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BJAUAHUE TEXHOJOI'NM KOMITAYHANPOBAHUA B PACIIJIABE
HAHOKOMIIO3UTOB ITA6/OPTAHOI'JIMHA HA UX CTPYKTYPY,
MEXAHUYECKHUE U PEOJIOTMYECKHUE CBOVCTBA

C. I1. BOIJTAHOBMY*, 10. C. KY3HELIOBA, B. H. YCOBA, C. C. IIECEL[KHIA

MHcTUTYT MEXaHUKH METaJUIONOINMepHBIX ciucTeM uM. B. A. benoro HAH Benapycu, oTaen TeXHOIOTHH MOJIMMEPHBIX KOMITO3UTOB,
yi. Kuposa 32a, 246050, r. 'omens, benapych

Llenv pabomer — cpasHeHue cmpykmypsi U ceoticme HaHokomnosumos I[146/opeanoenuna, nonyuenuoix
MemoO0OM PeakyuoHHOU IKCMPY3uU 8 pacniase npu UCHOIb30BAHUU 0OHO- U O8YXCMYNEHYAMbIX NPOYECcos
KOMRAYHOUPOBAHUAL.

Ipsimoe unmepranuposanue uiu dKCHOIUUPOBAHUE OP2AHOSIUHBL 8 PACHAABAX MEPMONIACMO8 65~
emcsi NepCneKmuGHbIM MemoO0OM NOJYYEHUsE HAHOKOMNO3UMOG OJisl NPOMbIUIEHHbIX npumenenul. B pabome
UCCNIe008AHO GIUsAHUE cOCMasa U Konyenmpayuu opeanoeiun (mapok Cloisite 30B, Monamem 101 u Mona-
mem 104) na ocnoge Na*-monmmopunnonuma, sapvupyemoti 6 npedenax om 0,5 do 6,0 mac.%, 6600umvix 6
pacnias IIA6 npu KoMnayHOupoganuu 6 O08YXUHEKOBOM dKCmpyoepe ¢ OOHOHANPABIEHHbIM 6PAeHUEM
wHexos, ouamempom 35 mm u L/D = 40. Bce cocmaswi codepocanu 0,4 mac.% uzoyuanamnozo yonuHumers
yenu u 0,3 mac.% cmaburusamopa Irganox 1098. Ilpu komnaynouposanuy mamepuanos ucnoib308aiu 08da
Memooa cmewusanus: 0OHOCMmAaoutinoe (npu npamom ésedeHuu opearo2nunsl 8 [1A6) u osyxcmaouiinoe (npu
68€0€HUU OP2AHOTUHBL U3 NPe08aAPUMENbHO NOO20MOBIEHHO20 HA MOM Jice 000py008aHUU KOHYeHmpama
I146/opeanocenuna — 30,0 mac.%). Hccredoosanu mexanuyeckue c80tcmed HAHOKOMHO3UMOB8, Pe0I0cUdecKUe
XapaxkmepucmuKy ux pacniagos, a maxice cmpykmypy no oanuvim JJCK u PCA.

Yemanoeneno, umo npu osyxcmaoutinom memooe KOMRAYHOUPOBAHUSL HAOMIO0AEMCs YIyYueHue uH-
mepxranuposanus enun 8 ooveme I1A6 (opeanoenuna Cloisite 30B modcem 6bimsb ROIHOCMbIO IKCHOIUUPOBA-
Ha). IIpu smom npoucxooum maxaice 3amMemHoe CHUMNCeHUe meKy4ecmu pacniaséd, pocm CmeneHyu Kpucma-
auunocmu I[1A6 (no oannvim PCA) u nexomopoe nosviuienue noxazamenel MexaHuiecKux XapaKmepucmux
npU pacmadiceHuu, 8 YaCMHOCMU, NPOYHOCMU U MOOYas ynpyeocmu. Habnwooaemvie 3¢pghexmopr 06yciosnenul
yaAyduleHuem cmeneny OUCnepeupo8aHus Op2aHo2Iul NPu UCNONb308AHUU 08YXCMAOULIHOU MEXHOIO02UU KOM-
nayHoOupoBaHusl.

KiroueBble ciioBa: momuamuy 6, opranoriuHa, Cloisite 30B, Monamer 101, Monamet 104, koMIayHIHpOBaHUE B
pacriaBe, peaKIIMOHHAS SKCTPY3HSL.

INFLUENCE OF TECHNOLOGY OF MELT COMPOUNDING OF
PA6/ORGANOCLAY NANOCOMPOSITES ON THEIR STRUCTURE,
MECHANICAL AND RHEOLOGICAL PROPERTIES

S. P. BOGDANOVICH?*, U. S. KUZNETSOVA, V. N. USOVA, S. S. PESETSKII

V. A. Belyi Metal Polymer Research Institute of National Academy of Sciences of Belarus, Technology of polymer composite materials and
parts, Kirov St. 32a, 246050 Gomel, Belarus

The purpose of the study is to compare the structure and properties of nanocomposites of PA6/organoclay
type, obtained by the method of reactive extrusion in melt with one- and two-step compounding processes.

Direct intercalation or exfoliation of organoclays in thermoplastics melts is a promising approach for
the preparation of nanocomposites for commercial applications. The effect of the composition and concen-
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tration (varying from 0.5 to 6.0 wt.%) of organoclays (Cloisite 30B, Monamet 101 and Monamet 104) based
on Na*-montmorillonite, introduced into the melt of PA6 when compounded in a twin-screw extruder with
co-rotation screws (35 mm in diameter and L/D = 40) was studied. Each composition contained 0.4 wt.% of
the isocyanate chain extender and 0.3% by weight of the Irganox 1098 stabilizer. Two mixing methods were
used for the compounding of materials: one-step (direct addition of organoclay in PA6) and two-stage (addi-
tion of organoclay from PA6/organoclay — 30.0 wt.% concentrate which was previously prepared with the
same equipment). The mechanical properties of nanocomposites, the rheological characteristics of their
melts, as well as the structure according to the data of DSC and X-ray analysis were investigated.

It is established that in the two-stage compounding method, an improvement in the intercalation of
clays in the bulk of PA6 (Cloisite 30B organoclay can be completely exfoliated) is observed. In this case, a
noticeable decrease in melt flow, an increase in the degree of crystallinity of PA6 (according to X-ray dif-
fraction data), and a slight increase in the values of mechanical characteristics in tension, in particular,
strength and modulus of elasticity are also observed. The observed effects are due to an improvement in the
degree of dispersion of organoclays when using a two-step compounding technology.

Keywords: polyamide 6, organoclay, Cloisite 30B, Monamet 101, Monamet 104, melt compounding, reactive extrusion.

BBenenue

ITonumepHBIe MaTepHaibl, COAEpKalllde B CBOEM
COCTaBE HAHOYACTHUIIBI CIIOUCTHIX CHIJIMKATOB, KaK Mpa-
BWJIO, Pa3JeisioT Ha TPU OCHOBHBIX THIIA: OOBIYHBIC
KOMITO3HUTHI (MHKPOKOMIIO3HUTHI), B KOTOPBIX TJIMHA BbI-
moNHACT (PYHKIIMM MUKPOHATIOIHUTEIS; WHTEPKAIAPO-
BaHHBIC HAHOKOMITO3UTEHI, I/I¢ HEOOJBIIOE KOIMIECTBO
MaKpOMOJIIEKYJI MJIK UX (hparMeHTOB PacIoIOKEeHO B Ta-
JepesiX MEXIy CIIOSIMH HaHOYACTHUI[;, MOJHOCTBIO pac-
CIIOCHHBIC HAHOKOMITO3HUTHI, B KOTOPHIX HAHOHAIIOHU-
TeJdb  TOJHOCTBIO  OKCPOIMUPOBAaH B  0oObeMe
nojauMepHoil MaTpuis! [1]. JIBa mocnenHux THa Mare-
pHAaJIOB MPEICTABIAIOT HANOOIBIINI HHTEpEC AT TpaK-
THYECKOTO TIPUMEHEHHUsI, TOCKOJIBKY MPH 3TOM BO3MOX-
HO  o0ecrmedeHWe  3HAYUTENBHOTO  yBEIMYCHHS
MoKa3aTeled MEXaHWYEeCKHX CBOWCTB, Ae(opMaIroH-
HOW TEIJIOCTOWKOCTH M JPYTUX XapaKTePUCTUK Hae
TIPU HU3KUX KOHLEHTpAUUsIX TJUHEI [ 1, 2].

