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(57) Pedepar:

N300pereHne  OTHOCUTCS K XMMHUYECKOM
MOIU(UKAIMK JIMTHOYTJIEBOAHOIO MaTepuana u
IIpeHa3HAUEHO JUTSt MOJTyYeHUS
KapOOKCUMETHIIOBOTO 3¢Upa JIMIHOYIJIEBOAHOI'O
MaTepuana. JIurHOyrneBoaHbIN MaTepuan

obOpabateiBatoT rugpokcuaom Hatpus (NaOH) B
MoibHOM cooTHomeHnn OH-rpynmsr  JIYM

NaOH, paBHoMm 1:1, mpu Ttemmneparype 60°C wu
npomoikuTenbHOCTH 120 MumH.  [loGaBisroT
MOHOXJIOpALETaT HaTpUs B MOJIBEHOM
cootHoweHnn OH-rpynner JIVM : CICH,COONa,
paBHoMm 1:0,5, W TPUXIIOPYKCYCHYIO KHCIIOTY
(CI;,CHCOOH) B mompHOM cooTHomennn OH-
rpynnsl JIVM : Cl;CHCOOH, pasaom 1:(0,025-

Crp.: 1

0,6). PeakuumoHHyI0 CMeChb BBIIECPKHUBAIOT B

Teuenue 60 wMuH Tipu  Temnepatype 60°C.
ITonyyenusiit MPOJIYKT OTMBIBAIOT
MOJKHUCIIEHHBIM MHHEPAJIBHOMN KHMCIOTOM

9TAHOJIOM W  BBICYIIMBAIOT  HA  BO3IYXeE.
[Tomy4eHHbII TPOAYKT XapaKTEPU3YETCsl BBICOKUM
coiep’KaHUeM KapOOKCUIIBHBIX ~ TPYHII u
BSI3KOCTBIO IIEJIOYHBIX PacTBOpOB. llomydeHHBIN
KapOOKCUMETMJIOBBIM ~ 3hUp  MOXeT  OBITh
WCIIOJIB30BaH B PA3IIMYHBIX 00IACTSIX, HAIIPUMED B
Ka4yecTBe peareHTa It OypeHHs HeQTSHBIX U
ra30BbIX CKB&XKMH, U1 CTaOWIIM3alMM PacTBOPOB
B  CTPOWTENBHOM WHAYCTPUM, B  KadecTBe
XMMHUYECKMX  pEeareHToB INpu  (uioTauud, B
ropHoIlepepadaThIBAIOIEH MPOMBIIUIEHHOCTH. 1
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(54) METHOD FOR SYNTHESIS OF CROSS-LINKED CARBOXYMETHYLATED LIGNIN-

CARBOHYDRATE MATERIAL

(57) Abstract:

FIELD: chemistry.

SUBSTANCE: lignin-carbohydrate = material
(LCM) is treated with sodium hydroxide (NaOH) in
molar ratio of OH groups of LCM: NaOH equal to 1:
1 at temperature 60°C for 120 minutes. Sodium
monochloroacetate is then added in molar ratio of
OH-groups of the LCM: CICH,COONa equal to 1:
0.5 and trichloroacetic acid (C1;CHCOOH) is added
in molar ratio of OH groups of LCM: Cl;CHCOOH
equal to 1: (0.025-0.6). The reaction mixture is held

Crp.: 2

for 60 minutes at 60°C. The obtained product is
washed with ethanol which is acidified with mineral
acid and dried in air. The obtained product is
characterised by high content of carboxyl groups and
viscosity of alkaline solutions.

