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(57) Pedepar:

N3obpereHne OTHOCHTCS K  XUMHUYECKOMY
MOU(GUIMPOBAHUIO TIEJUTIOIO36I M TIPETHA3HAUCHO
JUIS TIOJTy4eHUS KapOOKCUMETHITIEILTIOIO3bI, MOXKET
OBITH MCIIOIB30BAHO B KAyeCTBE PEAreHTOB IS
OypeHMsT HEPTIHBIX U Ta30BBIX CKBaXXWH, B
CTPOUTEIFHON UHAYCTPHUU, B KAUECTBE XUMUIECKUX
peareHToB npu dboTarumy, B TOPHO-
repepabaThIBAIOIICH TTPOMBINIUICHHOCTH, & TaKkKe
apmaneBTHyeckolt mpombIieHHOCTH. Crioco06
KapOOKCUMETUITMPOBAHUS LIETUTIOJIO3BI 3aKITFOUAETCS
B TOM, UTO TOPOIIKOBYIO IIEJUTIONI03Y PACTBOPSIOT
B N,N-1umMmeTuaaneTaMuae Uu MOABEPraroT
BO3/IEHCTBUIO MHUKPOBOJIHOBOTO W3ITY4YEeHUS
moinHocThio 700 BT B TeueHue 60 ¢, oxXi1axaaroT 10
100°C u pobammustor xmopun jutus LiCl, cmech
OXJAXMAaIOT OO KOMHATHOM TeMIlepaTypbl |

Crp.: 1

MIepEeMEINBAIOT B TeueHue 8 4, mpubaBisitor NaOH
U TIOBEPTarOT BO3ACUCTBHIO MHUKPOBOIHOBOTO
uzirydeHust MmourHocTbio 700 BT B Teuenue 60 ¢, 3aTeM
JIOOABIISIOT  MOHOXJIOPYKCYCHYIO — KUCIIOTYy U
MOJBEPraroT  BO3ACHCTBUIO  MHUKPOBOJHOBOTO
u3nyyeHuss MomHoctbio 700 BT B Teuenue 60 c,
BBICAXKUBAIOT B 70%-HBIA 3TWIOBBIA  CIHUPT,
OT(UIBTPOBBIBAIOT W IPOMBIBAIOT 3TAHOJIOM,
MOJIKHUCIIEHHBIM YKCYCHON KUCJIOTOM, BBICYIIIMBAIOT
Ha Bo3nyxe. M1300peTeHue MO3BOJIIeT 3HAUNTEIIBHO

COKpATHUTh MIPOAOIIKUTEIBHOCTD nporiecca
KapOOKCUMETUIIUPOBAHUS U TOIYYUTh HIPOAYKT,
XapaKTEPU3YIOILUNACS BBICOKUMU CTEIEHBIO

3aMEIICHUSI,  CTENCHBIO  MOJMMEpHM3alMU U
pacTBOPUMOCTEIO B Bojie. 1 TabuI.
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(54) METHOD FOR CARBOXYMETHYLATION OF CELLULOSE IN N,N-DIMETHYLACETAMIDE - LiCl
MEDIUM UNDER IMPACT OF MICROWAVE RADIATION

(57) Abstract:

FIELD: chemistry.

SUBSTANCE: invention relates to chemical
cellulose modification and is intended for obtaining
carboxymethylcellulose, and can be used as reagents
for drilling oil and gas wells, in construction industry,
as chemical reagents in flotation, mining and processing
industry, as well as in pharmaceutical industry. Method
for cellulose carboxymethylation consists in the
following: powder cellulose is dissolved in N,N-
dimethylacetamide and exposed to microwave radiation
with power 700 W for 60 s, cooled to 100°C with
further addition of lithium chloride LiCl, mixture is
cooled to room temperature and mixed for 8 hours, with

Crp.: 2

the following addition of NaOH, and exposed to
microwave radiation with power 700 W for 60 s, with
further addition of monochloroacetic acid, and exposed
to microwave radiation with power 700 W for 60 s,
placed into 70% ethyl alcohol, filtered and washed with
ethanol, acidified with acetic acid, and air-dried.

