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MeToioM PeHTIeHOCTPYKTYPHOIO aHaJIN3a PACCMOTPEHO BJIMSTHUE TEMIEPaTypbl M30T€pPMUYECKO 00paboTKH Ha
U3MEHEHHE pa3MepoB 00s1acTeil KOrepeHTHOro paccesiHus Lojo M TEKCTyphl MaTepuasia MOJIMaKpPHJIOHUTPUIbHOM
HHUTH B IIpoLiecce MEpPeXoia B CTPYKTYpPY TepMOCTAOIIM3HPOBAHHOIO BOJIOKHA. II0BHIIIEHNE TeMmmepaTypsl TepMO-
CTaOWIM3aLiK NP MIOCTOSHHOM BBITATUBAOIICH Harpy3Ke CTUMYJIMPYeT Ha HayasIbHOM CTajiii OJHOBPEMEHHO Gostee
AKTHBHBIN POCT pa3sMepoB Lojg 1 TEKCTypHpOBaHUE IOJIMAKPUIOHITPUIBHEIX HATEH. AKTHBHOE pa3BuTHe (Ha3oBoro
npeBpaineHnst npu temmeparypax 275—290°C B mpomecce maibHEHIEH TepMOCTaOMIM3AIMH COIPOBOKIACTCS
CYLIECTBEHHBIM YMEHBIIEHHEM TEKCTYpbl INOJMMEpa, HE MHCIBITABIIErO K 3TOMY MOMEHTY BpeMeHH (Ha3oBOro

repexozna.
BeepeHue

CTpyKTypa YIJIepoIHOTO BOJIOKHA, ITOIyYEeHHAs M3 TOJIH-
akpuonutpuiibHoro (ITAH) momamepa [—CH,CH(CN)—]p,
ompenessieT ero (U3NKO-MEXaHMICCKAE CBOWCTBA M CyIIe-
CTBEHHO 3aBHCHT OT COCTaBa, CTPYKTYPHI U YCJIOBUIA OKHCJIH-
TEJIbHOM TEPMOCTAOHMIM3ALHY TTOJTHAKPUIOHUTPIIbHBIX HU-
teit [1-4]. [Tpu temmeparype 200—300°C pa3BuBaercst u3-
MEHCHHE XUMHYECKOrO COCTAaBa, LIUKJIN3ALNS U OKHCJICHHE
nomMepa, (popMupyeTCs HOBask HAHOCTPYKTYpa TepMOCTa-
OMIM3HPOBAHHOrO BOJIOKHA. Ha 3TOT mporecc CyliecTBeH-
HOC BJIMSHUC OKa3blBACT OPUCHTALMS LeIeil JIeCTHUYHOTO
TIoJTMMEpa OTHOCHTENBHO och HuTH. Tak, B [5] oTMedaerc,
YTO y)Ke IPH TePMOCTAOUIN3ALIN B H30METPUYCCKHX YCIIO-
BUSIX HaHOTeKcTypa [IAH mosmmMepa Bblme 0 CpaBHEHHIO
C TaKoBOi, GOPMUPYEMOl B YCIIOBHSIX CBOGONHON YCaKu.
TexcTypupoBaHue MaTepuaia Ha CTaIUd TEPMOCTaOU/IN3a-
1mn 00YCJIOBJIMBACT IOBBIIICHUE AHU30TPONMA (HAHOTCK-
CTYpbl) KOHEYHOIO YIVIEPOJHOIO BOJIOKHA, KOTOpast BIJIMSICT
Ha Momynb FOHTa 1 ero 2JIeKTpo- U TEIIONPOBOIHOCTE.