Hanbonee 4acto MCHOIB3yeMOM TIIMHOM SIBISETCS
mouT™MOpwutoHuT (MMT). Ilpn MakcumanbHOH TOJI-
IIUHE TJIUHUCTHIX HaHomiuacTuH ~1 HM MMT wumeer
OOJBIIYIO TIJIOIIA/(b TIOBEPXHOCTH, a €ro HanboJjee Bepo-
STHBIA pa3Mep B 1utockocTr coctapisier 100-200 um [3].
O6sraH0 MMT cymiecTByeT B BHIE CTOIIOK MOHOILIA-
CTHH C HEKOTOPBIM PacCTOSHHEM MEXITy HUMH (Tayepe-
eif). [anepen, Kak MpaBWIIO, 3aHATHI KaTHOHAMU (Halie
Bcero Na*), KOTOpble YpaBHOBEUINBAIOT OTPHLATEIBHBIN
3apsiz, 0OyCIOBIEHHBIN T€M, YTO B MOHOIUTACTHHAX OK-
CHJa aIIOMUHHS HECKOJIBKO atoMoB Al 3amenensr Mg.
Pasimmune B BanentHocTsAX Al m Mg cosmaer orpuia-
TENBHBIC 3apsbl, pacIpeaesieHHbIE B IIOCKOCTH, KOTO-
pBIe  YPaBHOBEUIMBAIOTCS IOJOKUTEIBHBIMH — TIPOTH-
BonoHamu (Na‘), pacrmonoxeHHbIMH B rajepesx. HoHbI
Na* B ranepee MOTyT ObITh OOMECHEHBI HA OPraHUYECKHE
KaTHOHBI, HAlpUMeEp, KaTHOHBI aMMOHMsI, CBSI3aHHBIE C
YIJIEBOIOPOIHBIMU paJiKajiaMH B CTPYKType aMMOHHM-
HBIX MOBEPXHOCTHO-akTUBHBIX BemecTs ([TAB), Bcnen-
CTBHUE 4Yero oOpasyeTcsi Tak Ha3bIBaeMasi OpraHoMoudu-
LIUpOBaHHAs IMIMHA WIN OpraHoriuHa [4, 5]. Buenpenue
CIIEIHATBHBIX MOBEPXHOCTHO-aKTUBHBIX BemiecTs ([TAB)
B MeKcioeBble npoctpanctBa MMT crmocoOcTByeT yBe-
TIYeHnIo o0beMa Tanepei, o0ierdaeT MPOHNKHOBEHUE B

HHUX MaKpOMOJICKYJ, a TaKKe 3a CUET BapbHUPOBAaHUS XU-
MHYECKOT0 CTpPOCHHs OOEecCleurBaeT YIIydIleHHE CpoJi-
CTBa KaK C MOJIIPHBIMH, TaK U HEMOJSPHBIMH MaKpOMO-
nekynamu. B Oomee panHHel smTeparype  ObLIO
HEOIHOKPATHO MOKA3aHOo, YTO CTENEHb PacCIauBaHUS ar-
peratoB HaHotactiH MMT B nosmmMepe omnpenensercs,
TJIaBHBEIM 00pa3oM, Ipupooit ucronszyemoro [TAB, Tu-
oM 0a30BOTO TMOJIMMEpa W TEXHOJIOTHEH KOMITAyHIUPO-
BaHus [5—7]. B Hacrosiee BpeMsi B TEXHOJOIMH IOJH-
MepHBIX HaHokomno3uTtoB (H-IIKM) meron kommayH-
JVPOBAHMUSA, OCHOBAaHHBIH Ha PEAKIMOHHOM CMEUICHHU
KOMIIOHEHTOB B TTOJIMMEPHOM DAcIlIaBe, SBISETCS OCHOB-
HBIM 1 HaXOJUT Bce Oosiee MaccoBoe MpuMeHeHue [§].
BaxHneiiue BbIBO/BI, CIEAYIOIINE U3 PE3YIHTATOB
BBINTOJIHEHHBIX MCCIEOBAaHUI: | — A1 MHTEpKaInpoBa-
HUSL ¥ TIOJIHOTO pacciauBaHUs OPTaHOTIHH Tpedyercs
HEKOTOpoe (MHOTJa JI0CTaTOYHO JOJIr0oe) BpeMs Mpedbl-
BaHMs HAaHOHAIOJHMTENS B paciuiaBe; 2 — Ype3MEPHO
BBICOKass MHTEHCUBHOCTH CIBUTOBBIX BO3/EHCTBHI Ha
pacruiaB MoXeT 00yCJIOBUTh HE YIIydIlIeHHE, a yXy/ALle-
HUEe 3KcHOMMUpoBaHus; 3 — Uil KOMIIAYHAWPOBAHUS H-
I[IKM npennoyTUTensbHO MPUMEHEHHE ABYXIIHEKOBBIX
3KCTPYAEPOB CO CIENHAIBHOW KOHCTPYKIMEH CMecH-
TEIBHBIX DJEMEHTOB; 4 — JKC(hOJIMUPOBaHHWE Opra-
HOTJIMHBI BO3MOKHO Ja’ke MPU HU3KOH CKOPOCTH CIIBH-
ra, HO TIpU MOBBINIEHHON TeMIepaType pacIiasa,
CHIDKAIOIIEH ero BS3KOCTh M CIIOCOOCTBYIOIIEH yiyd-
ureHn o quddy3un MakpoMoseKyn B ranepero [8—11].
CrietyeT OTMETHTb, 4TO JUIsl 3p(heKTHBHOTO MPSIMOTO
HMHTEpKATMPOBAHUS OPTaHOINIUH TPH HCIOJIb30BAHUU pe-
AKIIMOHHOM KCTPY3UH B pacIUlaBe 4acTo TpeOyeTcs Tiia-
TEJBHBI MONOOp CHENMAbHO MOJTOTOBJIEHHBIX Opra-
HOIJIMH JUIsI KOHKPETHOTO MOJIUMEpa, HCHOJIB3YyeMOTO B
KauecTBe CBSBYIOINETO, a TaKKe HAIMYME JKCTPYIEpa,
CHa0)KEHHOTO IIHEKaMH, KOHCTPYKIMS KOTOpBIX oOecre-
YMBAeT CO3JaHNE TPeOYEeMbIX HANpsDKEHWH CIBUTa B I10-
JIMMEPHOM PacIlIaBe M BBICOKYIO CTEHIEHb TOMOTCHU3AINN
H-IIKM. TlockoibKy BBIIONHEHHE STHX TPEOOBAHMA HE
BCETJja BO3MOXKHO, TO HCTIONB3YIOTCS CIEIHaIbHBIC TpHe-
MBI KOMIAyHAWPOBaHMS, HAIpaBJIeHHBIC, NPEXKIE BCETO,
Ha MoBbIleHHe Y(PHEeKTHBHOCTH HKC(HOITMUPOBAHUS CIIOU-
CTBIX HaHouyacTHIl. K MX 4mCily OTHOCHTCS, B YaCTHOCTH,
TEXHOJIOTHSI JABYXCTaJUIHOTO (IBYXCTYIIEHYAaTOro) Ipo-
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mecca KOMIAYHINPOBAaHWS, OCHOBaHHAs Ha TPUMEHEHUH
CYIEPKOHIIEHTPATOB (MacTepOardeii) HaHornuH. [Ipu ee
peanzanny BHavyasle (Ha MEepBOM CTaJlM) OCYIIECTBISIET-
sl IOATOTOBKA BBICOKOKOHLEHTPHUPOBAHHOTO HAHOKOMIIO-
3UTa HA OCHOBE MATPUYHOIO MOJMMEpa U OPTaHOIJIMHE,
KOTOPBI BIOCIE/ICTBUM pa30aBIIsieTCs] UCXOAHBIM TIOJIH-
MepoM Ha BTOPOIl cTaguu KomnayHaupoBasus. [Ipu ayx-
CTaJIMITHOM TIpOLIECCE CII0EBasi CTPYKTYpa IJIMHBI OPMUPY-
ercs, B OCHOBHOM, Ha TIEPBOM CTaguy Tporecca, M
TIOCTIeyIoMIee  «pa3daBiiecHHe» MAaTPUIHBIM IIOJMMEPOM
MO>KET JIMIITb HEe3HAYUTENHHO CKa3aThCs Ha 3TOH CTPYKTYpE.

B paborax [12, 13] moka3zaHBl NpPEHMYIIECTBA
JByXCTaguiiHOW TexHosoruu noaydeHuss H-IIKM nHa
ocroge [1I1, MmoguduIpoBaHHOTO JOOABKAMH TOTO XKE
nojuMepa, (GyHKIMOHAIU3UPOBAHHOTO MPUBUBKOW Ma-
JICMHOBOI'O aHTHAPHUAA, a TakKXKe OpraHOTJIMHAMHU THIIA
Cloisite (30B u 15A). He3aBucHMMO OT TEXHOJOTHYE-
CKHX TapaMeTpoB KOMIIAYHIUPOBAHMS M THIA Opra-
HornuHbl H-IIKM, monydeHHBIE TIO JBYXCTYNEHYATON
TEXHOJIOTUH, UMEJIH B CBOEH CTPYKType Jydiie Kcdo-
JUUPOBAHHYIO TIUHY, YeM MOJIYYCHHBIC MPSMBIM HH-
TEPKATUPOBAHUEM TI0 OJJHOCTYIICHYATOH TEXHOIIOTHH.

Takum 006pa3zoM, BOIPOC, CBSA3aHHEINA C IKCIICPHMCH-
TaJbHEIM 00OCHOBaHHEM BBIOOPA TOM WM HHOHM TEXHOJO-
TMU KOMITAYHJJUPOBAHUS TIPH TONYyYECHHH Pa3HOOOpa3HBIX
H-TTKM Tpebyer Goee TIIaTETRHOTO H3YUEHHSL.

