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MATEPUANOB

(57) Pedepar:

N3006peTeHne oTHOCUTCSt K 0BnacTu XMMWUYECKON
TEXHOMorumM, B YaCTHOCTU K MOMYYEHUI0 CMEeLLaHHbIX
CMOXHbIX 3(PUPOB NUIHOYIMEeBOAHbLIX MaTepuarnos, U
MOXeT  OblTb  UCMOMb30BaHO B MPOWU3BOACTBE
NnacTUYecknx Macc Arnsi Nony4eHuUsi KOMMNO3ULMOHHbIX
matepvanoB C MWHeparnbHbIMU W OpraHW4ecKUMn
HanonHutenamu. Cnoco6 nonyyeHns yKa3aHHbIX
CNOXHbIX 3UPOB BKMHOYAET 00paboTKy MCXOOHOro
matepvana  auunupylowen  CMecbld  YKCYCHOrO
aHrgpuga n anudaTnyeckon kKapboHOBOW KUCMOTbI U3

pacyeta 0.5-3.0 mMonb peareHToB Ha 1 Mornb
TMAPOKCUMBHBIX TPYNMN MaTtepuana npu MHTEHCMBHOM
MeXaHU4YeCKOM U3MEeNbYEHUN PEaKLNOHHOW cMecu npu
25°C ot 0.5 go 3 4 B NpucyTCcTBMM KaTanusaTopa -
cynbdara ammoHus B konuyectse 5-30% OT macchl
TIUTHOYTNeBOOHOTO martepvana. M3o6peTeHne
obecneynBaeT cokpalleHue pacxoda peareHToB B 3-
10 pas, npogomxkuTensHocTb npouecca Ao 0.5-3 u,
yMeHbLUeHMe TemnepaTtypbl npouecca ot 100-130°C
0o 25°C, ygelweBneHve npouecca. 5 Tabn.
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(54) METHOD FOR PREPARING MIXED LIGNOCARBOHYDRATE ESTER MATERIALS

(57) Abstract:

FIELD: chemical technology.

SUBSTANCE: invention relates to a method for
synthesis of lignocarbohydrate ester materials.
Method for synthesis of indicated esters involves
treatment of the parent material with acylating
mixture of acetic anhydride and aliphatic
carboxylic acid taken in the amount 0.5-3.0 mole
of reagents per 1 mole of hydroxyl groups of
material at intensive mechanical milling the
reaction mixture, at temperature 25°C for 0.5-3 h in
the presence of ammonium sulfate as a catalyst

taken in the amount 5-30% of the
lignocarbohydrate material mass. Invention
provides reducing consumption of reagents by 3-10
times, decreasing the process period up to 0.5-3
h and temperature of the process from 100-130°C to
25°C and lower the price of the process.
Invention can be used in manufacturing plastic
masses for preparing composition materials with
mineral and organic filling agents.

EFFECT: improved method of synthesis.

5 tbl, 23 ex
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M300peTeHne oTHOCUTCS K 06NnacTu XMMUYECKOM TEXHOMOIMM U KOHKPETHO K CNocoby
NOMy4YeHNss CMELLAHHbIX CIOXHbIX 3UPOB NMIHOYTNMEBOOHbBIX MaTepUanoB U MOXET ObITb
NCMoNb30BaHO B NMPOM3BOACTBE NNACTUYECKNX MacC M KOMMO3ULMOHHBIX MaTepuanos C
MUHepanbHbIMU U OPraHNYeCKUMM HaMoNTHUTENAMM.

M3BecTeH cnocob nony4yeHns CMeLLaHHbIX CROXHbIX 3UPOB APEBECUHbI N APYTUX
NUrHOLLENSIONO3HbIX MaTepuasnos aunIMpoBaHMEM CMECHIO YKCYCHbIA aHrMapug -
anudaTtudeckas kapboHoBas KucnoTa B cpeae TpudTopykcycHor kucnotel [M.M.Yemepuc,
H.M.Mycbko u gp. AunnupoBaHue NMrHouenmnono3HbIX Matepranos B cpefe TpUTOpYKCYCHOM
kucnotbl. // N3Bectus BY3o.. JlecHoin xypHan, 2002, Ne1, ¢.116-121].