B [6,7] paccMOTpeHO BIIMsIHHME BHITSTHBAIOIICH HArpys-
KA Ha XryT npu TepMocrabmmmsanuu. IlokaszaHo, uTO
YBEJIMYCHNE HArpy3KHW CTHMYJIMPYET YIJIMHEHHE XIyTa Ha
HavaJIbHOM CTaguM TEPMOCTAOMIM3aLlUKA U OOYCJIOBJIUBAET
(hopMHpOBaHUE CYIIECTBEHHO Oojiee TEKCTypHPOBAaHHOIO
ITAH mnomumepa. TemmnepaTypHble peKUMBI H30TEpPMUYC-
CKOM TepMOCTaOWIM3allMU TaKKe BJIMAIOT Ha YAJIMHEHHE
JKT'yTa Ha HA4aJIbHOM 3Talle TepPMOCTaOMIIN3aIN U OJKHBI
OKa3bIBaTh BJIMSHME Ha TEKCTypy Marepuasia. OQHAKO 3TOT
BOIIPOC OCTAETCsl HEIOCTATOYHO U3YyYECHHBIM.

B Hacrosimieil paboTe METOIOM PEHTTEHOCTPYKTYPHOIO
aHAIN3a PACCMOTPEHB OCOOCHHOCTH M3MEHEeHHsl (pa3oBOro
cocTaBa, CpeIHHX PasMepoB obJiacTell KOTEPEHTHOIO pac-
cesiansi (OKP) u TeKCeTyphl MOIMAKPUIIOHATPIIIBHOM HUTH B
HpOIIeCcCce H30TCPMUYCCKOM TEPMOMEXaHUIECKOIT 00paboTKH
Ipu Temneparypax B uaTepBaje 245—290°C.
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O6bekTbl 1 MeTOAblI UCCneaoBaHNA

Uccnenosanus Bomostaenst Ha [TAH wuTsx (comepikanue
MeTHJIaKpuiaTa 5 wt.%), HM3rOTOBJICHHBIX C MPUMCHEHHU-
eM MMETWICYJIb(OKCH/IA, NMUKHOMETPUYECKas IJIOTHOCTb
1 CTENeHb KPHCTA/UTMYHOCTH BOJIOKHA paBHHE 1.175 g/cm3
u 75% cooTBeTCTBEHHO. TepMocTaOMIM3alMIo JKIYTHKA,
cocrosimero u3 500 HuTelr omamerpoM ~ 12um, mpo-
BOIMIM B H30TEPMUYECKHX YCJIOBUAX IpPH TeMIepaTypax
245, 255, 265, 275, 285 u 290°C (KOMIUICKCHYIO HUTDH B
TedeHHe 1—2s mepeMeInaay B MPEABAPUTEIIbHO HArpeTyio
TpyO4aTyio medyp) B aTMocdepe BO3MyXa IPH MMOCTOSHHON
BuITATUBaomeit Harpyske 30 g. TouHoCTh nofiepKaHus TeM-
nepatypst 1°C.

CTpyKTypHBIE HCCJICIOBAHUS BOJIOKOH BBIIIOJIHEHHI C IIO-
MOIIBIO pEeHTreHoBckoro augpaxkromerpa D8 ADVANCE
(¢unprpoBannoe CuK,-m3iiydeHue, aHaam3 OPOQUIS IU-
¢paxmmonnoro makcumyma 010 TTAH nmpoBoguiu, ucnosib-
3ysi mporpammy Origin 8). B mporiecce TeKCTypHBIX HC-
CJIE[IOBaHNI MaTepHasa ObUIN 3amucaHbl Mpopu Audpak-
moHoro makcumyma 010 TTIAH, ¢opmumpyemoro OKP,
OPHECHTHPOBAHHBIMI OTHOCHTEIBHO OCH HHUTH IO YIJIOM (0
or 0 mo +£5° Ilapamerp TekCTypbl Z, MEXIUIOCKOCTHOE
paccrosinnie u cpemgaue pasmepsl OKP ITAH Bosokna mo
3aaHHOW HporpamMe, ONpenesisul aHajorudo [7] (B yr-
JIOBOM HHTepBajie £Z opueHTHpoBaHO ~ 75% Marepnaia
OKP nomakpryioHATpHIIA).