EFFECT: obtained carboxymethyl ether can be
used in different fields, for example, as a reagent
for drilling oil and gas wells, for stabilising
mortar in the construction industry, as chemical
reagents during floatation and in mining and
processing industry.
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N300pereHne oTHOCUTCS K 00JIACTH XMMUUECKOW TEXHOJIOTUM U NTPeAHA3HAUEHO JJIst
MOJIyYEHHUsI HATPUEBBIX COJIel KapOOKCUMETUIIOBBIX 3(DUPOB JIUTHOYTIIEBOTHBIX
MatepuanoB (JIYM), KoTopble MOTYT OBITh UCIIOIB30BAHBI B KAUECTBE XUMUUYECKUX
JI00ABOK IJIs1 PETYIMPOBAHUS CBOWMCTB MMPOMBIBOYHBIX KUAKOCTEN MpU OypeHuu, s
cTabuIM3auy pacTBOPOB B CTPOUTEIBLHON UHAYCTPUM, B KAUECTBE XUMUUECKUX PEareHTOB
nipu ¢JIoTaluK, B TOpHOIIepepadaThIBAIOLIEH TPOMBIILIEHHOCTH.

M3BecTHBI crtocoObl KapOOKCUMETUIIUPOBAHUS IUTHOYIJIEBOAHBIX MaTEPUAJIOB,
OCHOBAHHBIE HA IIPOTEKAHUM PEAKLMU TUAPOKCUIBHBIX T'PYIIIT OCHOBHBIX KOMIIOHEHTOB
JIMTHOYTJIEBOJHOTO MaTepuaia (LIejUI103a, JIMTHUH, TeMULEIUTION03bI) C
MOHOXJIOPYKCYCHOM KUCJIIOTON WJIM MOHOXJIOPALUETATOM HATPHUSl B LIEJIOYHOHN Cpe/IE.

Tak, B maTenTe [1] mpemioxkeH cnmocod KapOOKCUMETUIUPOBAHMUS, 3aKITIOUATOIINIACS B
TOM, YTO MCXOJIHBI JIUTHOYTJIEBOAHBIN MaTepraa o0pabaThIBAIOT PACTBOPOM THIPOKCUIA
HaTpUs B U30MPONUI0BOM ciupTe B Teuenue 0,5-6,0 u mpu 20-150°C, 3aTeM
MoHoxJIopykcycHoi kucinoTon (MXVYK) B teuenue 0,5-4,0 1 mpu 20-60°C. I1pu aTom
00pa3yroTCcsl BOJIOPACTBOPUMBIE TPOaAyKThI (Ha 30-94%) ¢ conepikaHre KapOOKCUMETHIIBHBIX
rpymnn 6,2-13,6%.

B natenre [2] npeanaraercs CMEIMBATh JIMTHOYTJIEBOAHBIN MAaTepHUal B BUJIE OMWIOK C
TBepaAbIMU MOHOXJIOpaneraToM HaTpus (Na-MXVYK), NaOH u Bogo# (ruipoMoayJib
cocTtaBiseT ~0,3). CMech MOABEPratoT UHTEHCUBHOMY MEXaHUYECKOMY U3MEJIbUYEHUIO
nipu 20-80°C B Teyenue 0,5-3 4, B pe3ysibTaTe 4Yero oopa3yroTcs BOJOPACTBOPUMBIE
KapOOKCUMETWIIMPOBAHHbBIE TPOIYKThl. PACTBOPUMOCTD B BOJIE MTOJTyUYEHHBIX TPOJAYKTOB -
87,9-96,0%, oTHOCUTENBHAS IEJIOYHBIX PACTBOPOB BSI3KOCTH - 1,08-1,30.

B natenTe [3] kapOOKCUMETUIIMPOBAHKE JIMTHOYTJIEBOIHBIX MATEPUATIOB OCYIIIECTBIISIFOT
TBepJ0(a3HBIM CITOCOOOM B OTCYTCTBUE BOAbI CMEIIMBAHUEM TBEPJIBIX OMUIIOK
murHoyriaeBoHoro matepuaia, Na-MXVYK, NaOH. Cmech moaBepratoT MHTEHCUBHOMY
MexaHudeckomy uaMesnbueHuro rpu 10°C B Teuenue 5-30 MUH, B pe3yJIbTaTe YEro
00pa3yroTCcsl BOAOPACTBOPUMbIE KAPOOKCHUMETUIIMPOBAHHBIE TPOIYKThI. PACTBOPUMOCTS B
Boje - 61,0-99,0%, oTHOCUTEIIBLHAS BI3KOCTD - 1,03-1,07.

