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O CMHTE3E BOJOPACTBOPMMBIX COIIOJINMEPOB
BHHNIJIOBOTO CIINPTA
G Er0 JUAHETHI-7- AMITHOCAJINIMJIOBBIM 3®IPOM

J. B. Tpyxmanosa, C. H. Vwmaroe, T. M. Mapierosa

B mpepsigymem coobmerun [1] ommcamo momxyvenme cONOIMMEpOB BHHM-
JI0OBOTO CHHDTAa € €ro X-aMHHOCAIMHWIOBHM »dumpoM. B maHmom cooliieHmH
IPABEEHE] Pe3yILTATH MCCACHOBAHUI 1O paspaboTHe METONUKH dTepruduKa-
ONA TOJNMBHHWUIOBOTO CIHPTA XJIOPAHTHAPHAOM AHALETUI-7-a MHHOCATNIIIO-
BOH KHUCIOTH, IPUBOAAILEN K IONYIEHUIO BOAOPACTBOPAMOTLD COIOAAMEepa BUHHA-
JIOBOTO CHMPTA I eT0 AMALETHI-R-aMUHOCATANIIOBOT0 3(hipa.

Irepudpuramus monnsnamaosoro cumpra ([IBC) xaopanrmapwiom mmarme-
THA-n-aMuHocananmioBol kueaorsl (XIIAK) ocymecTriamace HamMu TpeMs
meromamu. 1) Irepudmranmeii ma rpanmue pasgena $as. Merog mommkomHmeH-
camyM Ha TpaHuiic pasfena as, ocHOBAHHEN ma Kiaccmueckoin peaknun Hlot-
Ten — BayMmana, marmes sa mocHemHNe TOAB INHPOKOe NPUMEHEHHE ITPH CHH-
T3¢ BBICOKOMONERYIAPHEIX coemmpennii [2]. Porosum m corp. [3, 4] ycmeurno
OPEMEHMIN 3TOT METO] LIpH IIPOBEeMeHUH DTepHEURANAN IeJUI0JI035 XJIOpaH-
THAPHAAMHA Psa KueaoT. HaMm 5ToT MeTof OB NpHMEHEH A dTepuURamun
IIBC. 2) Arepndurarmeii 11BC xmopamrngpunaMm KWCIOT B cpejle MUDHAMHA
[5, 6] mo ofbiuno mpmmensmevoii Metopuke., 3) OITepuduranmeir B pacTBOpE
B aumermidopmammae, ITOT MeToO], TpAMEHeHHbI paree [4, 7] pua atepucpm-
KaIliy HeII0/035], ORA3AICA Haubolee BHITOMHBIM U IIPH HOIYIeHHA 7-AMAHO-
camnmmnosbix supos ITBC [1]. TTosromy MBI cownnm mesnecooGpasHbIM MCIPO-
Gosats ero musa mposemenus srepudunranun 1IBC xigopanrmapmpoMm gmameTmi-
1-aMAHOCATAITHIOBOIT KICAOTHI.

CurTes COMONMMEPOB BHHWIIOBOTO CHNHPTA ¢ €ro AHATeTHJ-7-aMHHOCAINIU-
JIOBBIM 3MPOM OCYIIECTRIIIN 110 CXeMe:
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HcxommriM cHIpbeM siBIAAach HaTpuesad coias [TACK B Bune purmpgpata. s mee ane-
THAMPOBAHUEM YKCYCHBIM aripufoM (Iipnm Harpepamuu B upucyrcrsmd HoSOs) m mocie-
ayiomeii 06paGoTroM ModyYalnu AMALETHI-N-AaMUHOCAMHIHIOBYH RHUCIOTY ¢ T. mi 182—
184°, BMecTO TIpOBeMIeHAS OBYX OTHENBLHLIX OIepanyil ¢ MOIyieHHeM CHadala r-aleTaMu-
HOCANAMIIOBON KuCHOTEL {8—10], MBI cosMecTmiIM [[Be Omepal[iu B OJHY, 9TO YIIPOCTHIO
CHHTE3.

