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REACTION OF HYDRAZINOLYSIS OF OXALIC ACIDS
AT PRESENCE OF SULFONIC ACID CATION EXCHANGER

Abstract. In this work for the first time the reaction of hydrazinolysis of oxalic acid in the presence of sulfonic
acid cation exchanger KU-2-8 is considered. Experiments were made in the static conditions. This work studies the
influence of various factors (quantity of hydrazine hydrate, catalyst, butyl alcohol, temperature, reaction duration) on
formation of oxalyldihydrazide . It reveals optimum conditions of synthesis under which the most dihydrazide yield
made 62%. In comparable conditions is investigated of the dibutyloxalat hydrazinolysis. Thus dihydrazide yield
made 51%. On the basis of IR-spectroscopic researches is offered the probable mechanism of oxalic acid
hydrazinolys with the active centers of sulphonic cation-exchange. The practical value of this work is to develop an
effective method of oxalyl dihydrazide preparation.

Keywords: hydrazinolysis, dihydrazide,oxalic acid , cation exanger.

O0XK: 541.128:[546.171.5+547.235]

C.A. }K¥Maz1i.11.nae3a1, O.B. Baemos’, M.O. AnrbinGexoBa’,
B.C. AG:xanos', FO.II. 3aiikos’

KBIMBI3ABIK KbIIIKBUIBIHBIH TIPASUHOJIN3 PEAKITMSICHIH
CYJIb®OKBIIIKBLIIB KATHOHUT KATBICBIHJIA 3EPTTEY

AHHOTanusi. Byj1 JKyMmbICTa anFail peT KbIMBI3ABIK KBIIIKbUIBIHBIH THIPA3UHONIN3 PEAKIMsCH CYJb(OKDIII-
KbUIIBI KaTHOHUT KY-2-8 KaThIChIHIa KapacThIpblabl. Toxipubenep CTaTHKAIBIK XKaFaaiaa sKyprizinmi. KeIMbI3abIk
KBIIIKBUIBI TUAPA3HUIIHIH Ty3UTyiHe apTypili dakTopiapabiH (THAPa3HHTHAPAT, KaTallu3aTop, OyTHI CIUPTI MeJIiie-
piHIH, TeMIepaTypaHblH, peakluusi Y3aKTBIFBIHBIH) ocepi 3eprrenai. CHHTE3IH OHTAilbl KarqaiIapbiHIa
THIPA3UITIH MIBIFBIMBI 62 %. CanbICThIpMaibl XKaFAaiaapaa JUOYTHIOKCAIATThIH THAPA3UHOIM31 3epTrenai. by
Ke3ze auruapasu WeFbIMbl 51 % 6onael. UK crieKTpOCKOMMSIIBIK 3€pTTEyJIep HOTHXKECIHAE KhIMBI3IBIK KBIIIKbBI-
JIBIHBIH THAPA3UHOJIN3 PEAKIHACH CYIb(OKaTHOHUTTIH aKTUBTI LEHTPJIEPIHIH KATBHICYBIMEH JKY3€ere acaThlH MeXa-
HU3MIi YCBIHBUIIBL. BYIT )KYMBICTBIH MPAKTHKAIBIK MAHbI3IBUTBIFBI KBIMBI3IBIK KBIIIKBUTBIHBIH JATHIIPA3HIIH ATy IbIH
THIMZIL OHiCiH OWIAaCTHIPY OOJBIN TaOBITAIEL.

Tipek ce3nep: THAPa3HHOIN3, JUTHAPA3HU, KBIMBI3IBIK KBIIIKBUTEL, CyTh(OKATHOHNUT.

KpIMBI3BIK KBIIKBIIBIHBIH JATHIPA3HAlI JKOHE OHBIH OPBIHOACKAH TYBIHIBUIAPHI OPTaHUKAJIBIK
CUHTE3/IC TIOJUMEpHU3alis MPOIECIHIH KaTalu3aTOPhl, CHH-TETHKAIBIK MOJMMEPIIEP YIIIH JKapbIK XKOHE
JKBUTYJIBIH OCEepiHE Kapchl CTa0MIN3aTOP-aHTHOKCHAAHT, COHBIMEH KaTap MEAMIMHANIBIK Iperaparrap
peTinae Komnansuans [1,2].