M3BecTHBI clTOCOOBI MOTYYEHUSI CHIMTHIX KaPOOKCUMETUIMPOBAHHBIX JTUTHOYTJIEBOHBIX
MaTepuasioB. Tak, B mateHTe [4] aBTOPBI NIPEUIararoT MOCIE MPEABAPUTEIILHOTO YIAIICHUS
13 BO3YLIHO-CYXOI'0 JUTHOYTJIEBOAHOIO MaTeprasa 3KCTPAKTUBHBIX U BOJOPACTBOPUMBIX
BEIIIECTB MyTeM 3-CTyNEeHYATOM MOCIIeI0BATEIbHOM IKCTPAKIUU CIMPTOOEH30IbHON CMECHIO,
XOJIOJTHOM M TOpsTUeil BOJOM, TPOBOIUTH 00pabOTKy (hopMaTbIETUIOM IIPH COOTHOIIICHUU
OH-rpynms JIYM : dopmansaerua, paBHOM 1:(3-5) B IPUCYTCTBUM IIETTOYHOTO
Katanusaropa. Ilocie yero cimThii JMrHOYIJIEBOAHBIA MATEPUAII IPOMBIBAIOT U
KapOOKCUMETUIIUPYIOT MOHOXIOpYKCycHOM kuciaoToi (MXVYK) u mienousto B COOTHOIIIEHUH
OH-rpynnst JIYM: CICH,COOH : NaOH, paBHowm 1:3:27, mpu 45-65°C B TeueHue He MeHee 3
Y, MOCJIE Yero KapOOKCUMETUIIMPOBAHHBIN MPOIYKT OTILNSIOT, 00padaThIBAIOT
MUHEPAJIbHOM KUCIIOTO AJIsI IepeBoia KapOOKCWIIbHBIX rpyni B H-hopMy, mpoMbIBatOT
BO/JION 10 HEUTpaJIbHOM peakuuu GuibTpaTa u BeicymmBaioT. 306 pereHue mo3Bosisiet
MOJIyYUTh MPOIYKT, XapaKTePU3YIOLIUICS coAep)kaHueM KapOokcuibHbIX rpynt 0,8-2,5% u
MOBBIIIIEHHOM OOMEHHOM EMKOCTBIO, ITPU 3TOM OOJIaJAIONIUN YCTOMYHUBOCTHIO K JIEUCTBUIO
BOJIHBIX U HEBOJHBIX CpE/l.