HoayueHye XIOPaHCHAPHIA JAALETHU-n-aMHHOCATHNMIoBOH KHcaoTh (XAK). Ilpen-
NojKeHHax B JUTepaType MerToauka cuuTesa XHAK [9—11] Obmra prpomsmeHena. B roady,
cHabrKkeHNyI0 MeIaJKoll W 06paTHBIM XONOAMABHUKOM ¢ XAOPKAIBIHeBoH TPyORoi, sarpy-
aann 32,5 2 (0,4365 Mous) puameTmi-r-aMHHOCATHIUIOBOW KucHoThl, 14,8 ma (24,5 &
0,205 MonsA) XJOpHECTOro THOHWIA H 75 M4 cyxoro Ocmsonma. PeakI[Hio DDOBORWMIN IIPH Tie-
peMeNIMBAHUY ¥ TPH HarpeBauuu 70 42° B TeueHHe 9 wac. 3aTeM B BAKyyMe OTTOHSIKA
HEHpoOpearnpoBaBmiMe XJA0PUCTHIA THoHNA u GeHsona. B xkombe ocraBascs RedTO-COPBHIM mMO-
POMIOR ¢ cuAabHbM 3amaxom SOCl,. [dug ayumieil oTMBIBKH 0T XJIOPHCTOTO THOHHAJA B KOI-
Gy mpwrtmpanu 60 ma Gemsoma, a 3aTeM €ro OTTOISAM B BAKyyMe LpH HarpeBaHHH o 35°
DTy Omepanuic MOBTOPAIU 5 pas. 3areM XJIOPAHTHAPH[ IPOMBIBAIE CYXWUM HeTPOJeHHBIM
apHpOM I CYIIHIH B BaKyyMe Hap cMechio PyOs-itapadmu. Beino moaywesno 25 ¢ (71,5% or
Teoperna.) XJIAK ¢ 7. mir. 130—136°.

Haiigeno, %: N 6,0; Cl 12,5; 12,8.
C11H1oNO,Cl. Brrumeaeno, %: N 55; Cl 13,9.

(B psime omBITOB COmeprRAmMpe XJopa OBLIO BaHUKEHO.)

Tloaydyenne COMOANMEPOB BHHHJIGBOIO CHHPTA € €ro JNHAIETHJI-1-aMHHOCATMIIHIOBBIM
spmpom ¥, JrepuduRanua Ha Tpanume pasdgeaa @ as. H sogEOMYy pacTBopy
IBC n mexoun godapsaan upu uepemernmBannm pactsop XJJAK B cMecnm ameToHa M OTHIL-
amerata (1:1 mmu 1,7 :1). Peakmus ocymecTBAANach B Tewenme 2—2,5 gac. upm 20 m 40°
Roumenrparun: [IIBC}~0,5 nouav/a, [NaOH] 1 moav/a, [X[JAK]~0,12—0,13 moas/a.

Yenosus cuHTe3a npusenersr B tadim 1.

Tabanmma 1

Bzanmopeiicrene IIBC m XJIAR pa noBepxuocr: pasaena a3

JcxopHOE MOJAPHOE ‘S: Coneprcanne E
C Lo~ 0 n
COOTHOLIEHTE i~ ;ﬁ Conepanue, % "%gﬁﬁg T
. 3 =50 =
) 32 06padoTra L
[BC |NAOH |NaOH| E S£a Bec. | mom | HS
g - 3 - = = 5e Cl N 30014 9 2
XHAK | OBC |XOAK| 30 | SEF % % e
2,17} 2 4,35 | 20 2,5 | Hocae mepe-| Her | 0,47 | Her | 94 1,7 | 5,45
1 1 1 ocaKIe-
HUS are-
TOHOM
2,05 _2_ 4,1 40 2,5 |liocme mepe-| 0,63 |Cmenm| 20,6 — — —
1 1 I ocayKe-
HUA ame-
TOHOM
Ilocae gma-| Her | 0,74 | Her | 14,0 | 2,65 13
Ju3a

CHATEe3UPOBAHHEI DONHBUHWIOBEI »@Hp 0CAKIAIH H3 BOZHOIO CI0A METAHONIOM H
mepeocaskann. Iloxyeenaste TPOAYKTH OOBIYHO CHIBHO 3arPA3HEHE! U3OBITKOM €IKOI0
HaTpa M 00pasyolmeroca LPH PeaKIuu XJIOPUCTOro HaTpusA, II0DTOMY NpPOAYRT pearmui
HYKHO TOfIBePraTh NIATeILHOMY AHAIH3Y, 9T0 BiedeT 3a coD0f 3HAYNTETbHBIE IOTEPH.
Conepianne 5(PUPHBEIX B3BeHEEB B OYMNICHHEIX o0pasmax cocTaBisio ~2 Moad.Y%
(10 Bec.%).