OCHOBHbIMU HEeJOCTaTKaMM M3BECTHOrO cnocoba ABMASKTCA NPUMEHEHME TOKCUYHOTO
OpraHM4eckoro pacTBOPUTENSA 1 NOBbILLEHHAA TemnepaTypa ANS NpoBeAeHns npolecca
(50+90°C).

M3 M3BECTHBIX TEXHNYECKNX peLLeHM Hanbornee BNIM3KMM MO Ha3HAYEHNIO U TEXHUYECKOW
CYLLIHOCTM K 3asBrisieMoMy OObeKTY ABnsieTcs cnocob nomyyeHns CNoXHbIX 3MpoB ApPEBECUHDI
nytem o6paboTKn CMEeCbIo YKCYCHOro aHruapvaa ¢ npenenbHon 0HOOCHOBHOM kapboHOBOM
KMCNOTON C YMCIOM aTOMOB yrriepoaa ot 2 o 8 B konuyectse 3+10 monb Ha 1 monb OH rpynn
apesecuHbl Npy 100+130°C B TeveHne 4+6 4 B NpUCYTCTBUM B Ka4eCTBe KaTanuaartopa
nepxropata marHng B konmyectse 20% oT Macchl apeBecuHbl (npotoTtun) [MaTteHT PP
Ne2143436, 1999, B Ne36].

O6Lwme npusHakm NpoToTMNa U NpeanaraeMoro N30bpeTeHNs 3aknyalTcs B TOM, YTO Ans
auMnMpoBaHNS NCNONb3YETCA CMEChb YKCYCHOro aHruapvaa ¢ npenenbHon 04HOOCHOBHOM
KapOOHOBOW KMCITOTOWM C YNCIIOM aTOMOB yrnepoda ot 3 4o 6 1 conb B KadecTBe
kaTanuaatopa. K HegocTaTkam nNpoToTuna criegyeT OTHECTU ANUTenbHOCTb npoLecca 4+6 u,
NoBbLILLEHHYIO TemnepaTtypy ocyliectesneHns npouecca (100+-130°C), a Takke BbICOKUA pacxon
aumnupyoLmx peareHtos (3+10 monb).

Mpepnaraemoe n3obpeTeHne NO3BONSET YCTPAHUTbL OCHOBHbLIE HEAOCTATKM NpOTOTMNA.
[MpMMeHeHne MHTEHCMBHOIO MeXaHU4YeCKoro N3MenbyYeHnsa peakLMoOHHON CMecu NPUBOANT K
WHTEHCUdMKaLmm npouecca: K yMEHbLUEHUIO ero NPOAOIHKUTENBHOCTM OT 4+6 A0 0.5:3 y,
CHWXeHUIo pacxoa aumnupyowwmx peareHtos oT 3+10 go 0.5+3 monb Ha 1 monb OH rpynn
OpeBeCHHbI, a Takke NO3BOMSET YMEHbLUNTL TeMnepaTypy npoeeneHus npouecca ot 100+130
no 25°C.

Vicnonb3oBaHne BMECTO nepxsiopata MarHusa 6onee geLleBoro karanusaropa - cynbara
aMMOHWS NO3BONSAET yAELEBUTb TEXHONTOMMYECKUIA NpoLiecc.

CyLHOCTb NpeanaraemMoro n3obpeTeHuns 3aknoyaeTca B 06paboTke NUrHOYrneBOAHbIX
MaTeprarnoB aLumpyoLLEl CMEChIO YKCYCHbIN aHruapug - anudarmyeckas kapboHoBasi kucrora
C yncnom atoMoB yrriepoga oT 3 4o 6 (C3-Cg) B konmyecTBe 0.5+3 MONb Ka)4oro KOMNOHeHTa Ha
1 monb OH rpynn maTepmana npy MHTEHCUBHOM MeXaHWU4eCKOM namensyeHun npu 25°C B
TeyeHue 0.5+3 4 B npucytctBum 5+-30 mac.% cynbarta aMMOHNA B Ka4eCTBE KaTanuaaTtopa.

3asBnsemoe n3obpeTeHne OCyLLecTBNAETCA cneayowmum obpasom.