W3 u3BECTHBIX TEXHUUYECKUX PEIIeHUN HanboJjiee OJIM3KUM M0 HA3HAUEHUIO U TEXHUYECKON
CYIIIHOCTH K 3asBJISIEMOMY U300PETEHUI0 OTHOCUTCS CITOCOO MOTYYEHUSI CLIITUTOTO
KapOOKCUMETUIMPOBAHOTO JIMTHOYTJIEBOJHOTO MaTepUaia [5], MpUHSATHIN 32 MPOTOTHIL,
KOTOPBIN BKIIIOUAET MPEABAPUTEIHLHYIO 00pabOTKY JIMTHOYIJIEBOIHOTO MaTepuasa
dbopMaIbIeTUAOM B Cpelie IPoraHoia-2 B MOJIbHOM COOTHOIIeHuu Gpopmanbaerun : OH-
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rpynms! JIVM, paBHom (1-5):(1-90), B puUCyTCTBUM KUCTIOTHOT'O KaTaau3aTopa (Hampumep,
H,S0,) npu 40°C u BbinepxkuBaHue B TeueHue 180 MuUH. 3aTeM NPOBOJAT LIETIOUYHYIO
npenobpadoTky B MoibHOM cooTHoteHud OH-rpynmnet JIVM : NaOH, paBHowm 1:1, mpu
temiiepatype 60°C u npoaomkutreTbHOCThI0 120 MuH. Jlanee 100aBIsSIOT MOHOXJIOpALIETAT
HaTpus B MoJibHOM cooTHoumennd OH-rpynnst JIVM : CICH,COONa, paBaowm 1:0,5, u
BBLIEPKUBAIOT B TeueHre 60 MuH npu temiepatype 60°C. I1omydeHHbIN TPOIYKT
OTMBIBAIOT MOJAKUCIIEHHBIM MUHEPAIbHON KUCIOTOM 3TAHOJIOM M BBICYIIMBAIOT HA BO3/yXeE.
[Tocne craguu 06paboTKu hopMaTbAETUIOM BO3MOXKHO OCYIIECTBICHUE TEPMUYECKOM
00paboTku nipu Temnepartype 105°C u nmpogomkurenbHocTd 15-90 mun. M3006peTeHue
MO3BOJISIET MOJIYUYUTh MPOJIYKT, XaPAKTEPU3YIOLIUICS BBICOKUM COAEPKAHUEM
KapOOKCUIIbHBIX TPYIII U MOBBIIIEHHON OOMEHHOM eMKOCThI0, OOJIAAAIOIIUI TTPU 3TOM
YCTOMYMUBOCTBIO K AEHCTBUIO BOJHBIX U HEBOJHBIX CPE/I.

K HenocTaTkaMm mpoTOTHUIIA CIIEAYET OTHECTH CIIEAYIOLIEE - B KAYECTBE CIIIMBAIOLIETO
peareHTa MCIOIb3yeTCsl TAKOM JISTKOJIETYYMI U TOKCUYHBIN peareHT, Kak ¢popmaibaerui. B
MpoLecce CIIMBAHUS OH IIPEBPAILAETCS B METUIIOJIbHBIE TPOU3BOIHBIE, KOTOPBIE B KECTKUX
YCIIOBUSIX UCIIOJIb30BAHUS CLILIMTOr0 KapOokcuMetunupoBaHHoro JIVM MoryT oTuienisiercs
B BUIIe GOpMaTbAETUAA U OKA3bIBATh HEOIATOMPUSITHOE BO3ICHCTBUE HA OKPYKAIOIIYIO
cpeny.

CyurHocTh U300peTeHUs 3aKJIF0YAETCSl B TOM, YTO MIPEIiaraeéMblil Crioco0 MoayUueHUs
CIIIUTOTO KapOOKCUMETUIIMPOBAHHOT'O JIMTHOYTJIEBOAHOTO MaTepralia MO3BOJISIET MOJYyUUTh
MPOJIYKT, XapaKTEPU3YIOITUICST BICOKMM coaepkaHreM KapOokcuiibHbIX Tpynm (COOH) u
MHOBBINIEHHON YCTOMYUBOCTBHIO K JEHCTBUIO BOIHBIX PACTBOPOB C 3KCTPEMATIbHBIMU
3HaueHussMu pH. Kpome Toro, B kauecTBe CHIMBAIOLIETO PEAr€HTA UCIIONIb3YETCS
TPUXJIOPYKCYCHAS KUCIOTA, KOTOpas JOOABISETCS B PEAKIMOHHYIO CMECh HA CTa/IUU
KapOOKCUMETUIMPOBAHUSI COBMECTHO C MOHOXJIOPALIETATOM HATPHS, UTO MO3BOJISET
COKPATUTH OOIIYIO MPOJOJKUTETLHOCTD MPOIIECCa, UCKITIOUMB OTIEIBHYIO CTAIUIO
CIIMBaHUS. B 3TOM U COCTOUT TEXHUUECKUHN Pe3yIbTaT U300pETEHUSI.