9repudumKanusa B cpefe nupuguua Hasecky IIBC moclie BHIeD/KUBAHISA
B napeEaune upu 35—40° B reuenune 10—15 wac. saimBanm CBEMKHM THPHIHHOM ** 3areM
TyAa ke sarpymainm pactsop XJJAHK B nupuiuee n peakmiio TPOBORUAN IPH MepeMCNIi-
BaHnu W HarpesaHmH 7o 100° B Tewemme 3—5H wac. MCXOgHOE COOTHONIOHWE NUPHIHUM :
:JIBC = 14:1—17 : 1. 1lpogyKT peaknuy LOCIe NePeOCAKICHUA M3 BOABL METAHOIOM
(MIE ameTOHOM, B cxydJae OONBINEro cOepsKaHmsa 3(DUPHEIX 3BEHLEB) DKCTPATMpPOBAIN
IHPUIUHOM ¥ 9HPOM, HOCHE Yero TIMATEJBHO LPOMBIBAIA 9(DHPOM I CYMLIJIH.

Briam monydeHE BO{OpPACTBOPEMEBIC COMONUMEpPEl BHHUIOBOTO CIUPTA C ero JUAqeTHIl-
N-aMEHOCAMUNIIOBEM dPupoM, ¢ cogep:anumem >QUPHHIX 3BeHheB 2—8 mor.% (15—
35 Bec.%), aro orseuaer comepsxanmio ITACH 8—30%.

* Wcemompsosanu IIBC ¢ BASKOCTHIO 8—9 cnyas (MCXOMHOTO MOJIABUHEIALETATA).
* A paGoTel WCMOAB30BAMN UAPHAWH, BHCyImeHHB Haxm KOII m cBe:memeperdan-
HBEIU.
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Pesynpratsr ONLITOB NpHBeHeHE B Tadn. 2. Vs Tabammsr BEAHO uTo: 1) OmTHMANLEHOE-
Monssproe coorsomenne XJAHK : IIBC cocrasaser oT 8:100 mo 12:100; npu aToM Hoxy-
9ai0TCA BOJOPACTBOPHEMBIE IPOAYKTEI ¢ cofiepskanumeM »QuUpPHBIX 3BeHBes 15—23 Bec.Y%
(2,7—4 mon.%); 2) mamenenme MousipHoro coorHomenus XJAK : IIBC B HcxomHoM ‘cMecit
or 10:100 mo 20:100 He cmocoBeTByeT yBeaM4eHHI0 cCORepHsaHms >(QUDPHHIX 3BEHHEB B
upopykte peaxnum. IIpu panpHeiimeM UOBHIINEHHN CONep/KAHMSA XJIOPARTHAPHAA BIUIOTh.
1o coorromenna XJIAKR : IIBC = 35: 100 cogep:xanne 3PAPHEIX 3BEHHEB YBEANYHBAELTCSHL,
HO IIPH 9TOM IPOMCXOAUT YXYAIMEHHe WIH IOMHAA IIOTePA PACTBOPHMOCTH B BO&e; 3) mo-
HIyKeHne TeMueparypsl pearmmu co 100 mo 65° mpm Ipoudmx PABHBIX YCIOBUAX CHH—
maer cofiep:anne dQUPHLIX 3BeHBEB B HOMYIAEMBIX IPOTYKTAX.

