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Kak coo61ianock pasee, HacueHTHBbIH nopomok [TAH, nonyueHHbil nonuMepu3alHeil akpHAOHHTPUIIA B
pacTBOpe MPH ONpEfEIEHHbIX YCAOBUAX CHHTE3a, COCTONT U3 arperaToB MOHOKpHCTamioB. IlneHka, npu-
roToB/ieHHas uIbTpauuei cycneHsun, cogepxkaieir kpucramnel [IAH, 6bi1a xpynkoit. Tem He mMeHee
TBepRoda3Has KOIKCTPY3usd NopolikooGpasHoro obpasia npu 25-200°C oka3zanacs BosMoxHoit. [Tpu on-
TUManLHOU TeMmepaType ~ 140°C KpaTHOCTh BLITAXKKH JOocTUrana <68. Boicokas MI1aCTHYHOCTL HACIEHT-
Horo ITAH, kdk oka3anoce, o6ycnosnexa cnenugpukoi Mopgoaoriy NOJIUMEpa H NPOTEKAHHEM pellaKca-
LIMOHHBIX MPOLUECCOB B KPUCTANNHYECKOIT yacTH MaTepuana npu ~110°C. Ha pasubix crapusx gedopma-
uud nopourkosbie mieHku [TAH u3yyanuce MeTogaMu peHTTEHOCTPYKTYPHONO aHaid3a B GOMBIUMX H
ManbiX yriax audpakuyH, CKAHUPYIOLIEH 3NEKTPOHHON M ONTHYECKOH MUKPOCKONUH H AMIATOMETPHH.
Bo3HuKHOBEHHE 60BIIOTO NEPHOAA B OPHEHTHPOBAHHbBIX 00pa3ilax, a TAKXKe HEKOTOPbIE H3MEHEHHA CTe-
AEHH OpHUEHTALMM Liened 1 MAKPOMOJIEKYT B LIENOM MO 06pa3Ly B 3aBHCHMOCTH OT KPATHOCTH BBITAXKKH
CBUAETENLCTBYIOT O AByX(ha3HOM CTPOEHHU MaTepHaja, B KOTOpPOM, BONPEKH MHEHHIO JPYrHX aBTODPOB,
COCYILECTBYIOT KPHCTAJUIMYECKAs U HEKPHCTANUYEeCKasa (pa3oBbie KoMnoneHThl. Bonee Toro, B npoTuso-
Bec TOM Ke pabore, kpucrananueckas pemerka ITAH nyuine cooTseTcrByeT poMOHYECKOH CHHIOHHH C
napaMeTpamu 3J1eMeHTapHOM A4eiiku a = 1.06, b = 0.586 u ¢ = 2.45 MM, a He reKcaroHaibHoil. MexaHuye-
CKHe CBOWCTBA OPHEHTHPOBAHHOIO NMONIMMEPA ONPENENAIOTCA KPATHOCTBIO BBITAXKKH H HAJTHYHEM IOPO0G-
pasHbix 1eEKTOB, T.e. PAKTOPOB, 3aBUCALUHX OT TEMIEPATYPbl 3KCTPY3uH. MaKCHMalbHbie 3HAYEHHUS
MOAYNS U MPOUHOCTH, cocTapastowue 13 u (.43 I'T1a cOOTBETCTBEHHO, NONYUYEHB! IPH PACTAXKEHUM 00pas-
ya npu 140°C mo xpaTHoctu 20. [TepBoe U3 [BYX 3HAYEHHI COOTBETCTBYET JIHIUL 45% BeTHYHHbI TEOPETH-

yeckoro moayisa ataktudeckoro [TAH.

BBEJIEHUE

Hepaeno onyGaukoBaHHbld 0030p [1] mokazan,
yTO NpoyHocTHble xapakTepucTuku [I3BII nunei-
HO 3aBHCST OT JiorapugMa KpaTHOCTH BBITSDKKH A.
ITonyuyennsie pe3ynbTaThl ONH3KYM BO BCEX HMEIO-
HIMXCS Ha CerofHs NyOMuKaupsX W HE 3aBHCAT OT
MM nonumepa. B pasee onyGaIMKOBaHHBIX paboTax
[2-5] Takke MOKa3aHO, YTO CNOCOGHOCTHL TIOJHME-
POB K 3HAaYUTeNbHBIM AedopMalisaM oNpefenseTcs
psinoM QakTOpOB, B TOM HHCIIe MOP(OIOrHeH HCXON-
HOTO MaTepualia, MIOTHOCTbIO CETKH 3alielIeHHH,
XUMHYECKUM cTpoeHreM 1 MM. OTHOCHTENBHO clla-
6as COCOGHOCTh K PACTAXKEHHIO MONUMEPOB, MakK-
POMOTNEKYNIbI KOTOPHIX HMEIOT CHIbHbIE MEXMOJe-
KyJIsipHble B3aUMONCHCTBHS I (MIIH) ABIAIOTCA XKECT-
KAMH (HampuMep, TaKHX Kak HadmoHel [4] wmu
[I3T® [5)), o6Gycnosnena Kak NpaBHIIO MOHAXKEHHOH
IUIACTUYHOCTBIO 3THX MaTepHaloB. [IpyruM BaxKHbIM
¢akTOpOM, BIHUFIOIKM HA IIACTHYHOCTh YaCTHYHO
KPHCTaNINYECKOro MONMUMEPA, OKa3bIBACTCA HAJM-

Yhe mpolecca O-penakcauun [6] uaun o6paruMoro
¢hazoBoro npeppaleHus THTIA KpACTaUI-KpHCcTamt [7].
Tlpu TeMnepaTypax Bbiili€ TOYKH NOJOGHBIX IEPEXO-
OB aKTHBHPYIOTCS MOJIEKYISIPHBIE IBHXKEHHUS B KPH-
CTANTHYECKNX OBMACTIX M, KaK CIHEeICTBHE HX “‘pas-
MATYEeHHS ', YBEHYHUBAETCA MIACTHYHOCTh. B yacT-
HOCTH, TOKa3aHO, YTO NONHMEpBI cO CIaObIMH
MEXMONEKYNAPHBIME  B3aHMOJICACTBISIMH, TaKHe
kak 13 [2, 8], [II1 [9, 10] u [IT®3 [11}, craHOBATCA
NOCTATOYHO MNacTHYHLIMH. OHM CIIOCOGHBI K 3HaYH-
TeNbHOMY OfHOOCHOMY PACTSDKECHHUIO JIHIIb [IPH TEM-
riepaTypax Bbillie 06l1acTH KPHCTALTHYECKOH peaK-
cauuu, puKcHpyeMoii Ha KPHBbIX JUHAMHYECKHX Me-
XaHHYECKHX HCIbITAHUIA.