EFFECT: invention makes it possible to
considerably reduce duration of carboxymethylation
process and obtain product, characterised by high degree
of substitution, degree of polymerisation and water
solubility.
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N300peTeHre OTHOCUTCS K 00J1aCTH XUMUYECKON TEXHOJIOTHM U TIPeTHA3HAYEHO JIJIS
MOJIyYEHUsI HATPUEBBIX COJIEN KapOOKCUMETHIIIEIITIONIO3bI, UCIIOJIb3YETCSl B KAUeCTBE
XUMUYECKUX TOOABOK 17151 pETYJIMPOBAHMSI CBOMCTB ITPOMBIBOUHBIX JKUAKOCTEN TPU OYpEHUH,
JUIs1 CTaOUITM3ALIMU PACTBOPOB B CTPOUTEILHON MUHAYCTPHUU, B KAUECTBE XMMUUECKHUX PEareHTOB
npu roTanuu, B ropHO-TIepepadaThIBarolIel MPOMBIIIIEHHOCTH, a TAKXKE B
(hapManeBTUYESCKOM 1 TUIIIEBOM ITPOMBIIIJICHHOCTH.

M3BecTHBI CyCrIEH3UOHHBIE CIIOCOOBI TTOTYYEHUSI HATPUEBOM COJTM KAPOOKCUMETUITMPOBAHUS
LIEJTIOJI03bI B CPENIE BOJIbI, CIIUPTOB U APYTUX OPraHUYECKUX pacTBOpUTENEH [1, 2], KOoTOpbIe
IIPEIIOIAraloT CYyCIEHANPOBAHNE LEIITIONO3bI B CPEJIE PACTBOPUTEIIS U JAJIbHENIIIEE
MPOBEeJIEHUE MpoLecca KapOOKCUMETUIMPOBAHUS B OJIHY WM JABE CTAAUU B YCIIOBUSIX
TEPMHUUECKOT0 HarpeBa. JlaHHbIe ClTOCOOBI TO3BOJISIOT MOJIYYUTh KAPOOKCUMETHITIEIITIONO3bI
co creneHplo 3amemenus (C3) 0,8-1,2.

M3 u3BeCTHBIX TEXHUYECKUX PEIIEHUI HauboJiee OJIM3KUM IO HA3HAYEHUIO U TEXHUUYECKOM
CYIIIHOCTH K 3asIBJIIEMOMY U300PETEHUIO OTHOCUTCS TOMOTE€HHBIN CIIOCO0 MOJTyYeHUSs
HATPUEBOM COJIM KapOOKCUMETHITLELTIONO03bI B pacTBope LiCl - N,N-nmumetunaneramu [3]
- IPOTOTHIL, IIPA KOTOPOM HarpesaroT neiutrono3sy (1 r) B N,N-mumetwnaneramuze (60 min) B
teueHue 2 4 ipu 130°C; oxnaxaaroT g0 100°C u nobasnstoT 3 r LiCl, oxjtaxaamoT 10
KOMHATHOM TEMIIEPATYPHI IIPU OCTOSIHHOM IIEPEMEIIMBAHUU J10 TIOJTHOT'O PACTBOPEHUS
1eJu1r0103b1. Uepe3 cyTku B TeueHue 10 MUH JOOABIISIIOT CYCIIEH3UI0 MOHOXJIOPYKCYCHOM
KucoThl (2,15 ) B 20 mur N,N-aqumeTnianeramMu/ia, a 3aTeM B TedeHrue 10 MUH CyCIIEH3UIO
NaOH (1,48) B 20 mi1 N,N-qumMeTnaneraMyuia Ipu UHTEHCUBHOM II€PEMELINBAHUN IIPU
KOMHaTHOH Temriepatype. Temmnepatypy nosbsimatoT 10 70°C v BBLAEPKUBAIOT B TEUEHUE
OIPEACIIEHHOTO BPEMEHU. PEAKIIMOHHYIO CMECh OXJIAXKAAIOT 10 KOMHATHOM TEMIIEPATYPHI U
OCXJAIOT B 3TaHOJIE. PACTBOPSIOT B BOJIE U BHOBb MEPEOCAKAAIOT U3 3TaHONA. [IpOayKThI
MMPOMBIBAIOT 3TAHOJIOM U cymiaT B BakyyMe rmpu 50°C. HegocraTku mpoToTUia - BbICOKast
MPOJIOKUTENIBHOCTD IIpoliecca pacTBOPEHUs U KapOokcumeTuipoBanus (10-72 u).