3KcnepuMeHTanbHble pe3ynbTatbl N UX
obecyxpaeHue

Ha navanbHOM 3Tare n30TepMHUYECKOil TepMocTabuIn3a-
i [TAH suti mpu temneparype 245°C m HOCTOSIHHOIM
BHITArMBaomeil Harpyske 30 g HabmonaeTcs yBeJu4eHue ee
IUIMHBI, MAaKCUMaJslbHasl BBITSDKKA 4yepe3 15min cocraBiser
~ 1.8% (puc. 1). TIporecc cOMpPOBOKIAETCST HOBBIICHIEM
CTENEHN KPUCTAJUIMYHOCTH MaTepuana (tabm. 1). Ilpo-
TEeKaIIasi NapauUICIbHO UKIIM3AHs TTOJHAKPHIOHUTPUIIA
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Puc. 1. V3smeHnenne ymHeiHBIX pa3mepoB komiutekcHoit [TAH
HUTH B TIpoLiecce M30TEPMUYECKOH 0OpabOTKM NpU IOCTOSHHON
BHITATUBaOMER Harpyske 30 g.

00YCJIOB/IMBAET 3aME[JICHHAE BBITSDKKH, @ 3aTEM COKpalIcHHe
IUIMHBL BOJIOKHA. Ycamka depe3 300 min TepmMooOpaboTKH
nocturaet 14%. VHOoekc apoMaTHYHOCTH, XapaKTepHU3YIo-
M CTereHb XMMUYECKUX IIpeoOpa3oBaHuii MaTepuana Bo-
JIOKHA M PaCCUUTAHHBINA 110 JaHHBIM PEHTTCHOCTPYKTYPHOTO
aHaym3a, pased 53% (tabm. 2).

L, nm

L, nm

0, deg

Tabnuua 2. Nsmenenne 3HaveHus uHIEKca apomarmanoct (Al )
ITAH BoJiOKHa B mporecce TePMOMEXaHUIECKON 00paboTKU

Temneparypa, Wupexc apomatnarocta (%)
1ocjie TepMOOOPabOTKY B TCUCHHE:

°C

30min | 40min | 1h | 2h | 4h | 6h
245 - - — 40 | 53
255 - - - 26 | 48 | 58
265 - - 18 | 46 | 56 -
275 — 23 31 | 53 - -
285 26 - 51 - - -
290 37 - 54 | — - -
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Puc. 2. 3aBucumocts cpennux pasmepoB L ot yria opuentupoBku ¢ OKP oTHocurenbHO ocu Huth Matepuania ITAH. Precursor —

HCXOaHasA HUTH.
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Ta6bnuua 3. Biusinie temneparypsl (T) Ha nsmeHenusi pasmepoB OKP (Ly—go ), MexmockocTHoro paccrosiausi (dy—go) B Hporecce

nsotepMmuieckoit oopabotku ITAH BostokHa

T oC [TpoROIDKUTEILHOCTD L, mn d,A

' TepMOOOPabOTKH OKP1 OKP2 OKP3 OKP1 OKP2 OKP3

HcxonHoe BOJIOKHO 13.2 0.9 — 5.289 5.235 —

20 min 173 1.0 - 5.309 5.179 -

1h 154 1.8 - 5346 5200 -
245 2h 9.8 14 0.9 5354 5297 3.505
4h 93 14 09 5369 5.405 3.532
6h - 12 09 - 5.401 3.574

10 min 182 1.0 - 5.290 5478 -

20 min 174 1.0 - 5295 5365 -

40 min 166 13 - 5281 5.197 -

255 1h 142 18 - 5332 5234 -
2h 92 14 0.9 5357 5384 3.499
4h - 13 0.9 - 5386 3.582

10 min 18.0 1.1 - 5302 5322 -

20 min 162 1.1 - 5276 5.406 -

30 min 157 14 - 5323 5234 -

265 40 min 12.5 L5 - 5322 5282 -
1h 112 1.8 12 5330 5292 3518
2h - 14 09 - 5.440 3.583
4h - 1.0 0.9 - 5.548 3.581

10 min 18.1 1.0 - 5.269 5367 -

20 min 157 L5 - 5314 5259 -

30 min 132 1.7 - 5320 5282 -
275 40 min 116 17 13 5344 5359 3591
1h 10.1 12 0.9 5313 5384 3493
2h - 1.0 1.0 - 5470 3.555