TMTAH - kectkouennoit nonumep {12] c 6onpruoi
3Heprueil Kore3un 6rarofapst HAMAYAIO O6BEMHBIX
HUTPHJLHBIX FPYMN ¥ NO3TOMY 06J1afalolMi BBICO-
KOH TOYKoil mnaBnenus. TepMAdeckas AeCTPYKLHs
nojuMepa HaGIFORAETC HIXKE TeMITEPATyphl MIIaB-
NeHds, KOTOpasi, COracHo oueHkaM pa6otsl [13],
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10 MM

Puc. 1. Mukpodororpacusi, nonyyeHHast METOJIOM NPOCBEYHBAIOLIEH 3JIEKTPOHHOH MUKPOCKOIMHY, {151 06pa3ua
ITAH, ocaxxieHHOTrO U3 pacTBOpa B X0/i€ NOJIMMEpU3aLiH (a), a TAKXKE CHUMOK, NOJy4YE€HHBIH CKaHUPYIOLLEH 3J1€e-
KTPOHHOW MHUKpOcKonuei, s ek [TAH, npuroToBneHHoON U3 HaCLEHTHOro nopouka (6).

paBHa 317°C. HecMoTpst Ha NOgOOHBIE OCOOEHHOCTH,
6b1710 Moka3aHo [14], 4TO cBEpXBbBICOKOMOJIEKYJISIP-
Hblid I[TAH ob6nagaeT qocTaTOYHOM NMJIaCTHYHOCTHIO,
YTOOBI OBITH PAaCTAHYTHIM 10 A < 80 METOIOM TBeEp-
no¢a3HOH KOIKCTPY3HUH.

Panee 6GbU1O Takke yCTAaHOBJIEHO, YTO HACLEHT-
HBIH CBEPXBbICOKOMOJIEKYNIsipHbIH [1D TakXke crnoco-
OeH OCTHraTh BHICOKUX 3HaYeHHuil A npu nedopma-
LIMH MeTOJlaMH TBepAo(a3HOM 3KCTpy3uH [15], KO3K-
cTpy3ud [16] unm aByXcTyneHyaTod BbITSKKH [17].
He3zasucumo Cmur [ 18] u Cenuxosa [19] ¢ coaBTOpa-
MH TIOKa3aJIH, YTO BbICOKONPOYHbIE BEICOKOMOMYJIb-
HbIe BOJIOKHA ¥ IUIEHKH MOTYT OBbITh TOJYYEHBI
cBepxBbITSIKKOM 13, nony4yeHHOro npu onpepesieH-
HBIX YCIIOBHSIX CHHTE3a.

B nannoi paboTe M3y4anu OgHOOCHO-fedopMu-
POBaHHBIN 10 BbICOKUX 3HaueHni A [TAH, nonyyesn-
HbIA B BHJIE IUVIEHOK M3 HACLEHTHOrO MOpOIIKa, U3-
BJIEYEHHOTO U3 XMMHYecKoro peaktopa. ITommmep
COCTOSIJI U3 arperaToB MOHOKPHCTAJINIOB, C(hOPMHpPO-
BaHHBIX B IIPOLIECCE CHHTE3a aKpPHJIOHUTPHUIIA B pac-
TBOpE B ClIEMAJIbHBIX YCIIOBHUSIX, ONMMCAHHBIX paHee
Takasinaru ¢ corpyaaukamu [20]. ITnenku, nony4en-
HbI€ U3 HacueHTHOro nopomka [TAH, Ob11u Xpynku-
MHA U oOllafany HU3KOU IUIACTUYHOCTBHIO, HEOCTa-
TOYHOM /ISl NPOBEAEHHUS NPSIMOM OJIHOOCHOM BBITSIXK-
ki. OpHAakoO MJIaCTHYHOCTH OOpasLoB OKa3anach
HOCTaTOYHOMH NPH PACTSKEHUH IOCPEACTBOM METOAA
KO3KCTpY3HH, npefioxeHsoro IloprepomM ¢ corpyn-
HUKami [21]. Takum oOpa3oMm, fanee o6CyXaaroTcs
pe3ynbTaThl 3KCTPY3UOHHOH BBITSKKHM IJIEHOK
ITAH 13 HaCUHEHTHOro NOPOIIKA, a TAKXKE CTPYKTypa
U MEXaHHYeCKHEe CBOWCTBA OPHEHTHPOBAHHOIO Ma-
Tepuana.

5 BBICOKOMOIJIEKYJISPHBIE COEJUHEHHUA  Cepus A

SKCIIEPUMEHTAIJIbBHAS YACTb
Ioaumepusayusa

HacuenTtssiit nopomok [TAH nonyyanu ocaxpe-
HHEM B NIPOLIECCE TEPMONOINMEPH3AIMN aKPHJIOHH-
TpUJIa B OTCYTCTBHE KaTalM3aTOpa COIJIACHO METO-
nuke [20]. 60%-Hblii pacTBOp aKpPHJIOHHTpHUJIA B
JIM®A nocreneHHO HarpeBajud OT KOMHATHOH TEM-
nepatypsl 1o 98°C u BbiiepkuBanu B TeyeHue 1 4. B
npouecce TAaKOH BBIAEPXKKH pacTBOpP CTaHOBHJICS
MYTHBIM BCJIEJICTBHE OOpa30BaHUs arperaTroB MOHO-
kpucramnos ITAH, koropsle ocaxpganuch (puc. 1a).
IInenky [TAH #3 HaCHEHTHOrO NMOPOIIKA NONYyYaad
MEJJIeHHOH (puIbTpauueid CyCHeH3WH NpPU KOMHAT-
HOH TeMmepaTrype. BiaxHylo MIEHKY CymHMIHd Ha
BO3JlyXe, a 3aTeM B BaKyyMe B TeueHHe 4 cyTok. Toin-
HIMHA CYXOH IUIEHKH cocTasisina ~300 MKM.

XapakTtepucradeckyio Bsa3koctb [IAH B pacTso-
pe IM®A un3mepsinu npu 35°C. Bennunna cpegue-
BSI3KOCTHOH MOJIEKYJISIPHOM MAacChl, pacCYMTaHHAs
N0 COOTHOUICHHIO XapaKTEPHUCTHYECKas BA3KOCTb—
MM [22], oka3anace paBHoi 7.2 X 10%,

3xcmpy3u0HHaﬂ 8bIMAMNKA

Kak yxe oTrMeuanoch, NpOBECTH HNPSIMYIO OfHO-
OCHYIO BBITSKKY XPYNKHX IJIEHOK M3 HaCIEHTHOI'O
nopomka [TAH He ynaerca. [ToaTomy ncnons3obanu
MeTtop; TBeprogdasHoit koakcrpy3ud [21}. ITomocky
mupuHOou S 1 uuHON 70 MM, OTpE3aHHYIO OT IJIEH-
KH, TIOMENIANIA MEXAY ABYMs paclleIICHHbIMH Ha-
ABOE MOJIOBUHAMH HEKOTOPOro MOJIAMEpa M TaKOH
“caHfBHY’ 3KCTPYAMPOBANU LIEJTUKOM 4epe3 KOHH-
YECKYIO JIaTYHHYIO (PHIbEPY NMPH NOCTOSHHOH TEM-
neparype T, B guana3zone 25-200°C. B 3aBucEMOCTH
OT TEMIIEPATYpPbl KOIKCTPY3uH T, B Ka4eCTBE COIKC-

y3uonHoro nonumepa npumensim IIOHII (7, <
<50°C), II3BII (7T, = 70-125°C) u nonu-4-MeTHI-
1996
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KAMEDA u nip.
Hanusie AMP '3C gna uacuenrHoro o6pasua [TAH
Yraepopusie Tpuape! m r P.* pr** p**
dparmenTs mmd) | meH) | n(©)
CN 0.28 0.47 0.25 0.52 0.49 0.53 1.06 1.27
CH 0.25 0.51 0.24 0.51 0.50 0.50 0.98 0.92
CpenHee 3HaYeHHE 0.26 0.49 0.25 0.49 0.25 0.51 1.02 1.08

*Pu= | R BCPOATHOCT HATHIHS Me30-HAJ B LiCTH.