CynrHocTh U300 peTeHus : Cloco0 KapOOKCUMETUIIMPOBAHUS LIEJUTIOJIO3bI, 3aKITFOUATOITUIACS
B TOM, UTO OPOIIKOBYIO LEJUTIOI03Y pacTBOPSIOT B N,N-IUMETHUIALIETAMUAE U TTIOJIBEPTAIOT
BO3/JIEWCTBUI0 MUKPOBOJHOBOI'O U3ITy4eHUs1 MOIIHOCTHIO 560-700 Bt B Teuenue 40-60 c,
oxnmaxaaroT 10 100°C, nobasmsior xiaopud mtus LiCl, cMech oXlTaXaaroT 10 KOMHATHOMR
TeMIepaTyphbl U IEPEMEIIMBAIOT B TeueHue 8 4, mpudasisitor NaOH u cMech noiBepraror
BO3/ICACTBUIO MUKPOBOJIHOBOT'O U3Ny4eHUs1 MOIIHOCThIO 700 BT B Teuenue 60 c, 3atem
JI00ABIISFOT MOHOXJIOPYKCYCHYIO KUCIIOTY | ITOJIBEPTAIOT BO3IEHCTBUIO MUKPOBOJHOBOTO
y3ydeHust MoiHocThio 560-700 Bt B Teuenue 40-60 c. [TonydaroT BOJOpacTBOPUMBINA
MPOAYKT, XapaKTEPU3YIOIIUICS BBICOKUM COJIEP)KAaHUEM KapOOKCUMETHUIIbHBIX TPYIII (BBICOKOH
C3), 3a 3HAaUUTENIBHO 00JIee KOPOTKOE BpEMSI, COKpAIIAETCsl MPOAOJIKUTEIbHOCTD MPOLECcca
pacTBOPEHUS LIEJUTIOIO03bI B ~3 pas3a, a o01asi IpoJ0JDKUTEILHOCTD Mpolecca
kapookcumeTunupoBanus 6osiee ueM B 36000 pa3. B 3ToM U COCTOUT TeXHUYECKUI pe3yIbTAT
U300 peTeHNSI.

Crioco0 ocylIecTBISIETCS CIIEAYIOMIUM 00Pa30M.

ITopomkoByto HEMTI0I03Y MPEABAPUTETBLHO pacTBOPSIOT B cucteme LiCl - N,N-
JIMMETUIAETAMU]T C UCTIOIb30BAHUEM MUKPOBOJIHOBOIO M3IIyueHusl. K mojiyueHHOMY pacTBOpy
1eJUTr0103b1 TpubaBsitoT NaOH v moaBepraroT BO3AEMCTBUIO MUKPOBOJIHOBOTO U3JTYyUEHUS
MoIrHOCThI0 560-700 BT B Teuenue 40-60 c. 3aTeM 100aBISIIOT MOHOXJIOPYKCYCHYIO KUCTIOTY
Y [TOJIBEPratoT BO3JAECHCTBUIO MUKPOBOJIHOBOTO U3IIyYEHHS MOIIHOCTBIO 560-700 BT B TeueHue
40-60 c. ITonyueHHbIN TPOAYKT BbICA)KUBAIOT B 70%-HbIN 3TUIIOBBIN CITUPT.
OT1uIbTPOBBIBAIOT U MPOMBIBAIOT 70%-HBIM 3TAHOJIOM, TIOJIKUCIICHHBIM YKCYCHOM KUCTIOTOM,
JIO OTPUIIATEILHOM peaKIUy Ha IIe0Yb 1o heHOoJIPTaIenHy U Ha XJIOPUI-MOHBI C PACTBOPOM
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HUTpaTa cepedpa, a 3aTeM cylIaT Ha BO3yXe.

OO1mM U151 TPOTOTHUIIA U 3aSIBIIIEMOT0 U300 PETEHUSI SIBIIIETCS KAPOOKCUMETUIIMPOBAHKE
nesutto103bl B pactBope LiCl - N,N-aguMeTunaueTraMui.