B peakTop BUGPOMENbHULLI (MPOMBILLNEHHBIN BuBpaTop VB 986, yacTtoTa - 2800 cm™) ¢ 15
cTtanbHbIiMU cTepxHsaMu (10*100 MMm) 3arpyxatoT HaBecKy BO34YLUHO-CYXUX OMUIOK
nuUrHoyrneeoaHoro martepuana maccor 2.0 r 1 4o6aBnsitoT YKCYCHbIN aHrmapua U OAHOOCHOBHYHO
npeaenbHy KapboHOBYIO KMCITOTY C YACIIOM aTOMOB yriepoda oT 3 ao 6 (u3 pacyerta 0.5+:3
Mornb/Monb OH rpynn ceipbs). Temnepatypa B peakuynoHHou kamepe - 25°C (TepmocTar). B
peakTop MenbHULbI 3arpyxatoT 5+30% cynbgaTta aMMOHUA OT MacChl CbipbS U peakLMOHHYHO
CMeCb NoaBepraT MHTEHCMBHOMY MeXaHU4YeCKOMY n3MernbyeHnto B TedeHne 0.5+3 y. 3atem
NoflyYeHHble NPOAYKTbI BbIFPYXXaKT U3 MENbHULbI U OTAENAT OT pa3manbiBaloLmnx Ten,
NPOMBbIBAIOT BOAOW OT KACNOT U KaTanmMsaTtopa U cylwar A0 NOCTOSHHOW MaccChbl.

Mpumep 1. B BuBpomensHuLy (YactoTta - 2800 cm™') ¢ 15 cTanbHeIMK cTepkHaMM (10100
MM) 3arpyarT HaBeCKy BO3OYLUHO-CYXMUX OMUITOK APEBECUHBI OCUHBI Maccor 2.0 1 n gobaensioT
YKCYCHbIA aHrmapua 1 MacrsiHyto kucnoty (13 pacyeta 1 monb/mMonb OH rpynn cbipbs).
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Temnepatypa B peakuMoHHON kamepe - 25°C (TepmocTarT). B peaktop menbHuLbl 3arpyxatoT 20%
cynbdarta aMMOHUS OT MaCChl CbiPbSl Y PEAKLMOHHYI0 CMECb NMOABEPratT UHTEHCUBHOMY
MEXaHN4YeCKOMy uamenbyeHuio B TedeHune 0.5 4. 3atem nonyyeHHbIn NpoayKT BbIFPYXKatoT U3
MernbHULbI 1 OTAENAIOT OT pa3MarnbIBaloLWMX Ten, MPOMbIBalOT BOAOW OT KUCMNOT U KaTanusaTopa
W cylaTt Ao NoCTOAHHOW Macckl. PacTtBopnmMocTb B xropodopme - 43%, cogepkaHne CBA3aHHbIX
KMCNOT: YKCYCHOW - 12.4%, macnsaHon - 6.5%.

Mpumepsbl 2-6 npoBeAeHbl B YCNOBUAX, aHanorMyHbIX npuMepy 1, HO Npu pasnuyHomn
NPOAOIPKUTENBHOCTU MEXaHNYECKOro namensyeHuns (tabn.1). MNpu NpoaormKUTENbHOCTN MeHee
0.5 4 nonyyaroTCa NPOAYKTLI, ManopacTBopuMMble B Xriopodopme. YBennyeHve
NPOAOIPKMTENBHOCTN MEXaHOXMMUYecKor 06paboTkn cBbile 3 4 HelenecoobpasHo, Tak Kak 3To
NPVMBOANT K DOMbLUMM SHEPreTU4EeCkUM 3aTtpaTam 6e3 CyLeCTBEHHOro ynyylleHus kayecTea
NPOAYKTOB.

Mpumepsbl 7-10 npoBedeHbl B YCNOBUAX, aHANOMYHbIX NPUMeEpY 2, HO C UCMONb30BaHUEM
pasnuyHbIX NUFHOYINEBOAHLIX MaTepuarnos (ApeBecrHa pasnnyHbiX Nopod, HegpeBecHoe
pacTuTenbHoe chipbe, Tabn.2). ATo NO3BONSET paclLUMPUTL ChipbEBYIO Oasy.

Mpumepbl 11-15 npoBeeHbl B YCAOBUSX, aHANOMMYHbIX MpUMeEpPY 2, HO MpU pasnnyHbIX
KonmMyecTBax auunupyoLwmx peareHTos (Tabn.3). B pesynbTate yMeHbLUEHUS KONnyecTea
auyunupyoLwmx peareHToB MmeHee 0.5 Monb nony4varTcs NPoayKThl, ManopacTBOpUMbIE B
xnopodopmMe. YBenmyeHne nx KonmyecTsa CBbille 3 MOfb NPUBOAUT K HEOOXOANMOCTHU
pereHepaLmu aunnupyoLen cMecu 1 yaopoxaHuio npotecca.