**p1=2(m)r)Y/(mr) upy = 4Ism? - KPHTEPHH JTIl CTATHCTAKH BepHyiuH.

nerren-1 (T, 2 140°C). TounocT: NOAAiepXaHAT TEM-
nepatypsl 6611a He xyxe 10.5°C. Ilocne mposepe-
HHAS KOIKCTPY3HH MCXOAHAA XpYyIKas IUIEHKAa CTaHO-
BHJIACH IINACTHYHOM.

Memoow: uccaedoearun

PentreHorpammMel B 60bIMEX yriaax gadpakmad
moaydJansu (poToOMEeTOfoM (IUIOCKas KacceTa) H JH-
¢paxromMeTpraeck. Hcnonbiosana Cuk -asmyde-
HEe, QIIETPOBaHHOE HAKEJIEM NTpH HanpsoxeHad 40 kB
d Toke 30 MA Ha peHTTeHOBCKOH ycraHoBke “Rigaku
Geigerflex RAD-3A”. [Ina 3anmmacu gudpakrorpaMm
Ha TOM Xe MpHOOope HCNONb3OBANH HMITYNLCHBIH
MACKPEMHHATOp. [{NA CheMOK H30TpONHbLIX 0ob6pa3-
I[OB MPHAMEHSUTH peXXHM Ha NPOCBET, /I OPHEHTAPO-
BaHHBIX IUICHOK — PEXHUM Ha orpaxeHme. [lis mpe-
AeJIbHOrO NOBbIIEHAs pa3pelaloineli CIOCOGHOCTH,
HeoOxomuMoOd N MIeHTH(GHKALMA KpHCTANAYec-
KO# CTPYKTYpbI, CHayaa HCHONB30BAH KOJLIAMATO-
psI co mensmu 0.1 (nepssiit), 0.15 (sropoit) 1 0.15 MM
(TpeTnii), a nua 6osee NPENA3ROHHOR CEEMKH — KO-
AEMaTOpHI ¢ ammepTypoi 1/6°, 0.15 MM 1 1/6° coot-
BeTCTBeHHO. [IpoBOpHAM KOpPpEKLHMIO HAa HHCTpY-
MEHTaJIbHOe yIIMpende nuHuW, AyGner K, a K,
paspensina MetofamMda PeumHrepa, a nudppakudoH-
HYIO KpHBYIO allIPOKCHMHAPOBAJIA COrJIACHO METORH-
ke [Ixonca [23]. 3¢ dexkTaBHbId pasMep KPHCTAILIHA-
ToB D)), B HanpaBlieHUH, NEPNEHARKYIAPHOM ILIOC-
KocTR (hkl), paccudTbIBajid MO MNONYMHpHHE
AApPaKUAOHHOTO MakcAMyMa f,. A3EMyTalbHO
ckaHHpoBaHHe NO (hko)-pedpnekcaM NpPOBOJHNH C
MOMOIIBIO CIELHANBLHOTO AEPXKaTeliA BOJIOKOH (pap-

Mbi “Rigaku”. OpreHnTanmio nenei B KpECTALIATAX

onpeReaand HCNOb3ysA OPHEHTAHOHHYIO (PYHKIHIO
f. Xepmana-Illteiina [23]. A3zuMyTanbpHOE pacnpene-
JicHHEe HHTCHCHBHOCTH PETHCTPHPOBAIH CKaHHPOBa-
HHeM waramu Yyepes kaxppie 0.1°-0.5° npa BpeMenn
Hakormnenus carnana 10—-100 c. Manoyrnossie peHT-
reHOTrpaMMbl CHAMAJIA B BaKyyMHO# KaMepe C Hc-
nons3oBandeM Cuk -A3nydeHus, OTPHILTPOBAHHO-
ro Ni Ha cnektpoMeTtpe “Rigaku Rotaflex RU-200”
npu 40 kB 1 Toke 150 MA. Bonbmue nepaons! nomy-
Yand A3 MaKCHMYyMOB MaJIOYIJIOBOTO pacCesiHHsS C
noMoineio ¢opMynsl Bparra. [Bynydyenpenomne-
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HHE IKCTPYAATOB H3MEPSIA C NOMOMBLIO KOMIICHCA-
Topa Bepeka, cOefHHEHHOIO ¢ ONTHICCKEM MHUKDO-
ckonoM “Omammyc” (Mopens - BHSP). IlnotHOoCcTh
IUIEHOK W3 HACHEHTHLIX HOPONIKOB H3MEPAIH IIPH
30 £ 0.1°C B Bozie ¢ noMOImbI0 MEKHOMeTpa. IlnoT-
HOCTb PaCTAHYTBHIX IUIEHOK ONpEAcNsIA Ha rpajd-
eHTHO# Kononne B x-renrade B CCl, mpa 30 £ 0.1°C.
H3o6paxends NOBEpXHOCTEH 06pa3moB HONyda-
NH B 3JIEKTPOHHOM CKaHHMpYlomeM MAKpockone “Hi-
tachi S-5000”". Cso60 NOBEPXHOCTH 06Pa3oB HO-
kpbiand Pt/Pd. IMP “C-cnextpsi [IAH w3mepsuma B
pacreope [IMCO-dg, konnenTpamum 5.0 X 10~2 rfmn
npu 80°C na cnektpometpe JEOL GSX-400.
JmarpamMbl HanpsokeHAe-AedOpMa|s Moxyda-
JIE pA KOMHATHOM TeMIiepaType Ha HCHbITaTeALHOH
mammse “Orientec Tensilon RTM-100". Mogyas npa
pacTsokeHAH onpeResia npa fedpopmanas 0.1% u
npu ckopoctd Harpyxenms 1 x 10~ ¢!, [Ipounocts
TpH pa3pbiBe H3MepsUE npH ckopoct 1 % 1072 ¢,

PE3YNIBTATHI U UX OBCYXIEHHE
Ilaenxu u3 nacyermnozo nopowixa IIAH

Mexannmgeckue cpoiictBa [IAH npu pacrsokeHun,
a TAKXKE €ro KpACTaJUIRYECKast CTPyKTypa B 3HayH-
TEJIbHOH Mepe ONpeNeNsIoTCs CTepeoperyispHoc-
Thi0 nojaaMepa [24]. TloaToMy XOTH W OXHANOCH,
9TO MpPH TEPMHYECKOH MONAMEPR3aHKE 00pa3yeTcs
aTaKTHYECKHAN nonumep, MetooM IMP 13C nposo-
AHIach ONEeHKa KOH(MHIypamuH MaKpOMONEKYHl MO
TAaKTHYHOCTH TPHAJ B COOTBETCTBHH C METOAHMKOMH,
npepnoxenno# Kamupe ¢ coasropamu {25].