TaGamma 2

drepuduranun [IBC B cpefe napHimHa

R ©
Ce & =] ( , 4 g
SR 2 53 £ .
£58 g | &, g8
3543 z 2ES! a N vec. % | Mom % 53
€220 &Y | EEF =]
8,8 100 3 | Her 1,2 22,7 47 20 5
88 100 3 » 0,77 14,5 2,75 | 131
1070 100 3 » 1,0 18,8 3,9 17,0
15.0 100 3 » 0,93 17,45 3,4 15,7
29°0 100 3 » 0,93 17,45 3,4 157
359 100 3 » 1,84 | 34,7 8.2 3L 3%
35.9 100 3 » 1,97 37,1 9.0 33,5%
959 100 | —5 —_ — — - -
1373 65 3 » 0,48 9,0 Lo | 81=
13,3 r5 5 » 0,48 9,0 1.9 81
133 1€0 5 » 1,0 18,8 3,9 17.0

* JIJI0X0 PACTBOPUMEI B BOJE,
*%* He pacTBOPUM B BOJE.

CmuaTes B pacrsope B pgumerTnmadopmamupge. Hasecky IIBC pacreo- -
pAnn B AnMermapopMaMuie OpH MepeMelNUBAHAW u mpH Harpesanmu jo 120° satem no-
Gapsmun XJJAK m pearmuio nposogund upu 100° B Teuenue 3—5 wac. MexomHoe COOTHO-
merre XJAK:IIBC = 8:100—20:100. IIpogyKT peakmum OCRKAAIU ameTOHOM MIE
MeraHoJoM. IlonyueEHEIe IPOAYKTE 04eHb IJIOXO PACTBOPANACH B BOje, HO PACTBOPAIUCH.
B IMHPHJUHE; II03TOMY OYHCTHKA WX, 3aKAYABINAACA B MHOTORPATHOM IEPEOCAKIEHUN H3
HUPHEJTHOBOTO WM AUMeTHI(POPMAMHULHOLO PACTBOPA MeTAHONOM, Oblia KpaiiHe Heag-
(eKTHBHON ¥ B TO Ke BpeMdA CYIIECTBEHHO CHIDKAIa BBIXOJ Hpopykra. Kax mpasuio,
HONYIeHHbIC STHM METOMOM COIOJUMEPH, XOTsA W ObLH 00oTaineHs d9(UPHHEIME 3BEHBAMH,
0 CPABHEHMIO C COTOJHMEPAMH, MOJXYYAaeMEIMHI JIBYMS IPeJEIVUIIME MeTOAaMH, HO OHH
ObIIy II0XO PACTBOPHMEI B BOAE M COflep:Kaiy HeOOJLIIOe KOJMYECTBO TPYAHO OTMEIBae-
MOTO WOHA XJOpa.

BoiBont

1. PaspaGoTanbl yeIoBHA HOIYYeHUA HOBOrO BOZOPACTBOPHMOIO MPOM3BOX-
HOTO TOJXWBUHILIOBOTO CHNPTA — COMOMMMepa BUHHIOBOTO COHpPTAa ¢ €ro Auarie-
THJI-R-aMAROCAMHTIIOBEIM d(HpoN, copepsamero mo 15—23 Bec.% (2,7—
4 Mo %) adupHbIx sBeHLeB, arepuuKAmyel TOJIABUHUIOBOIO CIHPTA XJIOp-
AHTHPUAOM AUAIeTHI-R-aMUHOCANMIHI0BOH KucaoTel B nupugure npm 100°.

2. Paszpaforana MeTONMKA CHHTE32 XJIOPAHTHAPUAA J(UAMETHI-R-aMIHOCATIL-
IMIOBOIl KHCHOTHI B GeHaoe.

HHCTATYT BHICOKOMONOKYIASPHBIX COeHHEHMIT Hocrynmaa B Ppemaxiuio
AH CCCP 20 IX 1963
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SYNTHESIS OF WATER — SOLUBLE COPOLYMERS OF VINYL ALCOHOL
AND ITS DIACETYL-p-AMINOSALICYLIC ESTER

L. B. Trukhmanova, S. N. Ushakov, T. M. Markelova

Summary

The synthesis of a copolymer of vinyl alcohol and its ester with diacetyl-p-ami-
nosalicylic acid by esterification of polyvinylalcohol and diacetyl-p-aminosalicylyl
chloride in pyridine solution and at the interfacial boundary has been described. The
first method afforded water-soluble products containing ester units up to 15—23% by
weight (2,7—4 mole%). Further increase in ester unit content is accompanied by
loss of solubility. A method for the synthesis of diacetyl-p-aminosalicylyl chloride in
benzene solution has been developed.