KpIMBI3IBIK KBIIIKBUIBIHBIH 2-THAPOKCHATKAIIUTHIPA3HIL apajac (PePMEHTTI KyHenepae MOHOAMU-
HOKCHJIa3aHbl CYPBINTBHIK HWHTHOWpIEY YIIIH JKYPri3lIeTiH 3epTTeyniepae, COHBIMEH KaTap CYTKO-
PEKTUIEPIiH TepanusIChIHIa Ta0JIeTKa, YHTAKTHI KaJITa HeMece Karcyia TypiHae Koaaaneiians [3,4].
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JukapOOH KBIIKBUITAPBIHBIH THAPA3UATEPiH KapOOH KBIMIKBUINAPBIHBIH KYpAeNi 3dupiepin
(MeTmimi HeMece PTIWII d(MUPIEPiH) THAPA3ZUHTHUAPATIICH EPITKIMNT OPTACKIHIA KBI3IBIPY apKbUTBI aJlajlbl
[5,6]. A#iTanbik, KbIMBI3JBIK KBIIIKBUIBIHBIH JUTHAPA3HIIH CHHTE3ACY YINIH JUITHIOKCAJIATTHI
ruapasunHig 70% apThIKk MeumiepiMeH Oipre 3TaHoina 4 carar Ooiibl KaiiHatajgel. MyHai oJIiCTiH
KEeMIIIUTITiHe XKaHaMa eHIMJIEp/iH TY3Ulyl, epiTKIIITIH Kem Meiepae KOMIaHBUIYbl )KoHE peaKIUsSHBIH
V3aK JKYpPYi KaTaIpl.

lMunpasuHHIH €Ki Heri3di  KBIIKBUIIAPMEH KOHJCHCAIMS PEaKIMsIaphl JKETKUIIKTI JIopexKese
3epTTEIMETeH, SAcOMETTIK MATIMETTEp apOMAaTThl JKOHE KaHBIKNaraH anudarTel Oip Heri3mi kapOoH
KBIITKBUIIAPBIHEIH  THAPA3UHONM3IH KaMTuIel [7]. OcblfaH OailfIaHBICTBI TETEPOTCHII KaTaln3aTop
KaThICBIHIAa JTUKApOOH KBIMIKBUIAAPEl MEH OJNApAbIH KypJeli 3(UpIECpPIHCH NPaKTHKAIBIK JKarbIHAH
MaHBI3/Ibl TUTUPA3HITEP/II CHHTE3/ICY dICTepl ©3eKTi Macese OOMNBIN Ta0bLIa b,

YCHIHBUIBIT ~ OTBIPFAH  JKYMBICTBIH ~ MaKCaThl ~ alfalllKbl pPET  KBIMBI3JABIK  KBIITKBUTBIHBIH
CyIbQOKBIIKBUINE KaTHOHUT KVY-2-8 (H) KaTeichiHAa THAPA3WHOIM3 PEAKIUSACHIH 3€PTTEY JKOHE
PeaKIUSHBIH MEXaHU3Mi )KOHIHIe OoKaMaap jkacay OOJIBI TaObLIAIbI.