10 min 17.3 13 - 5278 5303 -
285 30 min 95 12 0.9 5320 5411 3.460
1h - 1.0 0.9 - 5.561 3.569

10 min 162 1.0 - 5283 5285 -
290 30 min 108 13 0.9 5342 5.402 3.529
1h - 1.0 0.9 - 5.598 3.574

[ToBbImeHne TeMIepaTypbl M30TEPMHYECKOH 0OpabOTKH
ITAH nutu o 255, 265 u 275°C obycioBiuBaeT BHayajle
mporecca BHTSIKKY Ha ~ 2.5, ~ 3 u ~ 4.5% cooTBeTCTBEH-
Ho. Ilpm 3TOM BenmumMHA ycamku 1ocjie TepMooOpaboTKh
B TeueHue 6, 4 m 2h cocraBiisieT ~ 14, ~ 13 u ~ 11.5%,
a smHauenme Al pocruraer 58, 56 u 53% (tabm. 2).
JaspHelimee MOBBIIIEHIE TEMIIEpaTypsl 00paboTku 10 285
u 290°C cruMynupyeT YBEJIMYE€HHE BEJIUYHHBI BBITSKKU
Ha HaYaJIbHOM »JTame o0paboTku 1o ~ 8.5 m ~ 13%,
KOTOpasi yXe He KOMIICHCHPYETCS IOCJICHYIOIEeH ycamkon
HHUTH, IPOTEKAIONICH BO BpeMsl TEPMOOOpPabOTKU B TECUCHHE
1h. VMHOekc apoMaTHYHOCTH MaTepuaia TaKAX BOJIOKOH
cocrasisieT 51 u 54%.

Paccmotpum crpykTypable m3menernst IIAH B mpomecce
TepMmoctadbnm3any. [ Ipodum xapakrepHOro 11 KpAUCTalI-
JIMYECKOH CTPYKTYPHI MOJIMAKPIJIOHUTPIIIA TU(HPAKIIOHHO-
ro makcumyma 010 HEeCKOJIbKO aCUMMETPUYHBI U YIIMPEHBI
B OCHOB@HHH, 4TO, KaK MOKa3aHo B [4], 0OyCJIOBIICHO HaJIo-
keaneM MakcuMyMoB OKP, ommuatonmxcst pasmepamu u
MEKCIIOEBBIM PacCTOSTHUEM. Pe3ysibTaTsl pasio:KeHIs TaKuX
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npodwieii Ha MUHUMAJIBHOE YUCJIO MAKCUMYMOB, OITHCHI-
BaeMbIX (yHKIHMe# JlopeHIla, W BBIMUCIICHUS HapaMeTpoB
crpykrypsl OKP, opreHTHpOBaHHBIX TAPAJUICIIBHO OCH HUTH
(¢ =0°), mpusenensl B Tabi. 3. B ucxomHom ITAH Bo-
sokne peructpupyorcss OKP1 n OKP2, cpennne pasmepsr
KoTopblX ~ 13 1 ~ 0.9nm. ITo Mepe yBenudyeHus yriaa ¢
opuentuposkrn OKP1 otHOCHTEnsHO ocm HuTH OT 0 ;MO 5°
pasMepsl Ly—go yMEHBINAIOTCA HPAKTHYECKH JIMHEHHO IO
~ 9.5nm (puc. 2). KonmuectBo Bemectsa, HopMHUpPYOIIETro
takne OKP1,_so, cokpamaercs B ~ 2.3 pasa.