B Tabnnaue npuBeAcHb! RaHHBIE [0 CORCPKAHAIO
m30(mm), rerepo(mr) # CHHIAOTAKTAYECKHUX(IT) TPH-
afl, OEHEHHBIX 0 COOTHOMICHUIO NTAKOB, OTBEYAIO-
mmx rpymnaM CN m CH. Beanyrasl m @ r B TaGnmue
COOTBETCTBYIOT ME30- B palieMA4YeCKHM KOH(}HTYpa-
LHOHHBLIM MOCIEAOBATENBHOCTAM; P, H P, — OTBeYa-
IOT COfICPKAHHIO M H I IOCNEAOBATENbHOCTEMH B MaK-
pomMonekynax; P, — 0603Ha4aeT BEPOSTHOCTDb TOTO,
YTO O4YepeAHO# MOHOMEP BXONHT B M NOCIEROBA-
TENLHOCTD B Mpoliecce pocTa uenn [26]. Beanumna p,
CTaHOBHTCA PABHOH €RHHHIIE, €C/IA NPOLIECC MOJIAME-
pu3auud nopyuHAeTcss cratuctake Bepuymnm. Kak
BHHO U3 TaGNANbI, 3HAYEHH P, H P, GNHU3KH K eqH-
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Pnc. 2. PentrenorpaMmsl B 60nbumx yriax gudpakipna g HacueHTHoro nopoika ITAH (nepBayHbId My4oK
napanieneH (a) ¥ nepneHguKynsapeH (6) NoBepXHOCTH MIEHKH). PeHTrenorpaMMa B MajibIxX yriax gudpakuyu (B)
¥ €e CXeEMaTHYeCcKoe N300pakeHHe (MIEpBHYHbIA MyYOK NapaiieleH NOBEPXHOCTH MIIEHKH).

unte. bonee Toro, BenuunHa Py, 61n3ka x 0.50. Ota
AaHHBIE YKa3bIBAIOT HA TO OGCTOATENHCTBO, YTO M A
[ pacmpenesienbl o Cily4ailHOMy 3aKOHY B CHHTE3H-
pyeMoM B laHHOU paboTe noJuMepe.

Ha puc. 1a noka3aH CHUMOK, ONYYEHHBIA METO-
AOM TNPOCBEYHBAIOIEH 371€KTPOHHOH MHKPOCKOIHHA
I THIIAYHOTO OCAXJACHHOIO B3 pacTBopa o0pasia,
a Ha pHc. 16 — ¢roTorpacdus, nonyuyeHHass METOIOM
CKaHHPYIOIIEH MHKPOCKOIHHM € MOBEPXHOCTH NO-
pourkoso# miuenku. Ha mepsoit MukpodoTorpagpnn
BH[IHBI arperaTbl MYJbTHCIOEB MOHOKPHCTAJIJIOB
[OJIIMEPA, Ha BTOPOX MOXHO HabIIOfaTh JIaMensp-
Hbl€ KpPHECTAJIb], YIAKOBAHHBIC TAKAM 00pa3oM, 4TO
MOBEPXHOCTh CKJAQAKA IapaiielbHa IUIOCKOCTH
IVICHKH. DTH pe3ylbTaThl NOATBEPXKAAIOT, YTO JIa-
MeNSpHbIE KPUCTaNIbl 00pa3yroTcs B IpoLEcce pac-
TBOpHOH nonuMmepusauuu [1AH, xors oHE He Ha-
CTONIBKO PETYJSIPHEIL, KaK coobuanoce padee [20].

Ha pmc. 2 mpepcraBlieHBl pPEHTTEHOTPAMMBI B
OOJIBIIMX M MaNbIX Yriax Judpakiyi, NOdy4eHHbIE
piis mienky ITAH u3 HaclieHTHOrO IOpOIIKa NpH Ia-
pannenbHoM (pHC. 2a W 2B) M NEpPNEHRAKYJIIPHOM
(puc. 26) napgeHMH IEpPBAYHOrO NMy4YKa Ha IOBEPX-
HOCTB 00Opa3ua. Anaiu3 OOAbIIEYTIOBBIX PEHTTEHO-
rpaMM IOKa3bIBA€T, YTO OCH ¢ KPHUCTALIOB (OCH
uenei) NpeuMyIneCTBEHHO OPHEHTHPOBaHbI EPIEH-
BUKYNSpHO mnoBepxHOcTH mieHKH. Hanwmume pu-
¢pakUHOHHBIX MAKCUMYMOB Ha 3KBaTOPE MaJIOYIJIO-
BOH KapTHHbI PacCesiHUsl CBHASTEILCTBYET O JaMe-

IApHOH CTPYKTYpe NOJEMEpa, NpHYEM TOJIAHA
JaMeNH, CKlagdaTasl IMOBEPXHOCTb KOTOpOH HpH-
MEPHO napaJuiejibHa NOBEPXHOCTH 06pa3na-IUICHKH,
cocraBieT 7.1 HM. OTH JaHHbIE XOPOIIO KOPPEIH-
PYIOT € pe3yJIbTaATAME 3JI€KTPOHHO-MHKPOCKONHYE-
ckoro ucciuegopanus (puc. 16). [IAH — neoOb1uubIi
MOTHMEP, CNIOCOOHBIA K KPHCTAJNIH3ALAHA faXe NPH
aTaKTHYECKOM CTPOSHHH HETeH.

JlurepaTtypHblie ganHbie no crpykrype [1AH Ho-
CAT MPOTHBOPEYUBBIN XapakTep. DTH IPOTABOPEYHs
MOTYT OBITB CBSI3aHBI CO CTEPEOPETYIAPHOCTHIO Ie-
Nei, a TaKXe C JpyrdMH NprynHaMu [24].

Hexkoropsle aBTopbl COOGIIAlOT 0 reKCaroHalb-
HOW YIIaKOBKE LIEHTPOB LeNel NpA OTCYTCTBHH JAlb-
HEro NOpsAfKa BAOJb OCH MAaKpOMOJNEKYJ [24, 27].