Iesan padoTbl — CpaBHEHHE CTPYKTYPHI U CBOMCTB
HAaHOKOMTIO3UTOB THIa ITA6/opraHorinHa, MOTy4YeHHBIX
METOJIOM PEaKIMOHHON SKCTPY3WH B paciviaBe IPH HC-
MOJB30BAHWM OIHO- M JBYXCTYIIEHYATHIX IIPOLIECCOB
KOMITAyHANPOBAHUSI.

BKCﬂepl/lMeHTa.ﬂLHaﬂ 4yacThb

Mamepuanv

basoBeiM Mmarepuanom cayxkun ITA6  mMapku
210/310, Beimyckaembiit OAO «I'poxno Aszot» mo TY
500048054.009-2000 (Temneparypa IIaBJICHUS
T,=220°C, IITP = 17,2 /10 mua npu T = 250 °C,
P=21,6 H u D, = 2,095 mMM). XapakTepuUCTHKH WC-
I0JIb30BaHHBIX OPTaHOTIIMH MPHUBEAEHBI B Ta0I. 1.

Kak BuaHO 13 Tabin. 1, Bce MCIOIB30BaHHBIE Opra-
HOITIMHBI B KadectBe [IAB conepxar yeTBepTHUYHBIE
COJIM aMMOHHS U COJITHOU KUCIIOTHL. B coctas [TAB mus
Cl 30B BXOomsT MOJSAPHBIC THIAPOKCHATHIIBHBIC (par-
MeHTHI, M 104 — 6en3unbHbIN paankar, a M 101 Bkiro-
JaeT TOIBKO HETOIAPHBIC aIKMIIbHBIC PAIUKAIbI.

B kadectBe craOmmmsaropa AECTPYKIHH Makpo-
Monekyn IIA6 mpu KoMHIayHAMPOBAaHUM MaTepUalioB
UCTIONIB30BAIA  a30TCOJIEPKAIINI CTEPUIECKH 3aTpyll-
HEHHBIN (D)EHOJIbHBII aHTHOKCHJIAHT C TOPTOBBIM Ha3Ba-
nueM Hpranokc 1098 (Ir 1098, mpousBoacTBa (GUPMEI
«BASF», ®PI') — N, N’-rekcan-1,6-mumi-6uc [3-(3,5-
JH-TpeT-0yTHII-4-ruipokcueHUI MPONUOHaMu)|.

Jns uHTeHCH(UKALUKY are3MOHHOTO B3aHUMOJICH-
CTBHsI MakpomoJekys ITA6 ¢ moBepXHOCTBIO HAHOTJIMH
U yUIMHEHUS Makpoleneil B 00beM KOMIIO3UTOB Ha
CTaIuu PEeaKIHOHHOW 3KcTpy3mu (PD) BBOmWIM *XWn-
Ko(a3HBIH MOIU(PUKATOP TETEPOICTTHHIX TEPMOILIACTOB
MI'T-X (TY BY 400084698.265-2014), conepxaruii B
CBOEM COCTaBe M- ¥ MOJMHU30IHaHaTHI [14].

THonyuenue komno3umos u 3KCNEPUMEHMATLHBIX
obpasyos.

IIpu ncnonb30BaHUM ABYXCTAIUUHON TEXHOJIOTMHU
BHauasie nosryyanu 30%-Hble KOHIIEHTPAThl OPTraHOTINH
B [1A6, a 3arem ux rpanynsatsl nobasisui k [TA6 u no-
JY4EHHYIO CMECh KOMITayHANPOBAIHM aHaJIOTUYHBIM 00-
pa3oM, Kak U IpU OJTHOCTAJUNHON TEXHOJIOTUHU.

[TA6 mpenBapuTENbHO BBICYIIMBAIM HA BO3IyXe 10
octatoyHoi BraxHocTH <0,15%. OpraHonmHy cymiu B
BaKyyMe HEIOCPEICTBEHHO Iiepel] KOMITAyHANPOBAHHEM,
npu Temreparype 110°C B TedeHme 249 Bo H30eKaHHE
copOImy BOJBI M3 BO3Oyxa mpu ee xpaHeHuH [15]. Kom-
nayHaupoBanue [IKM oCyIecTBIsU METOIOM peaKIMoH-
Hoii 9KcTpy3un (PD) B pacmiaBe Ha 3KCTPY3HOHHO-
IPaHyJIILHOHHON JTMHUM Ha 0a3e MBYXIIHEKOBOTO 3KCTPY-
nepa TSSK-35/40 ¢ onHOHapaBICHHBIM BPAIIICHHEM IITHE-
koB (mpoms3BoactBo KHP, samamerp mHEKoB 35 MM,
L/D =40, 10 ceximii MaTepHAITBHOTO IIHIMHIPA C HE3aBHU-
CHMBIM HarpeBOM H OXJIKICHUEM W TOYHBIM MO/Iep)KaHH-
€M TeMIIepaTypsl B Kax10i n3 Hux). [logpoOHoe omnmicanme
KOH(UIypalMy ITHEKOB M OTIENBHBIX CEKLMI MaTepHalb-
HOTO IIJIAHIpA SKCTPYepa MpuBeacHo B padote [14]. Uc-
TOJIL30BAIU /IBE TEXHOJOTMU KOMIIAYHAUPOBAHUU: OfHO- U
JIByXCTyneHdaTyro. Ilpu peammsami OAHOCTYIEHYATOM
TexHosorny (mpsiMmoe  cmereHne [TA6 M opraHorMHBI B
paciiaBe) BHavajle TOTOBIJIM MEXaHHIECKYIO CMECh IIpefl-
BapuTENILHO BhICYIIeHHOTO ITA6 ¢ x)umrodazaem MIT-2K
(xornenTpammst MI'T-)K — 0,4% ot maccer [1A6). 3atem
nobapmsim opradormuHy U 0,3% (3meck U anee KOHIICH-
Tpamust ykasaHa B Mac.%) cradbmmmzatopa Ir 1098 u BHOBB
TIIATETIFHO TIEPEMENIHBATIN KOMIIOHEHTHI B BBICOKOCKO-
POCTHOM JBYXJIOIIAaCTHOM cMecuTene. Cpazy ke rmocie npu-
TOTOBJICHHSI CMECh KOMIIOHEHTOB HojBepraimyi PO Ha skc-
tpyaepe TSSK-35/40. Temmepatypa B OCHOBHBIX
CMECUTENbHBIX CeKIHIX 4—8 MaTepHanibHOTO IUIUH-
Jipa OblIa MOCTOSHHOM U cocTaBisana 245 °C; wactoty
BpallleHUs] ITHEKOB NMPUHMMaJIK paBHOH 350 00/MuH.
JuTenbHOCTh TpeObIBaHUS IOJUMEPHOTO pacIuiaBa
B MarepuanbHOM wuiuHApe <0,5 muH. B cexuun 6
obpasyromuecs: Ta3000pa3HbIe MPOIYKTH YIAISIIACH
W3 pacIiaBa €CTECTBEHHBIM MyTeM depe3 OTBEPCTHE,
MpeaHa3HauYeHHOE IS BBOJA CTCKJIOPOBHHTA; B CEK-
nuu 9 TPOU3BOAMICA NPHUHYIUTENbHBIH OTBOJ JIETY-
YUX BENIECTB 3a cUeT Bakyymupomanus. Ilocne mpo-
XOXKJEHUS MAaTepHalbHOTO INUIMHIpA OJKCTpyAepa
pacmiaB BBIJABIMBAJICS depe3 Qimibepy B BuIe 4-X
CTPEHT, KOTOpBIE MOJBEPralM BOJSHOMY OXJIaXKIe-
HUIO U TPaHYIHPOBAHMIO. [ paHyIATHI, MOITydYCHHBIC
M0 OJHO- WM JIBYXCTaAHHWHOW TEXHOJOTHSM BBICY-
IIMBAJIH B CYIIHIKE C MPOAYBOM OCYIICHHBIM BO3Y-
xoM mpu temmnepatype 100 °C 1o octaTouHOH Biax-
Hoctu ~0,12% wu ucCnonb30BainM AN ONpeaAesICHUs
PEOJIOTHYECKUX XapaKTEPUCTUK, a TaKXKe HMOIydeHHs
9KCIIEPUMEHTAIbHBIX 00pa30B JUTHEM 0] JaBJICHU-
em Ha tepmorutactaromare EN-30 (mpomsBomcTBo
TaiiBanp, 00beM Brpbicka 30 cM®), TemmepaTypa JTUThS
cocrapisia 245 °C, temneparypa ¢opmbel — 40 °C. Ta-
KHM ke 00pa3oM IoiTydann o0pa3nbl U3 KOHIIEHTPATOB
OpPTaHOTJIMH IS MX Tocienyromero ananmsa. CocTaBbl
HCCIIeAyeMbIX MaTePHajOoB IPUBEICHEI B Ta0M. 2.
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Tabmuma 1 — Hanoriuus! u ITAB, ucnosb3yemsbie Jj1s1 HX OPraHoMoAH(UIPOBAHHS
Table 1 — Nanoclays and surfactants used for their organomodifying
XapakTepucTHKa VYcnoBHoe 0603HaUCHNE OPraHOTIIHHBI
OpTaHOTJIMHBI Cl30B M 101 M 104
HaunmeHnoBanue/ Cloisite 30B / Mosnawmer 101/ Mosnawmer 104/
MOCTABIIMK Southern Clay Products (CIIIA) 3A0 «Metakmii» (Poccus) 3A0 «Metakmii» (Poccus)
(HE),M;T, anron—CIl— My(HT),, anuon—CI— My(HT);B;, anuon: Cl—;
Cocras [TAB [TIAB] = 30% [TIAB] ~ 44% [[TAB] = 40%
CH.CH,0H CH, CH,
Xumunueckoe - L -
crpoenue [TAB HC-N-Ta HT - ]TJ - CH. H.C qu B
CH.CH.,OH HT HT
Cpennuit pa3mep . 13 <125 <125
arperaTtoB HAHOIUTACTHH, MKM
MC)I(HHOCKOCTHoe*paCCTOS[HI/IC 185 36,0-42,0 32,0-36,0
dooz, A
*3HaueHUs B3ATHI 110 JaHHBIM (DUPM-TIOCTABLIIUKOB
Tabmuma 2 — CocTaBbl KOHIIEHTPATOB opranorjaud u H-IIKM
Table 2 — Compositions of organoclays concentrates and n-PCM
Ob6o3HaueHne Meton o
OCHOBHBIE KOMITOHEHTHI, %
KOMIIO3UTa TIOJTyYCHHUS
A — KOHIIEHTpPATHI OPTaHOTIIHH
11 | T1A6/CI 30B-30,0%/1r 1098 — 1%
12 | ITA6/M 101-30,0%/1r 1098 — 1%
13 | ITA6/M 104-30,0%/1r 1098 — 1%
b — v-IIKM
211 | T1A6/CI 30B - 0,5%
2.1.2 I T1A6/CI 30B-0,5% (1,67% xonuentpara Cl 30B o 1. 1.1)
213 | I1A6 / Cl 30B-3,0%
214 I ITA6/CI 30B-3,0% (10% xouuenrpara Cl 30B o . 1.1)
2.15 | I1A6 / CI 30B - 6,0%
2.1.6 1 ITA6/CI 30B-6,0% (20% xouuentpara Cl 30B mo . 1.1)
221 | I1A6/M 101 - 0,5%
222 1 ITA6/M 101-0,5% (1,67% xouuentpara Cl 30B no 1. 1.2)
223 | ITA6 / M 101 - 3,0%
224 I ITA6/M 101-3,0% (10% xonuentpata Cl 30B o m. 1.2)
225 | T1A6/M 101 - 6,0%
226 1] ITA6/M 101-6,0% (20% xonuentpata Cl 30B o m. 1.2)
231 | T1A6/M 104 - 0,5%
2.3.2 1 ITA6/M 104-0,5% (1,67% xouuentpara Cl 30B o 1. 1.3)
233 | TTIA6/M 104 - 3,0%
234 1 ITA6/M 104-3,0% (10% xoruentpata Cl 30B mo m. 1.3)
235 | I1A6/M 104 - 6,0%
2.3.6 1] ITA6/M 104-6,0% (20% xonuentpata Cl 30B o m. 1.3)
IIpumeuanus: B coctaB Beex H-IIKM Bxomut 0,4% MI'T-XK u 0,3% Ir 1098 ot maccsl I1A6; |, || — coOTBETCTBEHHO OHO- U ABYXCTYyIECHYATAs!