JlaHHOE U300pETEHUE OTIMYAETCS OT NPOTOTHUIIA:

1) Mcnionp30BaHMEM MUKPOBOJIHOBOT'O U3JIyUEHUS HA CTAAUU PACTBOPEHHUS LEILTIOI03bI
B pactBope LiCl - N,N-qumMeTrmaneTraMum;

2) JIByXCTaIMHHOCTBIO IpoLecca KapOOKCUMETUIIMPOBAHUS (I1OCTIEA0BATENIBHOE
nob6asienre NaOH 1 MoHOXJTOpalneraTa HaTpus);

3) Mcnionp30BaHMEM MUKPOBOJIHOBOTO U3J1yUeHUs Ha cTaaun o0padoTku NaOH u craauu
B3aUMOJIEUCTBUS C MOHOXJIOPYKCYCHOM KUCITOTOM.

Crioco6 mosiCHSIETCSI TPUMEPAMM.

ITpumep 1.

Hagecky 1 r Bo3aymHo-cyxoro oopa3sia uemntoiao3sl (ITomunenn I'IIC) nomeraoT B
Kkos0y, n1o0aBmsaoT 60 i1 N,N-qumeTHIaneTaMmuaa v noJABepraroT BO3AEHCTBUIO
MHUKPOBOJIHOBOTO M3lTy4eHUst MoIIHOCThIO 700 BT B Teuenue 60 c¢. CMmech oxytaxaaroT 10
100°C, no6aBistoT 3 T 6€3BOAHOTO XJIOPUAA JIUTUSL. 3aTEM CMECH OXJIAXKIAIOT JO KOMHATHOMN
TEMIIEPATYPbI M IEPEMELLIMBAIOT B T€UEHUE 8 U A0 YUCTOTHI IToJd. [lomyueHnyto cMech
pazbasisoT 20 M1 N,N-auMeTrIaneTaMuaa.

K pactBopy nemttono3sl B LiCl u N,N-qumeTunaneramuie npudasisitoT CyCIEH3HUIO
u3MmenbyeHHoro NaOH (1,48 r) B 20 mi1 N,N-gumetunaneramuaa. [lonyuennyto cMech
IIOJIBEPTratOT BO3AEUCTBUIO MUKPOBOJIHOBOI'O U3JIy4eHUsI MOIHOCTHIO 560 BT B Teuenue 40
c. 3aTeM 100aBISIOT CyCIieH3uIo 1,7 T MOHOXJIOPYKCYCHOM KUCITOTHI B 20 Mi1 N,N-
JMMETUIIALETAMU/IA U ITOABEPratOT BO3ACHCTBUIO MUKPOBOJIHOBOI'O U3JIyYE€HUSI MOIIIHOCTBHIO
560 Bt B Teuenue 40 c.

[TonydeHHBIN TPOAYKT BhICAXKUBAIOT B 70%-HBbIi 3TUIIOBBIN cIUPT. OTPUIBTPOBHIBAIOT
Y TPOMBIBAIOT 70%-HBIM 3TUJIOBBIM CIIMPTOM, IIOJAKHUCIIEHHBIM YKCYCHON KUCIOTOWM, 10
OTPUIATEILHON peaKUK Ha 111eJ104b 10 (peHOoI(pTAIEUHY U Ha XJIOPUJ - MOHBI C PACTBOPOM
HUTpaTa cepedpa, a 3aTeM cyllaT Ha BO3yXe.

[Tpumep 2.

Tax ke, Kak B mpuMepe 1, TOJIbKO MPOI0KUTEIBHOCTh 00padoTku NaOH u
MOHOXJIOPYKCYCHOM KHUCIOTOM 110 60 cekK.

ITpumep 3.

Tak ke, Kak B mpumepe 1, TOJIbKO MOITHOCTh MUKPOBOJIHOBOT'O U3JIyUYE€HMS HA CTAAUAX
00paboTku NaOH 1 MmoHOXJTOpYKCycHOM KuciaoTo 700 Br.

ITpumep 4.

Tax ke, Kak B mpuMepe 3, TOJIBKO MPOIOTIKUTENIBHOCTh Ha cTaaund o6padotku NaOH 60
CEK.

ITpumep 5.

Tax ke, Kak B mpuMepe 3, TOJIBKO MPOIOJIKUTEIBHOCTh HA CTaAUU 00pabOTKHU
MOHOXJIOPYKCYCHOM KHCIOTOM 60 Cex.