Ipyrue npennonaraloT poMOHYECKYIO 3JeMEH-
TapHyIo g4eHKy [20, 28, 29] c TpexMepHBIM JaJIbHAM
nopsinkoM. B HeaBHeM 0630pe 1o crpykrype ITAH
[24] cpenano 3aknOYEHAE O TOM, UTO poMOHYecKas
MopucuKkanus NoNIAMEPa BO3HMKAET B pe3ylbTaTe
COKPHUCTAIJIN3ALMHA C NOMSPHbIMU PACTBOPHTEISIMA,
TakKAMH Kak NponmiaeHkap6oHaT, Bofa, HUTPOOGEeH-
301 1 gpyrue [30]. B HacTrosmeM HecnenoBaHuy Tak-
Xe m3yqancs nonumopdpusm ITAH. PentreHorpam-
MBI Ha PHC. 2 COAEepXAaT HECKOIBKO pehIIEKCOB, KO-
TOpble HeNb3s HACHTH(HULIHPOBATH B paMKax
reKcaroHajibHol cuHronmd. Bonee Toro, Ha gudpak-
Torpammax nonmMepa (puc. 3) B o61acTu yrjios 20 =
= 16°-18° copep:kurca nBa pediekca ¢ MEKILIOCKO-
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Puc. 3. JudpakrorpaMMbl B 6ONBILINX yriTax AM-
tpakuun B 06nacTy yrios 20 ~ 17° gns cepuu opu-
€HTHpOBaHHbIX 06pasuoB ITAH, npuroroBaeHHbIX
npu 140°C c A =1 (a), 3 (8), 5 (8) u 50 (2).

cTHbIMH paccTossHUsIMH 0.531 1 0.513 HM, 4TO OTBe-
4YaeT poMOHYECKOH pellleTKe C ImapaMeTpaMi 3jie-
MeHTapHOoU s4eiiku a = 1.06 n b = 0.586 um. YUTtoGsI
MIOATBEPIHUTD 3aKJIIOYEHHE O TOM, YTO CTPYKTYpa Ha-
cueaTHoro nopoika [TAH poMGuyeckas, Mbl Opo-
CIIEIWIA Ha 3BONIONUEH PEHTTEHOBCKOH KapTHHEI B
npouecce cywku npu 100°C B Bakyyme. C TeueHuem
BpEMEHH pa3pellleHre MHKOB CTAaHOBHTCS Bce Gonee
OTYETIIMBBIM, NIPHYEM IONOXKEHHE MaKCHMyMOB He
u3MeHseTcs. DTO O3HavaeT, uyTo oTxkur npu 100°C B
npolecce CyWIKH NPUBONUT K COBEPILIEHCTBOBAHHUIO
KpHUCTaNNAYECKOH CTPYKTYpbl 6e3 U3MeHEeHHRH ane-
MEHTApHOH sS4YeHKM KPHCTAIIOB nojamMepa. Takum
06pa3oM, HHKAaKHX MOJHMOP(HBIX NMEPEeXONOB NpH
BoIcymABaHAN 06pa3uoB [TAH He npoucxogut, 4To
ONpoBepraeT 3aKJIO4YeHHe, cAelaHHoe B paboTax
[24, 30] u, HanpOTUB, IOATBEPXKAAET BHIBOABI PaGOT
[20, 28]. DroT BOnpoc MBI 06CyUM MO3XKe, IPH aHa-
JIA3€ CTPYKTYPhI PacTAHYThIX 00pas3lOB.

OO0HoOCHAA 8bItMANCKA.
MaxcumanvHaa cmenenb 8bIMANCKU

3aBHCHMOCTh MaKCHMAaNbHO KOCTHraeMoil Kpart-
HOCTH BBITSXKH A,,,, . TNIeHOK [TAH u3 HaciieHTHOrO
TIOPOLIKAa OT TeMIeEpaTypbl TBepAOda3HOH KOIKCT-
py3uu nokasaHa Ha puc. 4. Ilo Mepe yBenuueHus
TemnepaTtypbl AecopManun o 100°C nabnrogaercs
MelNIeHHOe yBelnudyeHde A,,... Boime 100°C Temn
pOCTa MOBBIMIAETCSH, MOCTUrast MAKCHMYMa (A,q e ~
~ 70) npu 140°C. IToCKONEKY, KaK YCTAaHOBIEHO Me-
TOROM JAMHAMHYECKHX MEXaHHYECKHX HCHbITAHHH

BBLICOKOMOJIEKYJISPHBIE COEJUHEHUWUA  Cepus A
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Puc. 4. TeMnepaTypHasi 3aBHCHMOCTb MAaKCHMAJIb-
HO AOCTHKUMO KPaTHOCTH BRITSKKH (T — Temme-
paTypa O-pesakcalHu).

npu 110 T'u [31], reMnepaTypa O-penakcanmoHHOTO
nepexofa 6nu3ka Kk 110°C, cronb ObICTpbiH pOCT
nnacrudHoctu [IAH Beimie 3To# To4kH, BeposiTHEE
BCEro, CBsi3aH ¢ “‘pa3MsArdeHueM”’ KpHCTAJIOB MONH-
Méepa U3-3a BOSHUKHOBEHHA MOJIEKYNSIPHOH NOABIIK-
HOCTH B KpHCTaJlUTAYecKHX obnacrsax. Bemme 140°C
BENIMYHHA A,,,,. PE3KO MafaeT, H MpoLecc pacTaxke-
HHA MlepecTaeT 6bITh ofHopoRHbIM. ITogo6HOe moBe-
menue HacueHTHoro nopoimka [TAH otHOCHTENBHO
HeGONBINOH MONEKYISAPHOI Macchl M = 7.2 X 10* ka-
YEeCTBEHHO COrnacyetTcs ¢ HaOnIofieHheM, cHelaH-
HbIM AN OOpa3lOB CBEPXBBICOKOMOJEKYIAPHOIO
nonuMepa (M = 1.1 x 10°), monyuenHoro teeppodas-
HOMl KO3KCTpYy3ueil rens-maeHok [14], sa uckmrove-
HHEM, MOXaNyil, JIHWb A,,,., KOTOpas B NOCAEHHEM
cnyvae coctaBnana 82 u 6blna KOCTHTHYTA NP He-
CKOJILKO Gonee BEICOKOR TeMnepaType gedopManun
(160°C). Tot ¢akT, 4To 60NbILIAs BETHYAHA A, 4y [TO-
ny4yeHa npy 60Jiee BBICOKOH TeMinepaType A NoJd-
Mepa ¢ 6osee BbicOKoi MM, MoxXeT 03Ha4aTh, YTO
6bICTpOE nafieHHe COCOBGHOCTH K PacTsKEHHIO MPH
MOBBIIEHHBIX TEMIIEPATYPaX, BO3MOXHO, CBA3aHO C
yBeJIMYEHUEM MONEKYNSPHOil MOABHXKHOCTA B He-
KPHCTAJUTNYECKUX O6IACTAX, YTO NPUBOAMT K YMEHD-
IIEHAIO IPOYHOCTH MaTepHana.

