lMucbma B XKT®, 2022, Tom 48, Bbirl. 6

26 mapra

06.5

I/Iccnep,osal-wle BNNAHNA MOHI/ICbI/ILI‘I/IpOBaHHOTO MOHTMOPWUIOHUTA,
ncnosib3yemMoro B Kavecree HanoJiHuTend, Ha CBOMNCTBA KOMMO3UTHbIX

rpaHyn n3 noJsinkanpoJsiaktoHa

© H.J1. Eptuneukas’, A.A. CyxaHosa'?, A.H. bosHauH -2, TA. WanvbiruHa', O.A. Koabipb ', A.[l. Bacunbes>*

! Cubupckuit rocyaapCTBEHHbI YHUBEPCUTET HayKi 1 TexHonoruii um. akag. M.®. PelueTHesa, KpacHoapck, Poccus
2 KpacHoApCKMiA rocyapcTBeHHbIN arpapHbiil yHuBepcuTeT, KpacHoapck, Poccus

> NHeTuTyT domankmn um. J1.B. Kuperckoro ®HL, KHL, CO PAH, KpacHosapck, Poccus

4 Cubupckuii chegepanbHbili yHuBepcuteT, KpacHospck, Poccus

E-mail: shumilova.ann@mail.ru

lMoctynuno B Pegakuuio 15 oktabps 2021 .
B okonyuarenbHol pegakumum 24 gekabps 2021 .
lMpuHsaTO K NYy6bnukauun 24 nekabps 2021 r.

IIpencraBiieHbl pe3ysbTaThl UCCIICAOBAHUSA BJIMSHUA HANoOJHUTENA ,,MoHamMer-101“ M TexHosOrUM HOJTyYeHHs
KOMIIO3UTHBIX I'PaHYJI TOJIMKAIPOIaKTOHA Ha MX cBoiicTBa. C MOMOIIBI0 MeTo0B A depeHINATIBHON CKaHUPYIOMIEit
KaJIOPIMETPHU W PEHTTCHOCTPYKTYPHOTO aHAIM3a JIOKAa3aHO, YTO BKJIIOUCHUE IJIMHBI NPHUBOIUT K BO3PACTAHHIO
KPUCTUTMYHOCTA KOMIIO3UTOB ¢ 52 10 67% 1 HEe3HAYNTEJIBHO CHIDKAaeT TeMIeparypy IuiaBienus (Ha 2°C).
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Ionukanponakron (ITKJI) — 6uopasiaraeMslii HOJIH-
aup, CHHTE3UpyeMEIl W3 £-KallpoJaKToHA, — OJrarogaps
CBOMM (PU3MYECKUM CBOMCTBAM M KOMMEpYECKOI JOCTYI-
HOCTH SIBJIIETCS BeCbMa MOAXOASAIIMM MOJMMEPOM A
YIaKOBOYHOH HPOMBIIUICHHOCTH, CEJIbCKOTO XO3fHCTBA U
Apyrux npuioxenuit [1]. s yaydImeHus SKCIUTyaTalHoH-
HBIX XapaKTEPUCTHK M YMCHBIICHUS CPOKOB OHONECTPYKIIHN
INKJI wacto wmccieayloT B KOMIIOSHIMH C ITOJMMEPAMIU:
H0JIU-3-THAPOKCHOY THPaTOM [2], mosmMIakTHaoM [3], Kpaxma-
JioM [4] 1 HeOpraHWYECKUMH HAMOJHUTESAMH [5,6]. OmHIM
U3 Haubojiee 4acTO MPHMEHSIEMBbIX BUJOB HAINOJHUTETICH
aiisa IIKJI sBisercss MOHTMOPHIIIOHUT. BrimtoueHne MUKpo-
WIM HAHOYACTHUII TJIMHBl HEOJHO3HAYHO BJIUSET HA CTEIICHb
KPUCTAJUTMYHOCTH, pa3Mep, GopMy 1 MOP(OIOTHIO KpUCTAIT-
JIOB W/MJN KUHETUKY KPUCTAJUIM3ALIHA YICTOH MOJIMEpPHON
matpuusl. Tak, B pabote [7] mokasaHo, 4To mpu moOaBiie-
Hun (2.5%) B mosmumepHyto Matpuiy ITKJI pasiudHbix TH-
noB rmHbl (HeMonuduimposanHoro MMT u Cloisite 30B)
HPOMCXOAUT YMECHBIICHHE KPHCTAIMYHOCTH KOMIIO3UTOB
¢ 52 no 41% B ciaydae MMT u Bospactanue o 53%
npu nobasneHun Cloisite 30B. B pabore [8] kpucrammy-
HocTh Komro3uToB ITKJI, TMOJydYeHHBIX TOpSYMM IIpecco-
BaHmeM, 3aBucesna or mobasisiemor rymusl (Cloisite 30B,
Nanofil 804, Pangel S9) u Bospacrama ¢ 47 mo 53%.
B paGore [9] mpu mo6asnennn rimesl Cloisite Nat (CNa)
u Cloisite 10A (C10A) B mienku ITKJI xpucTaumm4HOCTD
o0OpasioB Bospactana ¢ 52 mo 55%. B [10] B xommosurax
ITKJI-Cloisite 30B, IIKJI-MCM-41, nosiy4eHHBIX 3KCTpPY-
3ueil, KPUCTATINYHOCTh MEHSUIACh HEe3HAYNTENIbHO (0T 45.7
1o 46.8%). Ilpu BBeleHNM TJIMHBI B TOJMMEPHYIO MATPHILY
HOTEHIMAIBLHO MOTYT OBITH IIOTydYeHHl MAaTEPUAJIBl C TPEMs
Pas3IMYIHBIMA THIIAMU CTPYKTYp: KOMIIO3HTHI C pPasfesicH-
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HBIMH (pa3aMH, UHTEPKAIMPOBAHHBIC U SKCHOIMIPOBAHHbIC
KOMITO3HTHL.