TEXHOJIOTHA KOMIIAYHANPOBAHUA

Memoour ucneimanuii

Tloxazamenu mexanuueckux ceouicme onpenemns-
JU TIPU UCTBITAHUAX METONAMHU PACTSDKEHUS W yaap-
HOIr'0 HarpyxeHus. lJisi MCOBITAaHUNH METOIOM pacTs-
JKEHUsI WCIOJIB30BATH JIOMATKH THma | ¢ pa3Mepom
paboueit wactm 80x10x4 mm (COCT 11262-80);
Opycku pasmepoMm 80x10x4 MM TOpUMEHSIH AIA
ompenenenus ynapuoiu Bszkoctu nmo apmnu (I'OCT
4647-80) u ycanku (I'OCT 18616-80) npu nuthe 1nox
JnaBiieHueM. VcnbITaHUus TPU PACTSDKCHWHM W U3rHOe

npoBoauiau Ha MamuHe Instron 5567 (BenukoGpura-
HUs). YAapHYIO BA3KOCTh ONPEJeIsiiii Ha 00pasuax ¢
OCTPBIM HaJpe3oM Ha MasTHHKOBOM kompe PIT 550]
(bupma «Shenzhen Wance Testing Machine Co.
Ltd.», KHP) mpu temmneparype 23 °C.

Peonoecuueckoe nosedenue pacniaoé aHaIu3upye-
MBIX MaTepHaioB oreHuBamy mo 3HaueHmsM [ITP (moxa-
3aTeNlb TEKY4eCTH paciuiaBa), ONpeAeisieMbIM Ha rmpubope
RAY-RAN TEST EQVIPMENT Ltd (BemuxoGpurarusi)
B cootBerctBin ¢ ['OCT 11645-80 npu 7= 250 °C,
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P=21,6 H, nmametpe kamumisapa 2,095 MM, TUTUTENHEHO-
CTH BBIJICP)KKH pacIuiaBa B IWIIHMHIpE Tprodopa 4 MuH. B
CBSI3U C HU3KOM TEKyYeCTHIO OTJEJBHBIX KOHIIEHTPATOB
oprasoriuH ux I77TP onpenensnu npu P =50 H.

Memoo oupgheperyuanvholl ckanupyrowjel Kaiopu-
mempuu ([{CK) uCHoNb30BaM YISl aHATIM3a KPUCTAILINYE-
CKOMH CTPYKTYPBHI (IIEpEX0/I0B IUIABICHUE—KPHUCTAIITU3ALINS).
B KkauecTBe mpOOBI HCIONB30BAIN LEHTPAIBHBIE CJIOW
cpenHell 4acT OpYCKOB, IPUMEHSIEMBIX JUISl OTIPEICIICHUS
yaapHOH Bsi3KocTh. MccinenoBaHusl BBINOIHSIIM HA MUKPO-
kanopumerpe Diamond DSC (¢upma «Perkin Elmer»,
CIHIA) mipu HaBecke ~7 MT, CKOPOCTSIX HarpeBa M OXJIaxe-
HUA B Toke azora 15°C/muH. [ng ycTpaHEHHs BIUSHUS
TEIUIOBOH NPEABICTOPUH Ha CTPYKTYPY MaTepraoB aHAIHU-
3UpyeMble TIPOObI HArPEBAIM B AFOMUHHEBOM KOHTEiHEpe
nipubopa 1o 240 °C, BeIIEpKUBAIM TIPU 3TOH TeMIreparype
B TeueHue 30 cek, oxmaxaamm 10 40 °C, a 3aTeM mpoBOAWIN
TIOBTOPHBIH MK HarpeBa U oxyaxaeHus. [Ipu onpenene-
HHUU TEMIIEpaTyphl KPUCTAUIN3ALNN HCIIONIB30BAIN 3Haue-
HHA JAHHOTO TMOKa3aTessl, OyYeHHOE IIPH OBTOPHOM HC-
TIBITAaHAH 00pa3IIoB.

Penmeenocmpyxmypuorii - ananus (PCA) opra-
HornuH U H-IIKM KOMIIO3UTOB OCYILIECTBISUIM Ha AM-
¢pakromerpe RDA-2000 (pupma «GNR Analytic In-
struments», Wramus) B uHTepBane yrioB 26 =2 — 30°

L 244 2
TEIC.
HMII.

npu ucnonb3oBannu CuK,-m3mydenus (4 =0,154 am);
mar ckanmpoBanus 0,002°, Bpems Ha TOuky 0,5 c;
Hanpspkenue 40 kB, Tok 30 MA. B kaudectBe 0Opasnos
u3 H-ITKM wucnosnp3oBanu qucku @50 MM U TOJIHHOM
2 mM. Cnektpsl PCA cHUMaIM ¢ TOBEPXHOCTHBIX CIIOEB
JTIUCKOB, HEMOCPEICTBCHHO KOHTAKTHPYIOIIMX C OTHO-
CUTEIILHO XOJIOJHOW CTCHKOW (DOPMBI MPH WX M3TOTOB-
JICHHW JIMTHEM TIOJ| JaBJCHUEM. J[MCKU HCIOJIB30BAIN
TaKXKe [T OTIPEICICHHUS YCaIKH.

Pacuer mexmiockocTHOro paccrostuust (doo1) Hpo-
BOJWJIA TI0 ypaBHeHWIO Bparra: A = 2d-sinf, tme A —
JUTHHA BOJIHBI UCTIONBE3YEMOTO PEHTTEHOBCKOTO M3JIyde-
HUS, § — 3HaYeHUE yria JuQpaKiIum.