Mopdgoaoaun

DBONIOLHMA CTPYKTYpPhI TpH ~PacTSXXCHUH Ha-
cuentHoro nopomka [TAH 6kina npociexeHa METO-
namMa PCA B Gonbiuux M MaJjibiX yriaax pucgpakuud,
CKaHUPYIOMIEH 3JISKTPOHHOK MHKPOCKOITHY K ABY Y-
1996
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(310) (020)

Puc. 5. PenrreHorpaMMsbl B 00JBLIMX M MalbIX yriaax audgpakuuu ans o6pasuos [TAH c paznnyHo# creneHpro
BBITSIKKH, IPUroToBJeHHbIX nipu 140°C. A = 3 (a), 5 (6), 16 (8) u 51 (r). Ock OpHeHTAaLMH BEPTHKAJILHA.

yenpenoMienus. Ha puc. 5 npepcraBneHsl peHTre-
HOTrpaMMbI B 6OJIBIIUX M MaJIbIX YIiax [jsl o6pa3nos
C pa3NuYHbIMU BENHYNHAMH A, TPUTOTOBJIECHHBIX
npu 140°C. IlepBu4HBIN My4YOK OBl HANpaBJIEH Na-

pallyIeIbHO NMOBEPXHOCTH IIEHKH, YTO COOTBETCTBY-
€T BEPTHKAJIbHOM OCH Ha pHC. 5. [Ins ManoyriaoBbIx
CHAMKOB IIPHUBEJIEHBI TAKXE CXEMaTHYECKHE H300pa-
>KEHHs KapTHHbI paccesHus. Kak 6bp110 BHAHO H3
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Puc. 6. 3aBHCHMOCTD GONBILOTO MEPHOAA OPHEHTH-
poBaHHbIX 06pa3uoB [TIAH oT kpaTHOCTH BBITEXK-
ku npu 140°C. [ToscHeHHs B TEKCTeE.

puc. 3, B o6aactu 20 ~ 17° HaGnrogarOTCs {BAa MHKA C
gHpekcamu (200) u (110), oTBeyarommMu poM6Hyec-
xoii pemterke. ITpu Bennuune A = 3 peduekcei (200),
(110) m (020/310) Ha 3KkBaTOpe pEeHTTeHOrpPaMMBbI
UMer0T (POpMy AYTH H XOpPOLIO COOTBETCTBYIOT pe-
IEeTKE C MapaMeTpaMH 3JEMEHTApHOH J4Yelika a =
= 1.06, b = 0.586 um. ITo Mepe yBenadeHAs A, a3uMy-
TalbHas IIAPDHHA 3KBAaTOPHANbHBIX peduiekcoB
yMeHnbiuaeTca. IIpa A = 5 CTaHOBATCA 3aMETHBIMH
MepHpHOHaNbHBIA peduekc (002) B xBagpaHTHBIA
pednekc (201). Ilpu panbHeimmeM yBendyeHHH A
ApPYIHX CYIIECTBEHHBIX H3MCHEHHHl Ha PEHTTEHO-
rpamMMe B OonblMX yrirax He HaGmiopmaerca. [axe
npu A = 50 3akBaTOpAaNbHbIE MAKCAMYMBI OCTAaKOTCS
NOYTH Heu3MeHHbIMH. [Ipn 3TOM clieflyeT OTMETHTb,
YTO HHTCHCHBHOCTb HE3KBATOPHAJIBHBIX peduex-
COB, B YAaCTHOCTH MEPHRHOHANBLHOIO MAKCHMyMa
(002), “pa3MbIBaeTCA” BROJNbL BTOPOM CIOECBOM JINHUH,
YTO YKa3bIBACT HA HOABICHHE pa3yNopANOYEeHHs
BAOJE oceli neneil. MeXIUIOCKOCTHOE pacCTOgHHE,
olleHeHHOe Mo nuky (002), naet Bemmunny 0.245 HM,
CBHACTENLCTBYS O HEKOTOPOHR ycajke uened B KoH-
¢opmauun mparnc-3ur3ara (d = 0.253 um) Gnaropaps
AMIIONBHOMY OTTANKHBAHHIO HUTPHABHBIX rpymnm {27].

Takum 06pa3oM, MOXKHO 3aKIIOYATH, YTO KpHC-
Tamnugeckasi cTpykrypa HacueHrHoro [TAH, xopo-
IO BBICYLIEHHOTO B BaKyyMe, a TaKXe OPHEHTHPO-
BaHHOTO O Pa3jHYHBIX BENWYHH A, JydIle BCEro
ONHCBIBAETCA B pPaMKax poMOMYecKOH CHHIOHMM C
nMapaMeTpaMu 3JleMeHTapHoOH sueiliku a = 1.06, b =
=0.586 1 ¢ =0.245, XOTA HEKOTOpbIE 3JIEMEHTDI pa3-
ynopsno4YeHuss B HalpaBlIcHUH Ocell Lemnel CTaHo-
BATCA yXe 3aMeTHbIMH. [lony4yeHHbIe pe3ylbTaThl,
KaK yXe O0TMe4ajloch, MPOTHBOpPEYaT BLIBOlaM pa-

BBICOKOMOIIEKYTSAPHbIE COEIIPIHEHHS[ Cepus A

KAMEDA 1 pp.

6oTel [24], cnenaHHBIM Ha OCHOBe 0630pa JHTepa-
TYPHBIX HaHHBIX. BO3MOXHO, OOHapyXXeHHOe HeCO-
OTBETCTBHE CBA32HO C Pa3IHYMAMH B MOP(OIOTHR
HcxonHbIX 06pastioB IIAH B nanHo#t paGore (cknap-
YaTsle MOHOKPHCTAINLI) B B pabore [24] (copmo-
BaHHbIE H3 PACTBOPA BOJIOKHA U IUICHKH).

Masoyrnosbie peHTTeHOrpaMMbI RePOPMHEPOBAH-
Hbix 00pasnos [IAH (puc. 5) ieMOHCTpHpPYIOT pa3BH-
THE HOBBIX MEPHHOHANLHBIX peIEKCOB, OTBEYAIO-
mmx GosbioMy nepuofy 9.6 HM, yxe mpm A = 3.
C pocToM BENHYAHBI A YBEIAYMBAETCS X HHTEHCHB-
HOCTB 1O CPaBHEHUIO C HHTEHCHBHOCTBIO MAaJIOYTJO-
BOrO MaKCAMyMa Ha 3KkBaTope (7.1 HM), HabmrofjaeMo-
My /ISl HCXORHOH MOPOMIKOBOH IUIEHKH, B KOTOPOH
NaMeNH OpHEHTHPOBAHbI MAPaICIbHO NMOBEPXHOC-
TH 06pasua. [Ipa A = 5 3xBaTOpHEANBHOE MAJOYTJIO-
BOE paccessHHE HMCYe3aeT BOOOIle, H HAa PEeHTreHo-
rpaMMe Ha6mIOfalOTCAd JIHIIbL MEPHAAOHAJBLHLIE
pedaeKchl, YTO CBHAETENLCTBYET O 3aBepHICHAH
TpaHcdopMaluHl TaMenspHoi Mopdgonoran B pub-
PHIIAPHYIO.