Mpumep 16. B BuGpomenbHULY (YacToTa - 2800 cm™!) ¢ 15 cTanbHbIMKU cTepxHaMK (10*100
MM) 3arpyatoT HaBeCKy BO3OYLUHO-CYXUX OMUITOK ApeBeCUHbl OCUHbI Maccor 2.0 1 n gobasnsioT
YKCYCHbIA aHrmapua 1 MacrisiHyto kucnoty (13 pacyeta 1 monb/monb OH rpynn cbipbs).
Temnepatypa B peakuMoHHON kamepe - 25°C (TepmocTarT). B peaktop MenbHULLI 3arpyxatoT 5%
cynbdarta aMMOHUS OT MaCChl CbIPbSl Y PEAKLMOHHYI0 CMECb NMOABEPraloT UHTEHCUBHOMY
MeXaHWYeCKOMY U3MmernbyeHuio B TedeHune 1 4. 3aTem nonyyvyeHHbIn NPOAYKT BbIrpy>KatoT U3
MernbHULbI 1 OTAENAIOT OT pa3ManbIBaloLMX Ten, MPOMbIBaOT BOAOW OT KUCMNOT U KaTanusaTopa
W cywart Ao NOCTOsIHHOW Macchl. PacTBopvMocCTb B xropodopme - 34%, cogepkaHue cBA3aHHbIX
KMCIOT: YKcycHoM - 11.2%, macnsaHou - 5.3%.

Mpumepbl 17-19 NpoBeaeHbl B YCNOBUAX, aHaNOrMyHbIX npumepy 16, HO Npu pasnn4yHOM
KonuyecTBe Katanuaartopa - cynbgaTta aMmmoHus (Tabn.4). Mcnonb3oBaHne cynbdaTa aMMOHUS B
KonmyecTBe MeHee 5%-nony4atoTcs NPOoAYKTbl, HE pacTBOpUMMble B xnopodopme. NpumeHeHne
cynbdata ammMoHus B konndecTtee cBbiwe 30% CywecTBEHHO He yry4dllaeT CBOMCTBA NPOAYKTOB
W NPUBOANT K YOOPOXaHUIO npoLecca.

Mpumep 20 npoBeaeH AN cpaBHEHUS C UCMOMb30BaHWEM B KaYecTBe KaTanuaatopa
nepxnopaTta marHus. lNpumeHeHne Gonee gelwweBoro cynbdarta ammoHus B konmdecTBax 5+30%
OT MaccChl Cblpbs MO3BOMSIET NOMyYaTh NPOAYKTbI CO CPABHUMbIMU CBOWCTBaAMM.

Mpumepbl 21-23 NpoBeaeHbl B YCNOBUSAX, aHanorMyHbIX NpuMepy 2, HO C UCNONb3OBaHNEM B
auunNUpYyoLLENn CMecu pas3nuyHbIX KapboHOBbLIX KMCMOT (Tabn.5). MNpumeHeHue
MexXaHOXMMUuYeckor obpaboTkn NO3BONSIET COKPATUTb pacxoabl peareHToB B 3+10 pas,
NPOAOIPKMTENBHOCTL npouecca oT 4+6 0o 0.5+:3 4, ymMeHbLINTbL TemnepaTypy npolecca ot
1004130 go 25°C 3a cyeT MEXaHOXMMWYECKOW akTUBaL MM U B LeroM yaeLleBuTb
TEXHOMNOrnyeckuin npoLiecc.