Crioco0 ocymiecTBisieTes cieayomuM oopaszoM. JIVM nonsepraroTt o6padoTke
ruapoxcunom Hatpusi (NaOH) B moabHOM cooTHoteHun OH-rpynnsl JIVM : NaOH,
paBHOM 1:1, mpu Temnepatype 60°C u IpoI0/DKUTETLHOCTH 120 MUH; 100aBIISIOT
MOHOXJIOpaueTaT HaTpus B MoJabHOM cooTHouennn OH-rpynnsl JIVM : CICH,COONa,
paBHoM 1:0,5, Tpuxnopykcycnyto kucinoty (Cl;CHCOOH) B mosibHOM cooTHomeHnun OH-
rpynmsl JIVM : CI;CHCOOH, pasaom 1:(0,025-0,6), 1 BbLAEpAUBAIOT B TeueHHE 60 MUH IIpH
temnepatype 60°C, mocie 4ero npoAyKT OTMBIBAIOT MOIKUCICHHBIM MUHEPAJIbHON
KHUCJIOTOM 3TAHOJIOM Y BBICYIIIMBAIOT HA BO3IYXE.

B kauectBe npumepa ucxoanoro JIYM ucnonb3yroT IpEeBECUHY COCHBI UJIM OCUHBI C
dbpakuuit ook 0,63-0,315 MM ¢ BIIaxkHOCTBIO 110 5%. 1o HAIIMM TaHHBIM UCXOTHAS
JIPEBECUHA COCHBI B CPEAHEM COACPKUT 49% 1eruntonos3sl, 27% JIMTHUHA, 4 IPEBECUHA
OCHUHBI - 45% 1enniono3sl, 22% IUTHUHA.

OO0mMM AJ1s1 TPOTOTUIA U 3aSIBISIEMOTO U300pETEHUS SIBJISIETCS KapOOKCUMETUIIMPOBAHUE
JIMTHOYTJIEBOJTHOTO MaTepHUasa, a TAK)Ke UCIOIb30BaHHUE CIIMBAIOIIETO peareHTa. B
Ka4yeCTBE UCXOTHOTO ChIPhS ISl KAPOOKCUMETUIMPOBAHUS UCTIONIB3YIOT JIVM 6e3
pa3aeneHus UX Ha OTIENbHbIE THIPOKCUIICOAEPKALIME KOMIIOHEHTHI.

JlanHoe U300 peTeHne OTIIMYaeTcs OT NPOTOTUMA!

1) OTCYTCTBHUEM CTAIMU MPEIBAPUTEIILHOIO CIIMBAHUS;

2) UCIIOJIb30BAHUEM B KQUECTBE CLIMBAIOLIETO peareHTa TPUXIOPYKCYCHON KUCIOTHI.

Crioco0 nosicHsIeTCsl IpuMepamu.

ITpumep 1-6
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K 5 r npeBecunbl ocuHbI J00OABIAIOT 35 MJT riponiaHoia-2 u 2,9 r NaOH (moibpHOe
cootHoteHur OH-rpynmner JIVM : NaOH, paBHoe 1:1) u BBIAEPKUBAIOT IIPU TEMIIEpaType
60°C B TeueHue 120 MUH MOCTOSTHHO TepeMenuBas. Jlanee B peakMOHHBIN COCY/T
n00aBsIOT 4,24 T MOHOXJIOpaleTaTa HaTpus (MoyibHOE cooTHotienne OH-rpynmsr JIVM :
CICH,COONa, paBnoe 1:0,5) ¥ TpUXJIOPYKCYCHYIO KUCIIOTY B MOJIbHOM cooTHOIeHun OH-
rpynns! JIVM : CI3CHCOOH, pasaom 1:(0,025-0,600), 1 BeLAEpKUBAIOT B TeueHUe 60 MUH
npu Temnepatype 60°C nmocrosiHHO niepeMertiiBas. [1oaydeHHBIN TPOAYKT OTMBIBAIOT
ITOJIKUCIIEHHBIM YKCYCHOW KUCITOTOR 70%-HBIM 3TAHOJIOM U BBICYILLIMBAIOT HA BO3/yXeE.