Lesp HacTosimiell pabOTHl — HWCCIICNOBATh BIIMSHUE Ha-
MOJIHUTEJII Ha CBOMCTBA KOMIIO3UTHBIX T'paHyJ Ha OCHO-
Be MOJIMKAIIPOJIAKTOHA B 3aBUCUMOCTH OT HCIIOJIb3YeMOi
TEXHOJIOTUM IIOJIy4YeHHUsl rpaHy/l. B kadecTBe HamomHuTess
IUTA TTOSTIMMeEpHO# MaTpuipl Ha ocHoBe [TKJI ncnone3oBascs
»MonameTt-101“ MOHTMOPWJIJIOHAT BBICOKOH CTENeHU
OYHCTKHU, OPraHOMONU(UIIMPOBAHHBIA XJIOPUIOM AJIKUIIIU-
Mmetmwiammonns (3A0 L,METAKJIDI, bpsiaCKas obmacTs,
Poccust). B oTimune oT omyOIMKOBaHHBIX TAHHBIX, B HACTO-
Ameil paboTe MOMUMO BJIMSHUSA BKJIIOYECHHS HAIlOJHUTEJIS
Ha XapaKTepUCTHKHA KOMIIO3UTHBIX TpaHys, a MMEHHO Ha
TeMIIepaTypy IUIaBJICHUS U KPUCTAJUINYHOCTD, OLICHUBAJIOCH
TaKXe BJIMSIHAE MeTofa WX mojydeHus. st storo Opum
WCIIOJIb30BaHbI JIBE TPHHIMIINAJIBHO Pas3HBIC TEXHOJIOTHM:
TIOJTyY€HHE TPaHYJI U3 PACTBOPA M IKCTPYy3HEH M3 paciiasa.