Pe3yabTaThl 3KCIIEPUMEHTOB U HX 00CY:KIeHHE

Ananuz xonyenmpamog opeanoznut 6 1146

Bnauane mnpeAcTaBIANIOCh BaXXHBIM — OLEHUTH
CTPYKTYpHBIE M3MEHEHHsI B OPTaHOIJIMHAX Ha CTaJuu
MOJIyYEHHUsI KOHIIEHTPATOB U3 HUX. J[aHHBIE O pe3yibTa-
tax PCA aHanu3a UCXOAHBIX OPTaHOTIUH U UX KOHICH-
TpaTOB NPHUBEJCHBI Ha puc. | U B TabuI. 3.

CpaBHenue naHHbix PCA oprasoriivH B HCXOJHOM
COCTOSIHUHY ¥ B KOHIIGHTPATaX CBUACTEIECTBYET O BIHS-
Huu npuponsl ITAB, ucnonbs3yemMoro it OpraHoOMOAM-
¢unmpoBaHus, Ha XapakTep TUPPAKITHOHHBIX KPUBBIX.

- 2,4

100

Pucynok 1 — JlupakunoHHbIe KpUBBIE HCXOAHBIX (BBICYLICHHEIX) opraHoriuH (@) 1 — Cl 30B, 2 - M 101, 3 — M 104 u ux 30%-HbIX KOHIICH-

Tpatos B [TA6 (6) 1* — CI 30B, 2* — M 101, 3* - M 104

Fig. 1 — X-ray curves of original (dried) organoclay (a) 1 — Cl 30B, 2 - M 101, 3 — M 104 and their 30% concentrates in PA6 (6) 1* — Cl 30B,

2*-M 101, 3* - M 104

Ta6muua 3 — IloJo:keHne AMPPAKUUOHHBIX MAKCHMYMOB U MEKILJIOCKOCTHBIE PACCTOSTHUS
B MCXO/IHBIX M HAXOASILIUXCS B BU/Ie KOHIEHTPaToB B [1A6 opranorimnax
Table 3 — Position of diffraction maxima and interlayer spaces in the initial organoclays
and in the form of concentrates of organoclays in PA6

OpraHoriauHa 26,°/d, am
Cl 30B
Ucxomuas - 4,80/1,83 -
B koHueHTpare 2,40/3,68 4,90/1,80 7,35*/1,20
M 101
HUcxonnas 2,44/3,62 4,56/1,94 7,20/1,23
B koHueHTpaTe 2,50/3,53 4,90/1,80 7,15%/1,24
M 104
Ucxomnas 2,56/3,45 - 7,00%/1,26
B koHueHTpaTe - 4,50/1,96 -

* Ileperu®
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B xonmnentpare M 104 BMecTo MormHOTO peduiekca
Ha JudpakTorpaMMe UCXOIHOW OPTaHOTIHMHBI Npu 26 =
2,56° u meperuba npu 26 = 7,20° mabmogaeTcs OAUH cia-
ObIit pedhiiexc mpu 260 = 4,5°/d = 1,96 1M, KOTOpBIi K TOMY
JKe coBIazaeT ¢ peduiekcoM HeHaronHeHHoro [TA6 mpu
20= 4,45° (puc. 3, a). To ecTh, BIOJIHE BEPOSATHO, YTO
MPOMCXOAUT HHTEPKAIUPOBaHHE rajepei (parmeHTamMu
Makpomouiekyn ITA6 mim nake 4acTUYHOE 3KC(OIHUPO-
BaHHE OPTaHOTJINHBI, TAK KaK AU(PAKIMOHHBIN MAaKCUMyM
nipu 26 = 2,56°.

Yro kacaercst Cl 30B, To, kak BuaHO U3 pucC. 1, a u
Tabn. 3 Ha audpakTorpaMMe KOHIEHTpAaTa IOSBISIETCS
MakcumyM 1ipu 26 = 2,40°, CHIBHO CABUHYTHIN B 00JIaCTh
MaJIBIX YIJIOB TI0 CPAaBHEHMIO C MCXOMHOW OpPTraHOTIIMHOM,
1t kotopoit 20 = 4,80%dgor = 1,84 um. aHHbli daxr siB-
JISIETCSI TIOATBEPIKJICHUEM YacTUYHOTO WHTEPKAIMPOBAHUS
MexcIIoeBoro npoctpanctea opraHornuael Cl 30B mak-
pomonexynamu [TA6 B xonrentpare [TA6/Cl 30B-30%.
CnaObrit MmakcumyM 1ipu 26 = 4,90°, yka3bIBaeT Ha TO, YTO
Hekotopas yacte Cl 30B mpakrtudecku He mpeTeprieBacT
W3MEHEHUSI TIPU SKCTPY3MOHHOM KOMIIAyHIUPOBAHUH.

Criemyer OTMETHTB, YTO corjlacHO HaHHBIM PCA,
HauMEHBIINM U3MEHEHUSIM noasepraercs rauHa M 101,
He coxepxkamas B crpykrype [IAB momspHeIx ¢par-
MeHTOB. Tak peduekchl, xapakrepabie st M 101 (mpu
20 =12,44° 4,56° u neperu6 npu 26 = 7,20°), npakruye-
CKH HE MEHSIIOT CBOETO IOJIOKECHHSL.

B Tabn. 4 npuBeneHsl TMOKa3aTelM OTACIBHBIX
CBOWCTB KOHLICHTPATOB OPraHOIJIMH U, JUISl CPaBHEHWs, TE
K€ XapaKTepHUCTHKU s ucxoaHoro ITA6. 13 vee cnemyert,
YTO KOHLIEHTPATaM OPTraHOIIMH MPHCYIL OTHOCHTENIBHO BbI-
COKUIl ypOBEHb 3HAYEHUH IOKa3areleld NPOYHOCTHBIX
CBOHCTB, B YaCTHOCTH, MOJIYJIS yIIPYTOCTH, KOTOPBIH HMEET
MaKCHMaJIbHYyTo BenmauHy (7,4 ['Tla) mis cocrasa 1.1, uto B
~3 pasza npessimaet E, ncxomuoro ITA6. Beenenne opra-

HorymH B KoymdectBe 30,0% B ITAG pe3ko cHIKaeT TeKy-
4ecTh ero pacmiasa (st coctaBos 1.1 u 1.3 3nauenus I1TP
npu P = 21,6 H BooOIIle HE yIaeTcs ONpeNeinuTh BCIICI-
CTBHE OTCYTCTBUSI BBITEKAaHMS pacIUlaBa M3 KamuuLsipa).
IIpuunHOit 3TOrO, BUAMMO, SBISIETCS YPE3BBIYAMHO pa3BU-
Tasl IOBEPXHOCTh HAHOTTIMH B KOHIIEHTpAaTax U UX aKTHUBHOE
B3auMojielicTBUe ¢ MakpoMmonekynamu I1A6. ITociennuit
(hakr, cyzst o ypoBHIO 3Ha4YeHwu [77P, 0COOCHHO BbIpaXKeH
st coctana 1.1 ¢ opranormmroii Cl 30B (rabu. 4).

Cmpyxmypa u-IIKM [146/opeanoznuna

OcoObIif  MHTEpEC MPEACTAaBISIOT HMCCIEAOBAHUS
CTPYKTYpPHBIX ocobeHHOcTe# H-IIKM, Takux Kak CTpyK-
TypHas OpraHM3alusi opraHorivHsl B marpuue [1A6 u
ee BJINSHHME Ha KPHUCTAJUIMYHOCTH cBs3ytomero. [Ipun-
IIUNHATBHBIM SBJISIETCS BBISCHEHHE BOIpPOCAa O POJH
TexHoJoruHu komnayHaupoBanus H-IIKM Ha ux cTpyk-
TypHBIE 0COOEHHOCTH, MOCKOJIBKY, KaK 3TO CIEAyeT W3
HpeaBIAYINero pasjena paboTsl, Ha CTaJud NPUTOTOB-
JIeHHs KOHILIEHTPATOB B OPraHOTJIMHE MOXET MMETh Me-
CTO MEPECTPOMKA CTPYKTYPBI.

Kak BugHO W3 puc. 2, 3. u Tabm. 5 cTpykTypHas
Mopdomorus H-IIKM 3aBHCHT OT THIIA HCIOIB3yeMOM
OPTAHOTJIMHBI, €€ KOHIEHTPAUH M TEXHOJOTHH MOIy-
yenus H-ITIKM.

Judbpakunonnass kpuBas ucxoxHoro IIA6
(puc. 3, a) xapakrepu3yercsi HaJUYHWEM OJHOTO BBbI-
paxXeHHOTO MmUpOoKoro muka mpu 20 = 21,25°, koro-
pBIii OTHOCUTCS K T€KCAaroHAJIbHOH Y-CTpykType [16].
Hanwuaune Ha HeM c1abo0 BBIpaXEHHBIX MEPETHOOB MpHU
260 = 20,20° u 20,80° yka3piBacT Ha MPHCYTCTBHE B
cTpykrype [TA6 MOHOKJIMHHOH 0-(OPMBI KPUCTAIIITHU-
yeckod moaudukanuu [16]. Manas MHTEHCHBHOCTB
MuKa 1 ero OoJiblIas IIMPHHA YKA3bIBAIOT HA HAJINYHE
B IIOBEPXHOCTHBIX CJIOSAX OOpa3lOB 3HAYUTENBHOM
yacTu aMop(HOH (assbl.

