbl MeXAdy coboli 000POOHLIMU C85135IMU, KOmopble o6pa3oeaHbl npomoHoM H1 om mpua3onbHo20 yukna u kuciiopodom O2 om KOOPOUHUPO-

eaHHoli MosieKysibl 800bl, dnuHa cessu H1-02 2,0707 A.

Knroyeenie cnoea: komnnekc medu (ll), 1,2,4-mpua3osn, MoHosiOepHuUll KOMIIIEKC.
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SYNTHESIS OF 5-METHYL-1,2,4-TRIAZOLE-3-CARBOXYLIC ACID AND ITS COPPER (Il) COMPLEX

This article describes the method of synthesis of 5-methyl-1,2,4-triazole-3-carboxylic acid (H,L). Ligand was obtained by standard methodic. For
protection of carboxylic group was used ethyl ester of 5-methyl-1,2,4-triazole-3-carboxylic acid. It was shown that the interaction of (H,L) with cop-
per (ll) nitrate formed complex [Cu(HL),-2H,0]. The structure of the complex proved by X-ray analysis. The complex is mononuclear, coordination
polyhedron — elongated octahedron. Coordination occurs through nitrogen atom of triazole ring (N3-Cu 1.9487 A) and an oxygen atom (01-Cu
2.0064 A) of carboxyl group. The carboxyl group of the complex is in deprotonated state that compensates the positive charge of the central atom
of copper. The result is stable five-membered metallacycle that are in the equatorial plane of the complex. In axial positions are coordinated water
molecules. Complex has triclinic crystal system P-1 (2), the parameters of a cell: a=6.8428(11) A b=7.099(2) A ¢=7.2001(11) A a=79.31(2)°
B=83.252(14)° y=64.08(2)° V=308.85(10) A° Z=2. In the crystal molecules are linked by hydrogen bonds formed by proton H1 of triazole cycle and
oxygen O2 by coordinated water molecules bond length of H1-O2 are 2.0707 A.

Keywords: Copper (Il) complex, 1,2,4-triazole, mononuclear complex.