Taxkipube omicremeci. Toxipubenep craTukanblK xarmainapaa >kyprizinmi. Kepi my3nmaTkeimmes,
TepMOMETPMEH JKaOapIKTaIFaH kKejeMmi 250 mui. meHremek tynrti koibara 1 r. (0,011 MoJB) KBIMBI3IBIK
KBIIIKBUIBH, 1 T. ayanma kenripinred KY-2-8(H) katuonurin, 1,08 r (0,022 Monb) rHapa3suHTHAPATTHI
xoHe 2,43 1. (0,033 Monb) OyTHII CIMPTI MOJIIEPiH anbli, 3 caraT cy MoHIackiHAa 95°C TeMneparypazaa
KBI3JIbIpa OTHIPKIN apaiacThipaabl. OChIIaH KEWiH peaklUsIbIK KOCIIaHbI 06JIMe TeMIrepaTypachiHa JACiiH
CANKBIHAATHIM, TY31ITe€H KBIMBI3IBIK KBIIIKBUIBI IUTHAPA3UiHIH ePITIHIICIHEH HOHUTTI CY3ill ajlajibl, OHBI
OyTtun criupTiMeH masabl. KBIMBI3ABIK KBITIIKBUIEI TUTHAPA3UIIHIH ePITIHIICIH OyJIaHABIpaabl, alblHFaH
KarThl Kyimeri muruapasunari 60°C temmeparypana kenripedi. Jurumpasunari (GOTOKOIOPHUMETPHSITBIK
onicien ®mroopar-02-5SM  (Peceit) mpubopbiHna ananuzneiai [8]. AnbIHFAH AMTCHAPA3UATIH OalKy
temriepaTypackl 240-242°C. CunTte3nin OacTamkel 3aTTapsl MeH eHiMmuepiHiH MK-cmekrpiepi «Impact
410» (AKL) cnexTpo-MeTpiHae Tycipinmi.

Hatukesnep xoHe onapapl Tanaay. KeIMBI3IBIK KBIIIKBUTBIHAH THIPA3HHONNA3 PEAKIUACH apKBLIBI
o3iHe CoMWKeC AWTUAPA3UATI CHHTE3AeYy TMporeci 3epTTenmi. KapacThIphUIBIN OTBIPFaH JKarmahma
KBIMBI3IBIK KBIMKBUIBI MeH ruapasuHruapattei (I'T) Oytun crmumpringe (BC) opekerrecy eHimi
KBIMBI3]IBIK KBIITKBUTBIHBIH TUTHIPA3HUII OOJIbL.

COOH ey CONHNED
| + ONH,-NH, ———— |
COOH CONHNH;

+ 4H;0 (1)

KBIMBI3ABIK KBIIKBUTBI JUTHAPA3UIIHIH TY3UTyiHe apTypii dakropiapislH (THAPa3WHTUAPAT KOHE
OyTWJI CTUPTIHIH MeJIIepi, TeMIepaTypa, Peakiiysl Y3aKThIFb) ocepiaepi 3eprreni (kecre). [uapasunonus
PEeaKIUACH HOTHXKECIHJIE TUTHAPA3HUITI CHHTE3/eY YIIiH OHTAWIbl JKaFrlaiaa opeKeTTeCyIli 3aTTapIblH
MacCajblK KAaThIHACKI KBIMBI3IBIK KBIKBUTBI: THAPA3HHTHIpAT: Karaau3arop: OyTWI CHOHpPTI =
1:1,08:1:2,43, tremnepatypa 95°C, peakuust Y3aKTBIFBI 3 caraT OONFaHIa TUTHIPA3UITIH MIBIFBIMEI 62 %
0O0IBI.

KBIMBI3ABIK KBIIKBUIBIHBIH THAPA3UHOIM31 (KBIMBI3IBIK KBIIIKBUIBIHBIH Maccachl - 1 T.)

IT, r Karnonut,r BC, 1 Peakuus y3akThIFbl, Temnepa- T'unpasun
car Typa, C LIBIFBIMBL, %
1,03 1,0 2,43 3 95 58
1,08 1,0 2,43 3 95 62
1,40 1,0 2,43 3 95 53
1,76 1,0 2,43 3 95 51
1,08 2,0 2,43 3 95 24
1,08 1,0 1,62 3 95 55
1,08 1,0 2,60 3 95 59
1,08 1,0 2,43 2 95 36
1,08 1,0 2,43 3 80 47
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CanpIcThIpMabl JKaFaalia KbIMBI3BIK KBIIIKBUTBIHBIH OyTHII 3(GUPIHEH THAPAZUHONIN3 PEAKIHSICHI
apKbUTBl TUTHAPA3HIATI CHHTE3JEY IPOIeci KapacTBIPBUIABL. 3epTTeyiiep KYPTi3iIreH xkarmaimapia
JMUOYTHIIOKCAJIATTHIH THUIPA3HMHTHAPATIICH OPEKETTECYIHIH HETi3ri ©HIMI KbIMBI3JBIK KBIIIKbLUIBIHBIH
JUTHPA3HU]TL OOJIJIBIL.