ITpumep 6.

Tax ke, Kak B mpuMepe 3, TOJIbKO MPOI0KUTEIBHOCTh Ha cTaausax o0pabotku NaOH u
MOHOXJIOPYKCYCHOM KHUCIOTOM 110 60 ceK.

B nomy4eHHbIX MPOyKTaX OMPEAEIISIOT COJIEPIKaHue KapOOKCUMETUITBHBIX T'PYIII, CTENIEHb
3amenenus (C3), crenenpb noaumepusauuu (CII), pactBopumocTts B BoJie. Pe3ynbTatsl
MpEeACTABIIEHbI B TAOJIHLE.

N3 npeacTaBieHHBIX TAHHBIX CIEIYET, YTO MpeAsiaraéMbli crocod
KapOOKCUMETUIIMPOBAHUS ITO3BOJISIET HE TOJIBKO 3HAUYUTEIIbHO COKPATUTD MPOJAOKUTEIBHOCTh
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CTaJIMU PaCTBOPEHUS EITITIONIO3bI, OOIIYI0 TPOAOJDKUTEILHOCTD MPOLEcca
KapOOKCUMETWIMPOBAHUS, HO U MOJIYUUTh IPU 3TOM MPOAYKTHI ¢ 00JIee BBICOKON CTEIEHbIO
3aMEILEHUS, PACTBOPUMOCTBIO B BOJIE U CTEIEHBIO IMOJIMMEPU3ALNHY, YEM B IIPOTOTHIIE.
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CroificTBa  KapOOKCHUMETHIUEIUTIONO3bI,  TONYUEeHHOH  NOA  BO3ACHCTBHEM

MHKpOBOJHOBOTO H3NyveHus B cicreme LiCl — N,N-numMeTunaueramun

Tabnuua
[ponomKUTENEHOCTE CTAAHH PacTtBopH-
TMpumep MOUI];OCT"’ obpaboTkH (cex) C3 |mocts B BOone] CII
T
NaOH Na-MXVK Yo
* - 48 4 1,35 78,0 470
l 560 40 40 1,60 72,1 540
2 560 60 60 1,65 75,3 560
3 700 40 40 1,83 78,9 620
4 700 60 40 1,91 36,4 640
h] 700 40 60 2,42 77,1 640
6 700 60 60 2,54 85,7 720

[Mpumeuanns. * Kontpons. [TosTopenue npouecca cornacuo [3] 6e3 nenonp3oBanus

MHKpOBOIHOBOTO M3yueHus; C3 — crenens 3amemenus; CII — cTenesn nonuMepusanmy.

dopmyiia u300peTeHU

Cnioco6 kapOOKCUMETHUITMPOBAHUS IEJUITIONI03bI, 3aKITFOYAOIIMICS B TOM, UTO IIOPOIIKOBYIO
LEJUTIONIO3Y PACTBOPSIOT B N,N-IuMeTHIaneTaMUIe U MOABEPTratoT BO3ACHCTBUIO
MMKPOBOJIHOBOTO M3J1yueHUst MoitHOCThIO 700 BT B Teuenue 60 ¢, oxnaxaarot g0 100°C u
no6asistoT xinopua autus LiCl, cMech 0XTaxJ1atoT 40 KOMHATHOM TEMIIEpATYPbl U
NepeMeIMBaroT B TeueHue 8 4, mpudapisioT NaOH u moaBepraroT BO31eHCTBUIO
MHUKPOBOJTHOBOTO U3lTy4eHust MoIHOCThI0 700 BT B Teuenue 60 ¢, 3aTeM 100aBISIOT
MOHOXJIOPYKCYCHYIO KUCJIOTY U IOABEPIratoT BO3IEUCTBUIO MUKPOBOJHOBOTO U3JTIyYEHUS
MottHocTbio 700 BT B Teduenue 60 c, BbicakuBatoT B 70%-HbIN 3TUIIOBBIN CITUPT,
OT(UIBTPOBBIBAIOT U IIPOMBIBAIOT 3TAHOJIOM, TIOJKHUCIICHHBIM YKCYCHOM KHUCIIOTOM,
BBICYIIIMBAIOT HA BO3/IyXE.
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