Ta6nuia 4 — IMoka3aTeu CBOMCTB MOJIMAMMIHBIX MATEPUAJIOB
Table 4 — Properties of polyamide materials

O003HaueHHsI MaTepraa CoriacHo Tadi. 2 0p, MIla &, %0 Ep, I'Tla Aon, KJIK/M? Sa, % IITP, /10 mun
1. T1IA6 46 (65%) 71,0 24 12,5 13 19,4
1.1 TTA6 / Cl 30B-30% 41 0,5 74 23 0,5 2,1%*
1.2 T1IA6 /M 101-30% 45 1,0 4.2 52 0,8 34
1.3T1A6/M 104 31 0,7 3,7 23 0,9 3,6%*

* BepXHHil IpeaeN TeKy4ecTH;
** JITP onpenenen npu 7= 250 °C u P =50 H

L I,
THIC. THIC.
HMIL. HMII.

40 60

20

(]
-
[=2%

8
267

Pucynok 2 — Jludpaxunonnsie kpusbie H-IIKM ¢ 3,0% opranoriua Cl 30B (), M 101 (6), M 104 (¢) B uHTepBasie yrioB Auppakiuu
20 = 2,2 — 8,0° 0003Ha4YeHHs KPUBBIX 3/1€Ch U Jajiee — COCTABbI B COOTBETCTBHH C TalII. 2

Figure 2 — X-ray curves of n-PCM filled with 3.0% of CI 30B («), M 101 (6) and M104 () organoclays in the range of diffraction angles
20 = 2,2 — 8°; the designation of the curves here and below are the compounds in accordance with table 2
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Pucynok 3 — PenrreHoBckue andpaxrorpammsr ucxomHoro ITA6 (a) u u-IIKM ¢ no6askamu 3,0% opranormuu Cl 30B (6), M 101 (s),
M 104 () B untepBaie yrioB qudpaxuuu 260 = 9,0 — 30,0°

Figure 3 — X-ray diffractograms of unfilled PA6 («) and n-PCM filled with 3.0% of CI 30B (6), M 101 (¢) and M 104 (2) organoclays in the
range of diffraction angles 26 = 9,0 — 30,0°

Ta6nuna 5 — [MapamMeTpsl, XapaKkTepu3yIolIie CTPYKTYpY opranor;ing u ¢assl [1A6 B H-IIKM
Table 5 — Parameters characterizing the structure of the organoclays and phases of PA6 in n-PCM

OGosnauenust T1A6 OpraHorianHa
Matepuaia
COMIACHO TabL. 2 20° 1101001, HM Al, otu.en. 20,° doo1, HM
11A6 / Cl 30B
211 21,15 0,42 4,45 1,98
212 21,10 0,42 1.25 4,45 1,98
2.1.3 21,15 0,41
2.14 21,10 0,42 13 - -
215 21,20 0,42
2.16 21,20 0,42 119 N -
ITA6 /M 101
221 21,05 0,42 111 2,45;4,70; 7,15 3,60; 1,88; 1,24
222 21,10 0,42 ' 2,20; 4,50 4,01; 1,96
2.2.3 21,10 0,42 142 2,45; 4,75; 7,05 3,60; 1,86; 1,25
224 21,15 0,42 2,40; 4,80; 7,10 3,68; 1,84; 1,24
225 21,20 0,42 157 2,40; 4,75; 6,9 3,68; 1,86; 1,28
2.2.6 21,15 0,42 ' 2,40; 4,60; 7,00 3,92;1,92; 1,26
TIA6 /M 104
2.3.1 21,10 0,42 110 2,25; 4,60; 7,00 3,92;1,92; 1,26
2.3.2 21,10 0,42 ' 2,15; 4,40 411;2,01
233 21,10 0,42 4,40 2,01
234 21,15 0,42 0.98 4,55 1,94
2.35 21,15 0,42 084 4,50 1,96
2.3.6 21,15 0,42 ' 4,60 1,92

A=, /1,
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[Ipu BBeneHnu B ITA6 opraHorivH pe3Ko Bo3pac-
TaeT MHTEHCUBHOCTh OCHOBHOTO JU(PAKIIHOHHOTO ITHKA
npu 260 =21,15° oH CyIIECTBEHHO Cy)KaeTcs, YTO yKa-
3bIBaeT Ha 00pazoBaHue OoJiee COBEPIIEHHBIX KpHCTAa-
JUTOB Y-(OPMBI, HE3ABUCUMO OT THIIA UCIIOJIb30BAHHOM
OPTaHOTJIMHBI U €¢ KOHIeHTpalwHu (puc. 3, tadai. 5).

BaxHO OTMETHTB, YTO OTHOCHUTENbHAsl BEIHMYHHA
JupaknmoHHOTO MakcumMyma Al =1, /1, 3aBUCHT OT

THIIA WCTIONb30BAaHHON OPTaHOTIMHBI W €€ KOHIIEHTpa-
un. s oprasoriaua Cl 30B u M 101 npu ucmosis3o-
BaHUM IBYXCTYIIEHYATON TEXHOJOTHH KOMIIayHINpPOBa-
HUS 3HA4YCHHE WHTCHCUBHOCTH MAaKCHMyMa IIHKa
CYLIECTBEHHO TIIPEBBIINIAET TaKOBOE AN YKa3aHHBIX
TJIUH, BBOJUMBIX B OJIHY CTaJUIO, HE3aBHCUMO OT KOH-
HueHTpauuu opranornuasl B H-IIKM. J{is koMmo3utoB
[TA6/M 104 3nauenue Al > 1 xapakTepHO TOJBKO IS
[M 104] = 0,5% u 3,0%. IIpu [M 104] = 6,0% Habuto-
nmaetcst oOpaTHBIN pe3ynbTaT (Tabi. 5), 4To MOXKeET OBITh
CBSI3aHO C M30BITKOM HYKIJI€aTOpa HE3aBHCHUMO OT CIIO-
coba ero BeneHus B [IA6. IlomydeHHbIC TaHHBIC CBU-
JETEeIhCTBYIOT O TOM, YTO IPH HCIOJNBb30BAHUH IIBYX-
CTaIUITHON TEXHOJOTUH KOMITAYHIUPOBAHUS HYKICHPO-
BaHHWe Kpucrammm3anuu [1A6 mporekaeT B mesom Ooiee
¢ pekTuBHO, uYeM Mpu oAHOcTaauitHOW. [IpuuuHOi
3TOMY MOXET OBITh, KaK y>K€ yKa3bIBaJIOCh, IMOBBIIIECH-
Hasl CTETIeHb JAMCIEPIHMPOBAHUS OPraHOTIIMHBI B IOJH-
Mepe MPHU UCHOIH30BAHUHU IBYXCTAJUHHON TEXHOJIOTHH
nonyuseHus H-IIKM. Cremyer OoTMETHTh TakXe, 4TO MPH
[Cl 30B]> 3,0% mnpoMCXOAMT IPAKTHYECKH IOJHOE
IKC(OIMUPOBAHUE arpeTraTOB HAHOIUIACTHH OPTaHOTIIH-

HBL: TU(PaKIHOHHEBIN MUK Tipu 26 = 4,45° mpu aToM He
¢uxcupyercs. Ctpykrypa M 101 B cocraBe [TA6 u3me-
HSETCS] HE3HAUUTEIBHO 110 CPABHEHHIO C HCXOTHBIMH Op-
TaHOTJIMHAMH, YTO KOCBEHHO CBHIETENLCTBYET 00 OTHO-
CHUTEJIFHO CTaboM B3aMMOJCHCTBHU ATOW OPTaHOTIIMHEI C
MaTpuaHbIM [TA6. TToBBITIIEHHAs! CTETIEHh HHTEPKAIHPO-
BaHus B [IA6 HabmrogaeTcs it opraHoryiuael M 104,

Ananuz mamepuanos memooom JJCK

ITo manubeiM JICK OpraHOrnuHBI OKa3bIBAlOT HYK-
Jeupymliee BIMSHME Ha KpucTamausanuwoo [1A6, npu-
4yeM 3TO BIUSHUE, B oTIH4Me OT JaHHeIX PCA, He cTonb
SIBHO BBIPO)KEHO B 3aBUCHMOCTH OT THIIa HAHOHAIIOJIHHU-
TeJsl, €ro KOHIEHTPALMK U TEXHOJOTHH KOMIIayHIHpPO-
BaHMs (Tabn. 6). IlpuumHOW >TOrOo MOXET OBITH TOT
¢axrt, gyto mus JJCK-anammsa npoOsl oTOMpany U3 LeH-
TPaJBHBIX CJIOEB OPYCKOB TOJMWHOW 4 MM, a B Cllydae
PCA ananm3y monaBeprany HOBEPXHOCTh ITHUCKOBBIX 00-
pa3noB, KOHTAKTHPYIONIYIO TIpH (JOPMOBAHHHU C XOJIOJ-
HOM cTeHKo# (opMmel. B mocnennem ciaydae [TA6 Hens-
OC)KHO IODKeH OBIT WMETh TOHIDKEHHYIO KpUCTAa-
anyHOCTh. C IeNBI0 MCKIIIOYEHUS BIIMSHUS TEIIOBOM
IpeabICTOpUN Ha KpucTaymsanuio ITA6, mis ananusa
HCIIOJIB30BAIM JaHHBIE, IMOJyYEHHBIE NPH IOBTOPHOM
HarpeBe-oXJIaXXJIeHUH 00pa3loB, cM. TaoI. 6.