COOC,Hs yagy CONHNH:
| + INH:NH: ———— | + 2 C4H;0H (2)

COOC4Hs CONHNH:

CuHTEe3 KBIMBI3BIK KHIIIKBUIBIHBIH THIPa3HHONM3IHE YKCac Kar[aima Xyprizuiai. OpekeTTecyli
3aTTapAbIH MacCaIbIK KATBIHACKH! JUOYTHIIOKCANIAT: THAPA3HHTHIPAT: KaTaau3aTrop: Oyt cnupti=1:3:2:2
temnepatypa 95°C, peakuus y3aKTBIFBI 3 caraT OoJFaHaa, IUTHIPA3UATIH MIBIFEIMBL 51 % Oommpl.

KpIMBI3IBIK KBIIIKBUIBI THApasuainiy WK-crnektpinge ciHipy sxonakrapbl 3424, 3466 om’! (N-H),
1637, 1704 cm™' (C=0), 3118 xome 1488 cm' (C-H), 1174 e’ (C-N) TonTaphIHBIH BaJeHTTiIK
TepOemicTepiHe colikec Keneni (cyper ).
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1-cypet - KbIMBI3IBIK KBIIIKBUTEI quruapasuainin MK-cekrpi

JukapOoH KBIIKBUIIAPBIHBIH KaTHOHUTTEP KaTBICBIHAA THAPAa3WHOIHM3 PEaKUHUSICHIHBIH MEXaHU3Mi
Kazipri yakpITKa JneidiH 3eprrenMered. KartnoHutrepne ¢aszanapablH OeJiHy MIeKapachl apKbUIbI
TaceIMasayns! 6emmekTep npotoraap (H) 6omsim canamansl. COHIBIKTaH KATHOHUTTEP/ET] afcopomms
npoton (H") TackIManaynisl HOTHXKECIHIE XKY3€ere achpbliabl. OnebueTTik MaiMeTTepi [9-15] eckepe
oteipein, KY-2-8(H) noH anmacTBIpFBII MANBIP KATBHICHIHAA KBIMBI3IBIK KBIIIKBUIBIHBIH THAPA3HHONIN3
peaknusIChl TeTEePOTeHI KaTamu3 OOHBIHINA JKy3ere acamsl Aeml OopkayFa OoJlambl JKOHE IPOIIECTIH
KYpYyiHe mosrMepIti OaitiaHbICKaH CYTb(QOKBIIIKBIII TOI JKayanThl 00JabI.

O- - -H-0 O |
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SO

CoHBbIMEH monuMepni OekiTinren cymbboaHmoHzap ~ ~ koHe Kapama- kapeol (H) wnommap
OacTamkbl 3aT - KbIMBI3JBIK KBIIIKBUIBI MOJICKYJIACBIMEH OPEKETTECIN, KATAJUTTIK OPTANbIK pETiHIEe
OpEKET KepceTe anajpl.

ATNIBIMEH KIMBI3ABIK KHIIIKBIIBEI MEH THAPA3HH CYIh()OKATHOHUT OCTIHIE OpEKEeTTEeCYl HOTHKECIHIE
apajblK ©HIM MOHOTHApasuj Ty3uieai. KaTmoHuT OeTiHze amcopOlMsiiaHFaH MOHOTHIPA3Ua apbl Kapain
THIPa3UHHIH KeJleCl MOJIEKYJIachbIMEH 9pEeKeTTECiN, TUTHApa3H TY3UIeldi *oHe ol OipTiHmen epiTiHire
JlecopOnMsiIaHa bl e OomkayFa O0Ia bl

o
., /{/ L1
HOOC-C + NH-NH, —
AN . | :
O-H H
H-05=0
P .
HNNH(CO)-C_ + NH-NH, —
0-H H
H-CI-IS =0
O-H
Wt |
HNNH(CO}C_ + HO + 0=8=0
NH-NH, |
Ocpiran ykcac Mexanm3M UK — CHEKTpOCKOMUANBIK 3epTTeyliep HETi3iHAe CyIb(OKATHOHHUT

KATBICBIH]IA TPUXJIOPCIPKE KBIIKBUTEIHBIH THAPA3HHOM31 YIIIiH YCHIHBUTFAH [16].