B pabore wncrnomp3oBasics OmopaspymIaeMblii MOJIHMED
MKJT npoussoxncrBa Sigma Aldrich (CIHIA) co cpenme-
BECOBOU MouiekynapHoit Mmaccoir M, = 80kDa, crenensio
kpucraumaHoctn Cy = 52%, Temmeparypoil IUIaBJICHHS
Tm = 57°C. B xauecTBe pacTBOpUTEIS NPUMEHSIICH XJIO-
podopm (x4) (Dkoc-1, Poccust). I'panyimsr m3 pactBopa
MOJTyYalid M3 CMeceil MOJIMKANPOJIAKTOHA M HAIlOJHHUTEJIS
»2MorameT-101“, npensapurensHo pactBopus [IKJI B xJ10-
podopme (3% pactBop). 3areM B MOJIy9eHHBIl PacTBOP
BHOCWIH ,,MoHameT-101“ B ciiemyomux KOHUEHTpAIUAX:
5, 10, 25 u 50% ot Maccel mnonumepa. IlosmydeHHyio
CMeCh pa3MeIMBaJIM Ha MAarHUTHOI MellajJke B TEYCHHUE
24h npm 3000 rpm. [amee cMech HaOWpann B LINPHIl U
BBIIABIIMBAIIA JIJ1s1 (JOPMUPOBAHUS (PHIIAMEHTA U OCTaBJISIIH
CYIIUTHCS B BHITSDKHOM mIKady. 3aTeM (IIaMeHT paspesain
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Ha rpanyas. Ipamymsr w3 IIKJI u ,,Monamer-101“ wus
paciuiaBa IOJIyYajd C IIOMOINBIO 3KCTpyhepa Brabender
GmbH (Tepmanusi) mpu temmneparype mwiasnenns 90°C.
IIpenBapuresibHO HOMUMEP € IJIMHOI CMEIIMBAjIM Ha H3-
mepuresbHoM Mukcepe Brabender 50 EHT (Tepmanusi) B
TeX JK€ COOTHOIICHHSX, YTO M IJIS PACTBOPHBIX TEXHOJIOTHIA.
[Ipn aHanm3e I MOJYYeHHBIX OOPAasIOB MCIOJIb30BATUCH
caenyiomue obo3naueHust: P_ITKII/M 5%, P_ITKII/M 10%,
P_TIKJI/M 25%, P_IIKJI/M 50% — mst oOpasros, mmo-
JyueHHbIX U3 pactBopa; D_IIKII/M 5%, O_TIKI/M 10%,
O_IIKII/M 25%, O_IIKII/M 50% — nnid sKkCTpyaupoBaH-
HbIX 00pasuoB. Kajopumerpudeckue H3MEpeHUs] B PEXKU-
Me TeMIIepaTypHOH MOMYJIALMU TEIUIOBOIO MOTOKa o0pas-
IIOB OBUTM BBIIOJHEHBl C IMOMOINBIO JUMPEPEHINATIEHOTO
ckanupymomero kKajgopumerpa DSC25 mpomssomcrBa TA
Instruments (CIIIA) B craHmapTHBIX aTIOMAHHEBBIX THIJISIX
B arMoc(epe uncrtoro Ny mpu ckopoct notoka 70 ml/min.
Harpes 00pasioB mpoBoansics B TeMIlepaTypHOM J1alia30He
or —10 go 150°C co ckopoctsio 10°C/min. Mopynauus
TEIUIOBOI'O IIOTOKA OblIa OCYIIECTBJICHA IO CHHYCOUIE C
nepuonoM 60 s u amrumtynoit +1°C. Jlnis ynayieHus Terwio-
BOI IpefipicTOpur 0bpasma ocyniecTsisics: Harpes ot 20°C
no 150°C co ckopocteio 20°C/min. Vi3MeHeHe SHTAIbINH
AHp, OBUTO paccuWTaHO MO IUIOMIANW IHKAa IUJIABJICHUS
C IIOMOUIBIO CIEIHAIBHOTO IPOrPaMMHOTO OOeCIIeUeHNs]
,» I RIOS®.