Ha HavanbHOW CTajuu, COBIANAIONICH C BPEMEHHEIM HH-
TEPBAJIOM IUIACTHYECKOTO TEUSHNUS MMoJIMepa, HabJTioaeTcst
cymecTBeHHoe yBenmueHne cpenaux pasmepos OKPI1. Taxk,
B mporecce Tepmoodpadbotrkn I[IAH BojokHa B TedeHme
20 min npu 245°C cpegnue pasmepsl OKP1 L,_go Bo3pac-
TatoT Ha ~ 31% (cTeneHb KPUCTAIINYHOCTH YBEJIMIMBACTCS
Ha ~ 11%). TloBblmieHHe TeMmepaTypsl H30TEPMIIECCKON
obpabotku ITAH mutH 10 255, 265 1 275°C o0ycioBanBaeT
YCKOpEHHE CTPYKTYPHBIX H3MeHeHHi. CpemHue pasMephl
OKP1, opreHTHPOBaHHBIX BIOJIb OCH BOJIOKHA, YBEJIMYMBA-
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Puc. 3. BimsiHue TeMnepaTyphbl H30TEPMHUYECKON TepMOCTaOWITH-
3aIMu Ha W3MeHeHue mapamerpa TekcTypel Z ITAH BosokHa.

I0TCA TociIe TepMocTabmwm3anuu B TedeHue 10 min onu-
HakoBO Ha ~ 38%. Opnako pocT cpeaHux pasmepoB L,
Mmarepuasia [IAH BoJIOKHa 3aBUCHT OT yrila OPHEHTUPOBKU U
npu ¢ = 5° cocrasinser Bcero ~ 33, 28 u 16% npu temne-
patype 255, 265 u 275°C coorBerctBeHHO (puc. 2). Hab-
Helilllee MPOIOJDKEHNEe TepMOCTAOMIIN3aLK 00YCIIOBINBACT
nocrernenHHoe aucneprupoBanue OKP1. Dtor npouecc pas-
BHUBaeTCst Oosee akTUBHO mpu @ = 5° (puc. 2). BpemenHoit
unTepsan peructpauud OKP1 B ITAH Bosoxne npu 275°C
cokpamaercsi B ~ 4 pasa M0 CPaBHCHHIO C TaKOBBIM IPU
245°C.

IloBeimenne Ttemmepatrypbl oOpadotku ITAH wHutH mO
285 1 290°C cymecTBEHHO aKTUBUPYET CTPYKTYpPHbIE IIpe-
obpasoBaHusi MaTepuasia. B 3ToMm ciydae, MO-BHIMMOMY,
HanoOospmux pasmepoB OKP1 pocturaior npum MakcuMasib-
HOM BBITSDKKE (depe3 5—6 min). [Tocsie TepMocTabumisanmn
npu Takux TemmepaTypax B TeueHne 10 m 30min 3Haue-
HuA Ly—go cocraBisioT ~ 17 1 ~ 10nm coOTBETCTBEHHO
(puc. 2).

Takum o0pa3oM, yBelIUYEHHE CPETHUX pasMepoB L,—oo
Ha HayaJIbHOM 3Tale H30TePMHYCCKO 00pabOTKH, COOT-
BETCTBYIOLIEM IUIACTHYECKOMY TEYCHHIO TIOJIMepa, C1ado
3aBHCHUT OT TeMIIepaTyphl TepMOCTAOMIN3aLU. AKTUBHOCTD
nocienymomero aucneprupoBanusi OKP1 3aBucur ot Tem-
nepatypbl 00pabOTKH U yIJIa OPUEHTHPOBKH OTHOCUTEJILHO
OCH BOJIOKHA.

ITapameTrp Z, XapakTepU3ylOIIUH TEKCTYpy MaTepHaia
ucxonuoit [TAH nutw, pasen 5° (puc. 3). Ilpu Temnepatype
255°C maxcumaspHasi Tekctypa Matepuasa [TAH pmoctu-
raercsi mocyie TepMocTabmmsarmy B TedeHHe ~ 10 min
(3Havenune Z ymenpmraetcs o 3.8°). Ilpu Gosiee BBICOKHX
Temneparypax obpabotku 265 m 275°C HamMeHblee 3Ha-
yeHne Z, paBHoe 3.65 u 3.7° COOTBETCTBEHHO, TOCTUTACTCS
yepe3 ~ Smin. B cocTosHMM MakCHMaJbHOI TEKCTypHI
Marepuajia WHTCHCHBHOCTD TU(PAKIMOHHOIO MaKCUMyMa
010 ITAH, ob6ycnoBnenHoro au¢paxuueit Ha OKP1, yBenu-
gptack npudmsuTesisHo Ha 60, 52 u 34% (TemmepaTypsl
255, 265 u 275°C COOTBETCTBEHHO).