ConbiMeH anramikbl  peT  cyibdokatuoHuT KY-2-8(H) KaThICBIHIA KBIMBI3JBIK —KBIIIKBLUIBIH
TUIPA3UHONM3ACY AapPKbUIbI TPAKTUKAJBIK JKaFbIHAH MAaHBI3ABl JUTHAPA3UATI CHHTE3NEy MpoIleci
3epTTENIHAI, PEaKIUSHBIH OHTAWIBI J>KaFmaiyiaphl aHBIKTAIABI JKOHE peaKIHusd MEXaHW3Mi JKOHIHIE
Oomxammap Kacalbl.
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C.A. JImyMa;[y.H.HaeBal, A.B. Baemos’, M.O. Aurbinéexosa', B.C.AG:xanos, FO.II. 3aiikos *

'MexayHapoIHbIi Ka3aXCKO-TypelKHii yHUBepcHTeT uMeHH Xomka Axmena Scasu, Typkecran, Kasaxcran;
MucrutyT TorumBa, karanuza u anekrpoxumun umenu J1.B.Cokonbckoro, AO, Anmarsl, Kazaxcran;
SUHCTHTYT BHICOKOTEMIIEpATypHOH snextpoxumun YpO PAH, ExarepunGypr, Poccniickas ®exepaius

HCCIETOBAHUE PEAKIIAY IT'MIPA3STHOJM3A IIIABEJIEBOIT KUCJIOTBI
B IPUCYTCTBHUHU CYJIBb®OKHNUCIOTHOI'O KATUOHUTA

AHHoTaums. B Hacrosel paboTe BHepBbIE PAaCCMOTPEHA PEaKLUs TMAPa3HHOIM3a LIABEIEBOM KUCIOTH B NPUCYTCTBHUH
cynb(poKkucIoTHOro kKaTnornuTa KY-2-8. OmbITEl IpOBEIEHBI B CTATHYECKUX YCIOBHUSX. M3y4eHO BIHSHUE Pa3IHYHBIX (HaKTOPOB
(KonM4ecTBa I'MAPA3MHTUpATA, KaTajlu3aTopa, OyTUIOBOTO CIIUPTA, TEMIIEPATYpPhI, MPOAODKUTEIFHOCTH PEakiui) Ha 00pa3o-
BaHME IWTHAPA3WfAa IMABEJICBOI KUCIOTHL. BEISBIEHB! ONTHMAalbHBIE YCIOBHS CHHTE3a, IIPH KOTOPHIX HAHUOONBIINK BBIXOJ
JUrHapasuaa coctaBuil 62 %. B comocTaBUMBIX YCIOBHUSIX HCCIENOBaH TMAPa3WHONN3 AUOyTHIIOKcanara. IIpy 3ToM BEIXOX
ruapasuna cocraBun 51%. Ha ocnHoBanmm MK-CIeKTpOCKONMYECKUX HCCIEIOBAHUM IPEIUIONKEH BEPOSTHBIH MEXaHH3M
THAPa3HHONIN3a IIABEJICBOH KHUCIOTBI C Y4acTHEM aKTHUBHBIX IIEHTPOB cyib(okarHoHnTa. IIpakThueckass LEHHOCTH JAQHHOMN
paboThI 3aKiovaeTcs B pazpadborke 3pdekTHBHOro crocoba Mmoay4eHns JUruapa3uaa UIaBesieBoi KUCIOTEL

KiroueBble ci10Ba: ruipa3svHoNN3, AUTHIPA3UL, IABENICBas KUCIIOTA, CYIb(OKATHOHUT.
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