IIpu pacuere ctenenu kpuctamugHoct [TA6 B H-
IIKM 3HaueHust yaenbHON TEMJIOTHI MJIABIEHUS IPUHU-
Manu paBHOH 240 JIX/T, BemUYrWHA KOTOPOH ONH3Ka s
MOHOKJIMHHOM () ¥ TeKCaroHaIbHOH (Y) MoauduKamuit
ajeMeHTapHoi  siueiiku  [IA6,  COOTBETCTBEHHO,
241 JTx/r m 239 Ix/r [16-18].

Tabmuma 6 — 3HavyeHusl MapaMeTPOB, XapaKTePH3YIOINUX ILIaBIeHue U kpucTawmsanuio ITA6 B u-IIKM no ganusiv JCK
Table 6 — Values of parameters characterizing the melting and crystallization of PA6 in n-PCM according to DSC data

O6o3Ha4eHNs MaTeprana T, °C T..°C @ %
coraacHo Tabm. 2 i
TTA6 212,1;221,6 186,2
ITA6/CI 30B
211 210,2; 215,5; 221,1 1874 16,0
212 212,5; 215,5; 222,4 188,9 21,6
213 213,9; 221,8 191,6 16,0
2.1.4 213,2;221,0 183,9 18,5
215 214,7,222,4 191,9 14,8
216 214,7,222,4 190,6 16,5
TTA6/M 101
221 215,5; 222,3 185,7 17,7
2.2.2 210,1; 215,4; 221,6 1874 17,1
2.2.3 211,5; 215,4; 221,3 190,2 17,8
224 211,2, 214,4,221,4 186,6 18,5
2.25 210,4; 214,5; 221,2 189,8 17,1
2.2.6 210,9; 214,6, 221,5 189,6 16,0
ITA6/M 104
2.3.1 212,2; 214,9; 221,9 190,6 16,8
2.3.2 208,4, 213,9, 220,4 186,6 18,0
2.3.3 212,9; 221,2 191,6 17,4
2.3.4 211,7; 214,0; 221,3 190,7 14,9
2.35 2135, 2215 192,6 16,3
2.3.6 213,9; 222,1 191,6 16,04
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Bugno, 9T0 700aBKM OpPraHOTIMH MOBBIMIAIOT HA
~1,5-5,4 °C 3nauenns T, I1A6, TO ecTh I OCyIIECTB-
JICHUSI KPUCTAJUIM3alMU U3 paciuiaBa TpeOyeTcs MeHb-
masi CTEHEeHb ero InepeoxiaxaeHus. [Ipum 3ToM pob
CTaJUHHOCTH TexXHoyoruu mnonydyeHus H-IIKM cyme-
CTBEHHO HE CKa3bIBACTCSl Ha BEJIMYHUHE 1, [IpruuHOiM
9TOMY SIBJISIETCS,, BUIUMO, TOT (aKT, 4TO MPU IPHHATHIX
KOHLEHTpaLUsIX (M30BITKE) OPraHOIIMH MX 3P PEeKTHB-
HOCTb, KaK HyKJIEaTOPOB, MaJIO 3aBHUCUT OT TEXHOJIOTHH
BBOJa. OIHAKO, BCE XKE POJIb TEXHOJIOTHH KOMIIAyH/IHU-
poBaHMS Ha KpHUcTammuzyeMocTh [IA6 mposBiseTcs B
HEKOTOPOM HM3MEHEHHUH CTENCHNM KPHUCTAJUTMYHOCTHU IO-
JIMMepa, 9TO OCOOEHHO XapaKTepHO JUIi KOMIIO3HTa
ITA6/CI 30B. [y Hero MCHOJIB30BaHMe ABYXCTaIHHHOM
TEXHOJIOTUH 00ecrieunBaeT MOBBIILICHNE 3HAYEHUH o Ha
2-4% (tab. 6). Jaunsrii 3¢ dext, BUIUMO, 00yCIOBICH
0oJiee MHTEHCHBHBIM aJr€3HOHHBIM B3aUMOJICHICTBUEM
Cl 30B, comepsxamieii momsipusiit [IAB, ¢ MaTpudHbIM
ITAG6, a MOBBIIICHHE 3HAUCHHI ¢ OOBSICHICTCS yBEIHUC-
HHUEM CTETeHH JUCIePTUPOBAHUS HAHOYACTHII.

Uto kacaercs xapakTepa NUKOB maBieHus I11A6
B H-IIKM, TO mpakTH4eCKH BCE OHHM MYJbTHUILIETHBI,
YTO MOXET OBITh OOYCIIOBJICHO Pa3IUYMIMH B YCIIO-
BHAX IUIABJICHHUS KpHcTauIMdeckux (a3 B oObeme
[TA6, a Takxe B Mexk(]a3HBIX CIIOAX BOIHM3U MOBEPX-
HOCTH TJIMHUCTBIX YaCTHI[, KOTOPbIE C Pa3HOW cremne-
HbI0O MHTEHCHBHOCTH B3aHUMOJICHCTBYIOT C MaTpHy-
HBIM TOJINMEPOM.

Ycaoka, mexanuueckue u peonocuueckue ceoiicmaa
Mamepuanos

V3 naHHBIX MO BIMSIHUIO OPTaHOIJIMH HA MEXaHHue-
ckue xapakrtepuctuku H-IIKM, ycanky u peonoruieckoe
MOBEJICHUE PacIIaBoB (Tabi. 7) clemyeT, 4To Ompeels-
IOIIEE BIMSHUE Ha OONBIIMHCTBO HCCIICIOBAHHBIX XapaK-
TEPUCTUK OKa3biBacT cocTaB IIAB, koHmeHTparms opra-
HOTJIMHBI ¥ TEXHOJIOT YS! TIOJTyYCHHUSI MATCPHAIIOB.

JloGaBkM OpraHOIIMH OKa3bIBAIOT YHPOYHSIOLIEE
BIMSHUE Ha MEXaHUYECKUe XapakTepuctuku ITA6 mpu
PacTsDKEHHH. DTO TIPOSIBISIETCS, PEXKIE BCEro, B IMOBBI-
LIIEHWH TIPOYHOCTH NIPH PACTSHKEHUH M MOAYJIS YIIPYTOCTH.
Oco0eHHO SIPKO AaHHBIH 3 HEKT NPOSBIIETCS B KOMIIO3H-
tax [TA6/Cl 30B (mpoYHOCTh TpH PACTHKCHHH MPH
[CI 30B] = 6,0% yBemmuBaetcs B ~1,4 paza, a E,~B 1,6
pa3 (tabmn. 7)). [Ipu 3TOM COCTaBBI, MOTYYCHHBIC TIO JIBYX-
CTaIMHHON TEXHOJIOTMH, 00J1a/Ial0T HECKOJIBKO MOBBIIICH-
HBIM KOMIDIEKCOM IIOKa3areseil MexaHWYeCKHX CBOMCTB.
Hanmenbimmii 3¢dext ynpoyHeHust IpHuCyI] KOMIIO3UTaM
ITA6/M 101, 4TO SIBISIETCS OUEBHIHBIM CJIEIACTBHEM IIO-
HIDKCHHOM Mek(a3HOW anre3m B CHCTEME CBA3YIO-
I11e€/TI0BEPXHOCTh HAHOTJIMHBI N3-32 OTCYTCTBHS B COCTABE
[IAB, wucnoms3dyemMoro npu noixydyenud  H-IIKM
[MA6/M 101 [8]. Cnemyer OTMETHTh, ONHAKO, YTO IUIS
JIaHHBIX MaTepHaJIOB XapaKTepeH HECKOJHKO ITOBBIIICH-
HBII YPOBEHb YAAPHOI BA3KOCTH IO cpaBHEHHIO ¢ H-IIKM
ITAG6/CI 30B, uro Taxxe MOXKET OBITH CIICACTBUEM IIOBEI-
IIEHMs CTETICHU T'eTepOreHHOCTH kKoMmo3uTa [19].