ITpumep 7-9

Cnoco0 ocy1IecTBIAIOT aHAJTOTMYHO MPUMEpPY 1, TOJIbKO B KAYeCTBE UCXOAHOTO ChIPbS
WCIIOJIb3YETCs IPEBECUHA COCHBI.

B nonyueHHBIX MPOAYKTaX OMPEIEISIIOT CoAepKaHNe KapOOKCUMETUIIbHBIX TPYIII
(KMI'), OTHOCHUTENBHYIO BSA3KOCTh LIEIOYHBIX paCTBOPOB (1)). Pe3ynbTaThl pecTaBICHbI B
TabumLe.

W3 npencraBieHHBIX JAHHBIX CIEAYET, YTO MpeAsiaraeMblil Clioco0 MO3BOJISET MOIy4YaTh
crmMThie KapookcumeTuiaupoBaHbie JIYM ¢ 6oiiee BBICOKUM COJIEpKAHUEM
KapOOKCUMETUIIbHBIX T'PYIIT U OTHOCUTEILHOMN BSI3KOCTHIO HIETOUYHBIX PACTBOPOB, IMPU 3TOM
COKpAILIAETCs MPOLECC HA OJTHY CTAIUIO (COBMEIIAETCS CO CTaUEH
KapOOKCUMETUIUPOBAHMUS).

CBoMCTBA NPOAYKTOB KaPOOKCUMETUIIMPOBAHUS IPEBECHHbBI OCUHBI COCHBI, TTOJIYYeHHON B IIPUCYTCTBUHM TPUXIIOPYKCYCHOM KUCIOTBI
Tpumep JIYM Komruecrso TXVK, mons Ha 1 Monb OH ¢y KM, % n
KouTposbHblit 06paser OCHHA - 13,5 1,17
1 OCHHA 0,025 14,4 1,39
2 ocuHa 0,050 15,2 1,49
3 OCHHA 0,100 16,8 1,55
4 OCHHA 0,150 19,0 1,47
5 OCHHA 0,300 15,6 1,33
6 OCHHA 0,600 7,7 1,21
KonTpomnbHslit 06paser COCHa - 12,3 1,15
7 CcOoCHA 0,025 14,2 1,25
8 COCHa 0,100 17,0 1,40
9 COCHa 0,300 16,2 1,28
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dopwmyia u300peTeHus

Cnioco6 moty4eHUsl CIIMTOT0 KapOOKCUMETUIMPOBAHHOTO JIMTHOYTJIEBOAHOTO
MaTepuaa, BKIIOYAOIINUHI IIeTOYHYI0 00paboTKy B Cpefie MPOoMaHoJia-2 B MOJIbHOM
cootHomeHur OH-rpynner JIVM: NaOH paBnoe 1:1 npu temnepatype 60°C B Teuenue 120
MUH U TOCIIeAyIoIIee KapOOKCUMETUIMPOBAHNE MOHOXJIOPALIETATOM HATPUS IIPU MOJIbHOM
cootHomenun OH-rpynner JIYVM: CICH,COONa pasuoe 1:0,5 B TeueHue 60 MUH Iipu
temiiepatype 60°C, OTIMUYAIONIUICS TEM, YTO COBMECTHO C MOHOXJIOPALETATOM HATPUS
JI00ABIISIIOT TPUXIIOPYKCYCHYIO KUCIOTY MPU MOJIbHOM cooTHoteHnd OH-rpynmsr JIVM:
CI;CHCOOH pasnoe 1:(0,025-0,600), mocie 4ero npoayKT OTMBIBAIOT MTOJKUCIEHHbBIM
MHHEPAJIbHOM KUCIIOTOW 3TAHOJIOM U BBICYLIMBAIOT HA BO3AYXE.
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