Tabnuua 1
CsolicTBa aLeTaT-6yTMpaToB ApeBeCUHbI OCKHbI (MOMbHOE COOTHOLLIEHMe peareHToB 1:1:1, Temnepatypa - 25°C)
Mpumep | MpPoAOMKMTENBHOCTL M3MenbYeHns, 4 | PactBopuMocTb B xropodopme, % |CoaepkaHue cBa3aHHbIX KUCNoT, %
YKCYCHOMN MacnsiHowu
1 0.5 43 124 6.5
2 1.0 66 18.3 7.8
3 1.5 69 235 8.9
4 2.0 75 27.8 10.6
5 25 79 322 1.7
6 3.0 82 329 121
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Tabnuua 2
CaoiicTBa aueTaT-6yTpaToB pasnunyHbIX NUrHOYrNeBOAHbIX MaTepnanos (MOMbHOE COOTHOLLEHWE peareHToB 1:1:1, NpoaomKNTENbHOCTL - 1 4 npn 25°C)
Mpumep JlurHoyrneBoaHbIv MaTepuan PacTBopumocTb B xnopodopme, % CopeprxaHue CBA3aHHbIX KUCTOT, %
YKCyCHOW MacnsHon
2 [peBecuHa ocuHbI 66 18.3 7.8
7 [peBecuHa 6epe3bl 54 16.1 5.6
8 [peBecunHa cocHbl 65 17.7 6.3
9 MoaconHeyHas nyara 72 19.5 8.7
10 Koctpa nbHa 74 19.9 8.9
Tabnvua 3
CaoiicTBa aueTaT-6yTpaToB ApeBECHHbI OCUHbI (MPOAOCIKNTENBHOCTL - 1 4 Npu 25°C)
Mpumep | KonuyecTBo aumnupyoLwmx peareHToB, Monb/Monb OH rpynn|PacTtBopumocTb B xnopodopme, | CoaepxaHue CBA3aHHbIX KUCMOT,
[ pEeBECHHbI % %
YKCYCHOMN MacnsHowm
2 1:1:1 66 18.3 7.8
11 0.5:0.5:1 39 10.5 4.1
12 1.5:1.5:1 72 19.8 8.7
13 2:2:1 76 216 9.9
14 2.5:2.5:1 79 23.2 10.7
15 3:3:1 84 241 11.8
Tabnuua 4
CaoiicTBa aueTtaT-6yTpaToB ApeBeCcHHbl OCUHbI (MONbHOE COOTHOLLEHNEe peareHToB 1:1:1, NpoAomMKUTENbHOCTD - 1 4 npun 25°C)
Mpumep Macca kaTtanmaatopa, % OT Macchbl Cbipbsi PacTBopuMOCTb B xropodopme, % | CoaepxxaHne cBA3aHHbIX KUCMOT, %
YKCyCHOW MacnsHown
2 20 66 18.3 7.8
16 5 34 1.2 53
17 10 48 13.6 5.9
18 15 55 154 6.5
19 30 69 18.9 8.5
20" 20 60 17.2 7.2
* - KaTanusaTop - nepxnopaT MarHus.
Tabnuuya 5
CBoiicTBa CMEeLLaHHbIX CIOXHbIX 3¢PUPOB APeBECUHbI OCHbI (MOMbHOE COOTHOLLEHWE peareHToB 1:1:1, npogomkutensHoCTb - 1 4 npu 25°C)
Mpumep Kap6oHoBas kucnota CopepxaHue CBA3aHHbIX KUCNOT, % PacTtBoprMOCTb B xropodopme, %
YKCYCHOW apyron
2 MacnsHas 18.3 7.8 66
21 MponuoHoBas 17.8 8.2 61
22 BanepuvaHoBasi 19.5 71 73
23 KanpoHoBasi 215 6.3 75

dopmyna n3obpeTeHus

Cnocob nonyyeHus cMeLlaHHbIX CIOXHbIX 3hUPOB NUTHOYrNEeBOAHbIX MaTepunanos,
BKIoYatoLmii 06paboTky MCXOAHOMo MaTtepuana aumnmpytowen CMecbto YKCYCHOro aHrmapuaa u
anudartumdeckon kapboHoBol knucnoTbl C3-Cg B MPUCYTCTBUM KaTanuaartopa, OTNIMYaloLWLnNiAca TeM,
4yTO 06pPabOoTKy NMMrHOYINEBOOHBIX MAaTEPUAnoB OCYLLECTBASIOT auunmMpyoLen CMeCchbio 13
pacyeta 0,5-3,0 Monb KaXaoro peareHta Ha 1 MOMb MMAPOKCUIBHBLIX FPYNN Matepuana npu
WHTEHCUBHOM MeXaHun4eckom mamernbueHmnn npu 25°C ot 0,5 oo 3 4, a B kayecTse
KaTtanusatopa UCMonb3yloT cyrnbdaTt aMmmoHnd B konmyectse 5-30% OT macchbl MUrHOYrNeBOAHOro

maTepuana.
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