Tabauua 7 — Bausinue OPraHoOIJIMH HA MOKA3aTeJ I MEXaHUYeCKHX, PE0JOTHYeCKHX XapaKTepucTHK H ycaaky H-IIKM
Table 7 — Effect of organoclays on mechanical and rheological characteristics and shrinkage of n-PCM

OGo3HayeHNs MaTepuana Op, &, Ep, Aons 1ITP, S, %
coriacHo Tabi. 2 MIla % I'lla kJ/m? /10 Mun SL Sy
T1A6 65* 71 2,4 12,5 19,4 1,9 29
I1A6 / C1 30B
211 74 19 2,8 10,9 8,4 1,9 25
212 75 18 2,6 10,2 73 19 25
213 75 35 3,2 8,8 7,0 1,9 25
214 88 16 33 9,6 5,7 1,6 25
215 88 9 37 8,6 4,0 15 1,9
2.16 89 9 38 9,2 33 14 2,1
ITA6 /M 101
221 75 28 2,7 10,3 10,4 21 2,8
222 72 29 2,7 10,7 6,7 1,9 2,8
223 70 37 2,8 10,5 14,2 2,0 2,7
224 71 47 32 11,7 71 18 2,7
225 69 28 2,9 12,0 12,6 1,9 2,8
226 70 46 31 10,1 6,9 1,6 1,9
ITA6 / M 104
231 72 58 2,6 10,1 9,4 1,9 25
232 71 64 2,6 114 7,6 1,9 2,8
233 74 56 2,9 10,0 8,8 1,9 24
234 75 47 3,0 10,0 7,6 1,7 2,6
235 75 26 31 10,1 74 18 2,7
236 76 20 3,6 10,5 6,5 1,7 2,3

* BepXHuUii mpeen TeKy4ecTH
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TexHomorust KOMIIAYHAMPOBAHHUS  OKAa3BIBACT
CUJIFHOE BIIMSAHHE HA PEOJOTHYECKOE ITOBEJICHHUE pac-
wiaBoB H-IIKM (ta6n. 7). Bce cocraBbl, MoTydYeHHBIC
MO JBYXCTaIUIHHOW TEXHOJIOTHH, O0JIANal0T 3aMETHO
Oosiee HM3KOW TEKYYECThIO paciiaBa (MOHUKCHHBIM
IITP). Haubonee BeposSTHOW MPUYUHOW ITOTO SIBIIS-
eTCsl TMOBBIIIEHUE CTENEeHU IUCIEePTHUPOBAHUS Opra-
HoruH B o0beme [TA6. Kpome Toro, cienyeT yuecTs,
YTO B COCTaBBI BCEX KOMITO3UTOB OBLI TOTIONHUTEIH-
HO BBelleH yanHuTenb nenu MI'T-K, pearupyromuit
¢ makpoMmosekyinamu I1A6 B pactase. Ilpu ucnomns-
30BaHUU ABYXCTAJUHHON TEXHOJIOTHU KOMIAYHIHPO-
BaHHS 9TU B3aMMOJICUCTBUS MPOTEKAIOT, BUIUMO, 00-
nee moyHO. IIOCKONBKY TIpH 3TOM  BO3MOXKHO
YATMHEHUE MaKpollenel M YaCTHYHOE MEXMOJIEKY-
nsgpHOe cmmBaHue [15], TO MPOHCXOAAT COOTBET-
CTBYIOIIME HM3MEHEHWsI U TIoKazaTelied peoJiornye-
CKHX CBOWCTB KOMIIO3UTOB.

JloGaBKM OpPTaHOTIIUH MPHU UCCIEAOBAHHBIX KOH-
HMEeHTpAIHUAX cIab0o CKa3bIBAIOTCS HA 3HAYEHMSIX TEX-
HOJIOTHYEeCKOH ycanku (Tabn. 7). JIume mpu KOHICH-
Tpauuu opraHorjiivasl 6,0% oHa 3aMETHO CHUXKAETCS
Mo cpaBHEHHUIO ¢ ucxogHeiM [TA6. Bcem oOpasmam
MpuCyIia aHu3oTponus ycaaku (S > Si), 4To sBis-
eTCS CIEeJCTBHEM CTPYKTYPHOW aHHU3OTPOIHH JIHTHE-
BBIX 00pa3IoB.

BoIBOADBI

Texnosorus KOMIIaYHIUPOBaHUS H-1IKM
[TA6/opranorinHa oKa3bpIBaeT 3aMETHOE BJIMSHUE Ha
CTPYKTYpPY, KOMILJIEKC PEOJOTHYECKUX M MEXaHH4e-
CKUX XapakTepUCTHK MaTepuaynoB. CpaBHHBas ¢
NMpsAMBIM BBEJEHHEM HAaHOYACTHI], JBYXCTaIUHHYIO
TEXHOJIOTHIO, OCHOBAaHHYI0 Ha MpPEIBAapUTEIEHOM
MOJYy4YeHUU KOHIEHTPATOB OPraHOIIMH B MOJH-
aMHJIHOW MaTpHIle, BBIABICH psin ocobeHHOCTei. B
YaCTHOCTH, YCTAHOBJIIEHO MOBBINIEHUE CTENEHU KPH-
ctraun4HOCTH [IA6 Kak B MOBEPXHOCTHBIX CIOSX,
Tak U B o0beMe OmounbIx 00pa3ios. H-ITIKM, momny-
YEHHBIE 10 JBYXCTAaIUWHONW TEXHOJIOTUH, 00Jagal0T
NOHI)KEHHOH TEKy4YeCThI0 paciuiaBa, 4TO O0YyCJIOB-
JIEHO TIOBBIIIEHHEM CTENEeHH IUCIEPTHPOBAHUS O-
raHoriuH B Matpuie IIA6 u Gonee mMoIHBIM HpoTe-
KaHMEeM  B3aUMOJEHCTBMI B  CHCTEME  CBs-
3ylolee/opraHorInHa. [Ipumenenne  gByXcCTa-
JUHHOM TEXHOJOTHH O00ECHedYMBAaeT TaKXKe HEKOTO-
po€ MOBBIIEHHE MEXAaHUUYECKUX XapaKTepPUCTUK Ma-
TEpHaIOB M 0COOCHHO MOy ynpyroctd. CreneHs
MIPOSIBJICHUS yKA3aHHBIX 3((PEKTOB 3aBUCHUT OT MpH-
poABl W KOHIEHTpanWH opraHorituHel. Hawmboiee
BeIpakeHbl oHU 11 H-ITKM, B KOTOpBIX B KauecTBe
opranornuasl ucrnossdyercs Cloisite 30B, B cTpyk-
Typy [HTAB kOoTOpoOil BXOAAT MOJSPHBIE THIPOKCHU-
STUIBHBIE (PParMeHTBHI.

BaaroxapuocTun

ABTOpBI CcTaTbu BBIpaXaloT OxaromapHocTh Kyn-
punxkoMmy B.T. 3a mpoBeaeHue HKCHEPUMEHTOB IO
PEHTITEHOCTPYKTYPHOMY aHANIU3Y.

O003HaYeHHA

M — wmerun; MI'T-)K — moaudukarop rerepo-
LEeHBIX TepMoIracToB; MMT — MOHTMOPUIUIOHUT; H-
IIKM — mnonumepHsiii Hanokomno3uT; [IAB — mo-
BEPXHOCTHO-aKTHBHOE BerecTBo; [1TP, 1/10 MuH — 110-
KazaTenb TeKydecTH paciuiaBa; PCA — peHrtreso-
CTPYKTYpPHBIH aHanm3; PO — peakiyioHHAs IKCTPY3HS;
Tn— Taman; dos, KJk/M?— ynapHas BS3KOCTH MO
[Mapnu Ha 00pasmax ¢ ocTpbIM Hajape3oM; B — OeH3ui;
D, MM — muameTtp mHekoB; D, MM — namameTp Karmii-
aspa; 0, HM—  MEXIUIOCKOCTHOE pPAacCTOSHHE;
E,, I'Tla — monyns ynpyroctu npu pactsixenun; HE —
ruapokcudT, HT — ruaporeHn3upoBaHHBIN TaJUTAI
(65% Casg, 30% Cig, 5% Ci4); |, UMITYJIBC — HHTEHCHUB-
HOCTh  JU(PPAKIUU  PEHTICHOBCKOTO  HM3IIyYCHUS,
I u |y, IMOyIbC — WHTEHCHBHOCTH JTU(PPAKIIMOHHBIX
makcumymoB ans H-IIKM, nomydeHHBIX Hpu OJHO- U
JIBYXCTaIMAHOM TEXHOJIOTHUSIX COOTBETCTBCHHO;
Ir 1098 — Irganox 1098; L, MM — janvHA IIIHEKOB;
S, % — ycanka mpu JUThE TOJ AaBICHHEM; Sq, %0 —
ycamka, OIpeneleHHass Ha JHCKOBBIX 00pasIax;
Si, % — ycanka, onpezeseHHas B MEPICHIUKYIIPHOM
HaIpaBIEHUN TEUeHHs pacIiulaBa W TPOJOIBHON OCH
OpyckoB; S|, % — ycaaka, onpenerieHHas B apajuieiib-
HOM HaIlpaBJICHWU TEUEHHs paciulaBa M IPOJOIBHOM
ocu OpyckoB; Ty, °C — TeMiepaTypa KpUCTaIIIM3ALIH;
T,,°C — Temmneparypa IUIaBICHHS; o, % — CTCICHb
kpuctammmuHocT 1A 6; Al — orHOcuTenbHAsT Belu-
YyyHa JU(PAKIMOHHOTO MaKCUMyMa; &,, % — OTHOCH-
TEJNILHOE YIJIMHEHUE MPH pacTsHKeHHH; 6,° — 3HaYeHUE
yrna nudpaxiyu; A, HM — JJIMHa BOJIHBI, 6p, MIla —
MPOYHOCTH MPH pacTsHKeHuu; 26, °© — yriioBoe MmoJioke-
HHUE TUQPPAKIIHOHHOTO MaKCHMyMa.
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