Jna mosydeHHuss PEeHTTEHOIPaMM KOMIIO3UTHBIX T'PaHyJI
ITKJI-Monamet-101 rpanynsl mpeccoBaluch B IUIACTUHBI,
KOTOpbIe 3aKpeIUIsUINCh B KioBeTe. Perucrpanms peHTre-
HOTPaMM BBIIOJIHAJIACh B JIAOOPATOPUU KPUCTALTIOPU3UKH
Ha o0OopynoBaHun LleHTpa KOJUIGKTHBHOIO MOJIb30BaHUS
OUI[ KHII CO PAH Ha mopomKOBOM pEHTICHOBCKOM
mudpakromerpe D8 ADVANCE (Bruker AXS, ®PI') B
obsactu yrioB 20 = 4—-60°. J{nuHa BOJIHBI H3JTy4YCHUS
otBevana craHaaptHoit CuK,-nuauun. IlonyueHHas uHbpOp-
Maius Oblla oOpaboTaHa C MOMOINBIO IAKeTa IPOrpaMm
Eva 5.2.0.3, npunaraembix kK MaroOecreueHHIo Iu(pakTo-
Merpa. Ha ocHOBaHME peHTTreHOrpaMM HCCIICIYeMBIX 00pas-
OB OIpEesIsIach X KPUCTAUTMYHOCTD IO IPOrPaMMHON
¢dopmyne, nmeromeit Bug Cy = 1 —5,/S,, rae S; — mio-
IIajib, OTPAHMYEHHAsT KPUBOU aMopdHOro ¢ona (aMophHOro
rano), S, — BCs IUIOMIA[b MO KPHBOH PEHTTEHOrpaMm-
Mbl. [lyomany BEIYUCIISUIICH MHTETPUPOBAHUEM C BHIYETOM
BKJIafla MHCTPyMeHTajbHOro ¢ona. C y4eToM TOro, 4To
BeJIMUMHA S BKJIIOYaeT B ce0s B TOM 4HCIIe M IUIOLIA/b
1O TIMKaMd MOHTMOPWUIOHHTA, ONpenesseMasi BeJIMINHA
Cx mpencraniser coboif 00yl KpHUCTAaJUIMIHOCTh KOMIIO-
3UIMOHHOIO 00pasla, SBJISIONIYIOCS CYIEPIIO3UIMeH KpH-
CTaJUTMYeCcKOM (asbl TOJIMMEPHON MATPHUIBI © MOHTMOPHJI-
JIOHHTA.

[TonukanponakToH HpeacTasiseT coOoil TepMOILIacTHY-
Helii moymumep, Ha 50.3—48% cocrosimuit U3 amop¢HOI
u Ha 49.7—52% wu3 xpucrasmmyeckoil ¢as3sl. BosgeiicTBue
TEeMIIepaTyp, MEXaHWYeCKMX HAarpy3oK M BKJIIOYCHHE Ha-
TIOJTHUTEJICH CIOCOOCTBYIOT M3MCHEHUIO KPUCTaUTMYHOCTH
DaHHOTO TOJIMMEPa, YTO CBSI3aHO C MOSIBJICHHEM [OIOJI-
HHUTEJIbHBIX [CHTPOB KPHCTAJUIN3ALUH, YTOJIIEHUEM Jia-
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Caoiictsa rpanyi Ha ocHoBe [1KJI u ,,Monamer-101“, mory4eHHBIX
pasHBIMH MeTofamu (JaHHBIC BTOPOTO HAarpeBa)

O6pasert Tm, °C AHp, Vg Cx, %
TIKJI 57 64.4 52
['panysibl, IIOJIyYEHHBIE U3 PACTBOpA
P_IIKJI/M 5% 56.8 382 58
P_IIKJI/M 10% 56.3 46.3 48
P_IIKJI/M 25% 55.8 253 53
P_IIKJI/M 50% 55.1 357 67
I'paHyJibl, TIOJIyYEHHBIE U3 PACILIABA
D_TIKII/M 5% 56.8 64.6 54
9 _IIKJI/M 10% 56.7 62.7 56
D_TIKII/M 25% 56.6 533 56
D_TIKII/M 50% 54.6 36.4 61

*AHpm — msmenerue suransmm AH = AU + A(pV).