Ha puc. 6 moka3aHa 3aBHCHMOCTb GOJNBILIOro Ie-
PHOM2 OT KPaTHOCTH BITSDKKH npH 140°C. B o6nac-
TH HA3KHX 3HaYeHHi A < 3 “3KBaTOPHANBHBIN" GOJb-
IO TEPHOA MOYTH HE MEHSIETCS 110 CPAaBHEHHIO C HC-
xonHbiM (7.1-7.3 HM), TOrga Kak MEpHIMOHAJNBLHbIHA
MaKCHMYM, COOTBETCTBYIOIIMI BOJIOKOHHOM Mopgo-
JIOrHH NIOJTAMEPA, CYIECTBEHHO BO3PAcTaeT 0 9.6 HM
npu A =3 m o 11.2 HM npH A = 5, ocTaBasice mocTo-
SIHHBIM NpH GOJNBIIAX CTENEHAX BLITSXKKA. Bonbmoi
[EPHOJ 3aBUCHT HE TONBKO OT BENHYAHBI A, HO H OT
TeMnepaTypb! BeITSXKHA. Kak mokazano Ilerepnm-
HOM [32], pe3kmit nepexof OT naMensapHoOd K ub-
PUIIAPHOR MOP(ONOrHA XapaKTEpeH KakK MpaBHIO
ANA NONHMEPOB C OTHOCHTENILHO HA3KOM TeMIIepaTy-
poit nnapnenns. OgHAKO clefyeT OTMETHATH, YTO B
cnydae ITAH, paxe nmpu pacTskeHHH o6pasua mnpu
140°C, t.e. Ha 177°C umxe ToukH mnasnennd (317°C
[13]), Gonbiuoi mepHON MpH BHITSIKKE 0o6Gpa3ua u3-
MeHSETCs MPaKTHYECKA CKaYKo06pa3Ho, uTo Tpeby-
€T 3HAYHTEJILHOH MOJIEKYJISIDHOH NMOJNBHXHOCTH B
KPHCTA/IAYMECKHAX 00/1aCTAX. :

Ha ocHOBe aHanu3a peHTreHOBCKHX KaHHbIX JIbIo
n Pynaup [27] npegnoxnanu gns ITAH ognodasnyro
CTPYKTYpY, B KOTOPO# HONYXECTKHE CTepXHE00-
pa3Hble LeNHW YMaKOBaHLI B JBYMEPHYIO reKcaro-
HaJNBbHYIO pelIeTKY C OTCYTCTBHEM RAJNbHETO MOPAN-
Ka B TpeTheM H3MepeHnd (BIOMb ocH temu). OgHako
Hanuyue GONBLIOro NepHOpa Ais o6pa3uos ¢ A < 20
(puc. 5) yka3biBaeT Ha IPHHIHMIHANBHO ABYyX(da3HyIo
CTPYKTYpY NOJHMEpa, OpHEHTHEPOBAHHOIO MO Kpaii-
Hell Mepe [0 HeGONBINEX BEUYHH A, C YepefloBaHH-
eM aMOp(hHBIX B KPHCTaINIA4YeCKHX 06nacTei BAOIb
¢ubpunn. C yBenudeHHEM CTENICHH BbITSDKKH HHTEH-
CHBHOCTH MEpHIHOHAJILHBIX MAKCHMYMOB Ha MAJIOyT-
JIOBOH peHTreHOrpaMMe CHYDKAeTCs, a ITpH A = 50 gan-
Hble pediekchl BOOOMIE ACYE3aI0T. ITOT O3HAYAET,
YTO MPH BBICOKHX CTeMeHAX AeopMaliil ONUMEDP
CTaHOBUTCA OfHO(da3HbIM, PHYEM €r0 KpHCTAJLIA-
1996
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Puc. 7. 3aBHCHMOCTH NONEPEYHBIX Pa3MEPOB KPHC-
tanautoB ITAH D,y (1) u Dy (2) oT KpaTHOCTH
BBITSKKH npH 140°C.
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4JecKast CTPYKTypa XapaKTepH3yeTCsl pacHpsMIIeH-
HOH KOH(popManued Lenel ¥ HaJIWIHEM [e(eKTOB,
CIly4alHO pacHpefeseHHbIX II0 BCEMYy MaTepHaly
aHANOTMYHO TOMY, KaK 3TO HaONIOAaeTCs IS CBEpPX-
BhICOKOMOJNekynsgpHoro I1D u I1I1 [8, 9].

3aBHCAMOCTH NONEPEYHBIX Pa3MEPOB KPHCTAJIIA-
TOB D,y 1 Dy OT BEAMYMHBI A TOKa3aHbI Ha pHC. 7.
Ha nauansHOM yuacTKe 00eHux KpUBBIX HabIIOmaeT-
Cs pe3Koe CHIKEHHE pa3Mepa KpPUCTAJUIMTOB, CBS-
3aHHOE € pa3pyLICHHEM J1aMeJieil MCXONHOMH CTPYKTY-
pel npu AecpopMauuu nonuMepa. Ilpn nanpHeHmen
OpHEHTALMU MaTepHaIa pa3Mepbl KPUCTAIATOB CY-
IECTBEHHO BO3PACTAIOT H JOCTHTaIOT IIOCTOSIHHOHN
Besnu4anHbl 19-22 HM 1ipu A 2 50.

Ha puc. 8 npusefensl MUKpodOTOrpapuy CKaHu-
PYIOIEH 3MIEKTPOHHON MUKPOCKOHHH TeX Xe obpas-
nos IIAH, KoTopble HCIONB30BANH 1A PEHTTCHOB-
CKOro mccnefioBanus. I1pu HU3KOH BenuynHe A = 3
(puc. 8a) ucxopHas naMeJsipHasl CTPYKTypa HaceHT-
HOH NOpOMIKOBOH MIIeHKH (pHC. 1) paspymiaeTcs, 4To
CONPOBOXAaeTcsl 00pa3oBaHHMEM HeOONbIIUX OII0-
KOB, BBICTPOEHHBIX U OPHEHTHPOBAHHBIX BIOJb Ha-

10 mrM

Puc. 8. DnexTpoHHO-MHKpOCKOonuyeckiue MukpogoTorpaguu odpasuos I1AH, nedopmuporanusix npu 140°C

o BenuuuH A = 3 (a), 5 (6), 28 (8B) u 68 ().