[Ipomomxenne TepMooOPabOTKH COMPOBOXKIaeTcsT (haso-
BbIM nepexorioM cTpykTypsl ITAH B cTpykTypy TepmocTa-
OWJIM3MPOBAHHOTO BOJIOKHA (HA PEHTICHOrpPaMMe HAYHHAET
OTYETIMBO PErUCTPUPOBATHCH AU(PAKIUOHHBIE MaKCUMyM
npu 20 ~ 26°). Cpennue pasmepst OKP3 HoBo#t (a3l
~ 0.9nm (tabmn. 3). 3HaveHue yria Z, XapakTepH3yloliee
tekctypy OKP1 nommakpmnonuTpmia, He HCHBITaBIIErO
K 9TOMy MOMEHTY BpeMeHH ()a30BOro Iepexosia, HaunHaeT
yBenmauBathes (puc. 3). K MoMeHTy BpemeHu paspyuieHus
~ 80% OKP1 (uepe3 60 u 40 min, Temreparypsl 265 u
275°C) sHavenume Z OKa3aJIoCh PaBHBIMH 5°, a CpemHHC
pasmeper OKP1 ITAH cocrasmsior 11.2 1 11.6 nm coot-
BETCTBEHHO.

Takum oOpas3om, yBeJIMUYCHHE TeMIEpaTypel oO0pabOTKU
aKTHBUPYET MPOLIECC YHOPSANOYEHUS MOJIEKYIAPHON CTPYK-
Typhl, compoBoxpamomuiica poctom pasmepoB OKPl u
MOBBIICHHEM TEKCTYpbl MaTepHajla Ha Ha4daJbHOM 3Tare
TepMmocTadbmm3anyy. OpgHako Oosiee aKTUBHOE Pa3BUTHE
(azoBoro npespaieHusd B Matepuaie [IAH npu temnepary-
pax 275—290°C B mporecce HajbHEUINEH N30TEPMUIECKOI
TEPMOCTAONIIN3AIINN COIPOBOKIACTCS OBICTPHIM HapyIICHH-
em Ttexctypel ITAH. [lpm sTOM MaTepmas HUTH TepsieT
IUIACTUYHOCTb, YCajiKa XKIyTa CoKpamaercs ¢ ~ 14% (245
u 255°C) mo ~ 12 u ~ 7% (275 u 290°C).

BbiBOoAb!

CTpyKTypa KpUCTaJUIMIECKOH COCTaBJISAIONICH HMCXOTHOH
HUTU npencTasieHa AByms BugamMu OKP mosmakpriioHUT-
puJia, OTVIMYAIONIMMICS Ha MOPANOK CPEIHUMH pa3MepaMIL.

[ToBbleHne TemnepaTypel Ha HadaJIbHOH CTaguM H30-
TEPMUYECKOH TepMOCTaOMIIN3aIMU CTUMY/IUPYET COBEPIICH-
ctBoBaHue cTpykTypsl [IAH HuTH — yBesmueHne pa3mepoB
kpynHeix OKP1 u nosbimenue Tekctypsl MaTepuaia. [lpu
9TOM IIPOUCXOOUT HamboJsiee AaKTHUBHBIA pPOCT pPa3MepoOB
o0J1acTeil KOTepPEHTHOTO PacCesiHNsl, OPUCHTHPOBAHHBIX I1a-
paJJIeSIPHO OCH HUTH.

AxTuBHOE pasBuTHE (Pa30BOTr0O NPEBPAIICHAS B MaTEpHa-
sie ITAH npn Temmeparypax 275—290°C B npouecce naib-
He#melt TepMocTabIIN3aii COIPOBOXKIACTCS CYIIECTBEH-
HBIM YMCHBIICHHUEM TEKCTYpPHI ITOJIMMEPA, HE HMCIBITABIIETO
K 3TOMY MOMEHTY BpeMeHH ()a30BOro rnepexona.
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