MeJiell WM ONpelesIeHHbIM PAacIOJIOKeHHEeM HaIlOJHUTEIIS
B mommmepe. Ha mpomecc KpucTammmsanuy IOJMMEPOB
B IPUCYTCTBHUH HAINOJHUTEICH BJIMSIOT B OCHOBHOM JIBa
(aKkTOpa: MOBEPXHOCTHOE B3aMMOJICHCTBUE HATOJHUTEISA C
IIOJIUMEPOM, BbI3bIBAIOIEEe Ha IOBEPXHOCTHU pasfesa a3 Ha-
NpsDKEHHBIE YYACTKH, U IPUCYTCTBHUE HAIIOJHUTENSA B Cpefe
[OJIUMepa, BIMAIONIEe Ha BA3KOCTb CUCTEMBI, YTO JOJDKHO
MIPEISATCTBOBAaTh NPOTEKaHWIO KpHCTaUm3anud. B HacTo-
Ameil paboTe MPaKTHYECCKH BO BCEX TPaHYJIaX OTMEYCHO
MOBBIIICHHE KPUCTAUTMYHOCTH O CPaBHEHHIO C YHCTHIM
IKJT (cMm. Tabuimily), 9TO HE COBCEM THITMYHO JUIS TAKUX
cucteM. JlaHHOE SIBJICHUE CBSI3aHO C TeM, YTO HOCTaTOYHO
KPHUCTAJUIMYHBII MOHTMOPHUJUIOHUT, IPUCYTCTBYIOIIHI B II0-
JIMMEPHOII MaTpHIle, BBICTYIIAeT B HEil B Ka4eCTBE 3apOJIbl-
meoOpa3oBarens. B mpoTtuBHOM ciydae 9acTh mosmmepa,
nepemenmas B IPaHAYHBIA CJI0i BOJIM3M MOBEPXHOCTH, HE
cMoryia Obl y4acTBOBAaTh B KPUCTAJ/UIM3ALMU, U CTEIEHb
KPHUCTAJUIMYHOCTH I0JIMMepa MoHuswiIack Obl. B rpanysax,
MOJTyYeHHBIX W3 pacIulaBa, KPUCTAJUIMYHOCTb YBEINYHMBa-
Jlach C YBEJIMYCHHEM CONEPXKaHUA IJIMHBI B IMOJMMEPHOU
MaTpHIle W NP MaKCUMAaJbHOM BKJIIOYCHUH HAIIOJHHUTEJIS
»2Moramet-101“ mocturma 61%. B rpanynax, mosydeHHBIX
U3 pacTBOpa, KOPPEJSIMH MEXKIy 3HAYCHHSMH KpHCTaJI-
JIMYHOCTH U COIepKaHWeM IVIMHBI He Halsopasiock. [ere-
poreHHblit 3¢ peKT HanoiaHuTens ,,MonameT-101“ cBa3aH ¢
CaMOil TEXHOJIOTHEH MOTydeHHsl KOMIIO3UTOB, & UMEHHO CO
CKOPOCTBIO HCIAPCHUsI PACTBOPUTEIISI M H30TEPMUYCCKON
Kpucraumsamueil. B obpasne rpanyn ¢ 10% nanonHeHn-
€M MOHTMOPHJUIOHHTOM KPHCTaJUIMYHOCTh YMEHBIINIIACH
cocraBwiia 48%, 4TO, BEpOATHO, CBSI3aHO C pa3phIXJICHHEM
HaZMOJICKY/IAPHOH CTPYKTYPhl X BO3HUKHOBEHHEM [e(eKT-
HBIX oOJsiacTell, NPUBOAIIMX K 3aTPyNHEHHIO IIpolecca
kpucrasumsarmi [TKJI n cHmKeHMo cTeneHn KpucTayuInd-
HOCTHL.

CorylacHO KpuBBIM UG GhEPEeHINATBHON CKaHUPYIOMIen
KaJIOpUMETpPHUH, NIPU NEepBOHAYAILHOM HarpeBe KOMIIO3HT-
HBIX TpaHyJl, HOJyYeHHBIX C IIOMOMIBIO PACTBOPHBIX TEXHO-
JIOTHH, OTMEYEHO TIOBBIIICHHE TemrepaTypsl ¢ 59 mo 62°C,
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Hansble mudepeHmaibHON CKaHUpYolIeil KajopuMmerpun rpanyit Ha ocHoBe [IKJI m Hanmommurens ,,Monamet-101“, mosydeHHBIX pas-
HBIMH METOJaMI: U3 pactBopa (/) u u3 paciuiaBa (2). @ — TepBblil HarpeB, b — BTOPOW HAarpes.

YTO He ObLJIO XapaKTEepPHO I I'paHysl, MOJIyYeHHBIX Me-
TOIOM OJKCTPY3HH, I7le MOXKHO HAOJIOfaTh IOCTEleHHOE
YMeHBLICHUE TeMIiepaTypsl IwiasieHusi (Tm) mo 57.7°C
(cM. pHCYHOK, a). Takoe MOBBIIICHHE TEMIIEPATYpPHI CBS3aHO
C UCIIApeHUEM BJIard U JICTYYUX COCIUHEHUI.

[To pesysbTaTaM BTOPOro HarpeBa MOKHO CIeJIaTh BBIBOJ,
YTO BKJIIOYCHUE HAIIOJIHUTENS OKa3blBalO HECYICCTBCH-
HOE BIIMSHME Ha Ty rpanya (cM. Tabmiy). C yBenmu-
4YeHHeM cofep:kaHus HanomHuTens mo 50% Ty rpaHyn
nonmwiach Ha 2°C. B rpanHynax, NHOJydeHHBIX M3 pac-
TBOpa, HaO/IOAJIOCh JIMHEHHOE HM3MEHEHHE TeMIIepaTyphl
WiaBieHnss (CM. pPHUCYHOK,b). Hamomuurenp ,MoHamer-
101 B KOMITO3UTHBIX I'paHyJiaX BBI3BIBAET MPOCTPAHCTBEH-
HBle OrpaHumueHusi i pocra KpuctaywioB IIKJI, Biuas
Ha IOSIBJICHHE [OBOJIbHO HEOONIbIIMX U Je(EeKTHBIX KpU-
cTajuloB. YacTh LEHTPOB KPHUCTAJUIM3ALUM HAXOOUTCH HA
IIOBEPXHOCTU BTOPOrO KOMIIOHEHTa. DTO SIBJICHUE TaK Ha-
3bIBAGMOI SIUTAKCUAJIBHON KpHcTajum3anud. Ilpm Taxkom
MeXaHM3Me KPHUCTA/UIM3aLUK Ha IOMJIOKKE (POPMUPYIOTCSH
MeJikie fAe(eKTHble KpUCTasUibl [Ipu HOCTIXKEHHH Kpu-
TUYECKOH TOJIIIMHB NPOUCXOOUT 0Opa3oBaHHE OOBIYHBIX
IJI1 JaHHOTO BeIecTBa KPHUCTA/LUIOB. JIJI1 MeJKHMX KpH-
CTaJUIOB XapaKTepHbl Oosiee HU3KUE TeMIIepaTyphl IUIaB-
JIeHUs, YeM [JIsl KPYIHBIX, YTO MOXET OOBSCHUTbH IOHH-
’KEHHEe TeMIepaTypbl Ha (POHE poCTa KPUCTAUIMYHOCTH.
OHTaJIbINA IUIABJICHUS IOMYYEHHBIX KOMIIO3UTHBIX TPaHyJI
ymeHbmiasiacb B 1.25—2.5 pa3a mo cpaBHEHHMIO C TakKo-
Boii B ciydae 4yuctoro IIKJI, dro dBifercss ciencrsu-
eM Oojiee TUIOTHOH YIAaKOBKA MaKPOMOJICKYJI, JJISi KOTO-
PBIX SHEPrHst MEXMOJICKY/IIPHOTO B3aUMOICHCTBHUS OOJIbIIE,
4eM [0 KpHcTaum3anud. TakuMm o0pa3oMm, MOXKHO Ccre-
JIaTh BBHIBOJI, YTO HaIOJHHUTENb ,,MoHameT-101“ obiamaeT
HYKJICUPYIOLIUM [CHCTBUEM H CIIOCOOCTBYET IOBBIIICHHIO
KPUCTAUIMYHOCTH KoMmIo3uToB. O0a MeToma BIIMSIIOT Ha
XapaKTEePUCTUKA TPaHYyJI, ONHAKO IIOBEICHUE TpaHy/l INPH
100aBJIecHN MOHTMOPIUIJIOHUTA B PacIulaB MpPH 3KCTPY3UH

OoJtee MpeacKasyemMo, 4€M Ipu UCII0JIb30BaHUU paCTBOpHOfI
TCXHOJIOT'HU.

®duHaHcupoBaHue paboThbl

PaGora BhImoHEHa mpu mHomuep:xke rpanra [lpesunen-
Ta UIA MOJOABIX Y4ueHbIX PP , Oxosmoruynsie mnpenapa-
TBl C TPOJIOHTMPOBAHHBIM BBIXOZOM OHOJIOTMYECKH AKTHB-
HBIX BELIECTB 711 OOpwrOBl ¢ KapTodeabHON HemaTomoi™
MK:-4374.2021.5 Ne 075-15-2021-059 ot 16.04.2021 r.
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