BBICOKOMOJIEKYJISIPHBIE COEIMHEHUSA  Cepus A
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Puc. 9. OnTuyeckue Mukpoororpacun opueHTupoBantbix npu 140°C o6pasuos [TAH c A =3 (a), 5 (6), 28 (B)
1 68 (r). Ocb pacTsixkeHus o6pa3ua, NoKa3aHHas CTPEIKON, HAXOUTCS MOA YoM ~45° K nonsipu3aTopy U aHaJu-

3aTopy.

npaBneHus: pactsikenus. IIpu A = 5 yxe Habmioga-
I0TCS IOBOJILHO Xopouo copmupoBaBinecs ¢Gub-
punnbl  (puc. 86), YTO HAXONUTCI B XOpOLIEM
COOTBETCTBHH C PEHTT€HOBCKHUMH JIaHHBbIMH (pHC. 5).
OpueHTanus 1 OTHOPORXHOCTh MEKPO(HUOPHILI C NO-
NEPEYHbIMH pa3MepaMH MOPSAAKa HECKOJIBbKHX MHUK-
POH IO Mepe YBEJIHYEHHs CTENEeHH AedopManuu 10
A =28 yny4dmiaeTcs, a npu GOJIBLIAX BEJTUYHHAX A Ha-
YHHAET 3aMeTHO yxyamaThbcs (puc. 8r). Takum obpa-
30M, NPH OTHOCUTEJIBHO HEOONBIIOM PACTSXKEHHU
nonumepa (OpMHPYIOTCS 6olee ONHOPOAHBIE IO
pa3mepaM (pubpunnbl ¢ 60nee poBHOU MOBEPXHOC-
ThIO U 60Jiee BBICOKOH CTENEHBIO MPOTSKEHHOCTH,
4eM NPH NpefieIbHO BBICOKUX 3HAYeHUsIX A ~ 68, Kor-
la MPOMCXOIUT HapyIIEHHE UX CIUIOIIHOCTH M Yac-
THYHAas pa30pHEHTALUs.

MukpogoTorpadun, nony4eHHble METOIOM OIl-
THYECKOA MHKPOCKONHMH B CKPEIIEHHBIX INOJSIPOU-
Jiax, IIs TeX »Ke 06pa31oB, YTO H Ha PHC. §, peCTaB-
nenbl Ha puc. 9. [Ipu Benuumne A = 28 (puc. 9B)
HaONMIoflaeTCs pa3BUTHE Psia MEKPOIIOP, NPOSIBIISIIO-
LIMXCS Ha CHAMKE B BHJE YEPHBIX U GesbIX MoIoc,
OPHEHTHUPOBAHHBIX O] YoM ~10° K HallpaBlIeHHUIO
pactskenusi. Huuero nogo6Horo He o6Hapy>XeHO Ha

BBICOKOMOIJIEKYJISAPHBIE COEJJUHEHUW S

puc. 88, 4TO, BO3MOXHO, CBSI3aHO C pPa3HbIMH Mac-
mrabamMu H300pakeHus. XapakTep NOPHCTOCTH OT-
JINYAETCs OT KapTHHBI, OMCAHHOH AJII OPHEHTHPO-
BanHoro I13 [33].

OpuenTanus uenei oueHuBanacs Metogamu PCA
U AByJayuenpenomMieHus. Tak Kak KapTHHa pacces-
HHUSl COAEPXKHT JIMIIb BAa NEpPEKPbIBAIOIIUXCSA pe-
¢uexca (200) u (110) gocTaTOYHOH HHTEHCHBHOCTH,
¢yHKIUS OpHEHTalUH KPUCTAIIATOB f, ObL1a pac-
CYHMTAHA MO a3UMYTAIbHOMY paclpefieICeHHIO HHTEH-
CHBHOCTH HMMEHHO 3Toro paybnera. Koacguuuenr
OpHEHTAlMH LieNlel B KPUCTAJUIMTAX f, ONPENeIsiig C
HCMOJIb30BAHUEM YPAaBHEHUSI

Je+2u=0

B NPEANOJIOXEHUH BOJOKOHHOH CHMMETPHH, KOTO-
poe, OIHAKO, He SIBISIETCS KOPPEKTHbIM npH A < 3.
Ha puc. 10 npeacraBnensl 3aBUCUMOCTH f, OT KpaT-
HOCTH pacTsikenus 1nst o6pasuos [TAH, necdpopmu-
poBanubIx nipu 70-160°C. Benuuuna f, 6pIcTpoO yBe-
JMMYMBAETCS IIPH OTHOCHTENBHO HU3KUX 3HAYEHUSIX A
AN BCEX TEMIEpPaTyp, NpH KOTOPBIX NMPOBOAUIACH
BbITSIKKA. Ecnum Temnepatrypa 3kcTpy3uu Oblia
MeHblle unu paBHa 140°C, f. yBenuuuBanach ¢ poc-
N7 1996
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TOM A TeM 3HAYUTENbHEE, YEM BhIILE TEMIIEPATYypa.
OpHako mpu HauOoONbIIEH TemmepaType AedopMa-
mun okono 160°C acgpekTHBHOCTE mpolecca Bbl-
TSXKKH C TOYKH 3peHnst pakTopa OpHEHTALHH Lienel
CHOBa CHHXKA€TCA H CONPOBOXNAETCS YMEHBIICHHEM
MIACTHIHOCTH MaTepHana. 3To o6CTOsATENLCTBO, Be-
POSTHO, OGYCIIOBJIEHO NPEUMYLECTBEHHBIM TEYEHH-
€M MaTepHuala IpH 3KCTPY3HH B HEKPHCTAILTHYECKAX
obnactsx u 3¢péeKTOM MPOCKaNb3biBaHHsA BROJb 110-
BEPXHOCTEH NaMeleH H3-32 OTHOCHTENIBHO HEGOIb-
IIOrO YHCHA IMPOXOAHBIX MAKPOMOJIEKY, CBA3bIBAIO-
IIEX OTAEeIbHbIe KpHcTamdeckue obnactu. Koag-
¢HUUMEeHT OpHEHTalMu Lemed f. MEMJIEHHO
BO3pacTaeT K0 noctostHHoi BenryuHbl 0.96-0.99 no
Mepe YBENMYEHHS CTElNeHH PpacTsSXeHus ofpasia
npu 125 4 140°C, a npu HaHGONBIUKX BEIAIAHAX A
HEMHOTO CHHXKAeTCsl M3-3a Pa3BUTHA CHCTEMbl MHK-
pomnycToT B MaTepuale (puc. 9).

BanoBas opueHTanus Uenei nojuMepa, BKIo4ast
KPHCTaJUIMYECKHe U HEKPHCTANIHYIECKHE O6acTH,
OlleHUBaJIach 110 KO3 PUILMEHTY ABYIydenpenome-
HHMA An B 3aBHCHMOCTH OT KPAaTHOCTH PaCTAXEHHs
(puc. 11). ITokasatens npenomnenus I[TAH Bpons
OCH LieIllH UMeET MEHBIIYIO BEHYUHY, YEM B MOIe-
pEYHOM HalpaBleHHH HU3-3a opueHTanuu rpym CN
MOYTH NEePNEHAUKYISIPHO OCcIM MakpoModekya. ITo-
3TOMy OpHMeHTHpoBaHHbI# 06pa3er; [IAH xapaxre-
PH3YeTCA OTPHUATENbHBIM JBYJIyYEHPEIOMICHHEM.
BenwumHa An GBICTPO YMEHBLIAETCA MO MEPE YBEH-
4eHusA A [N BCeX TEMMepaTyp 3KCTPY3HH, CBHE-
TENLCTBYS O GLICTPOM BO3PAaCTaHHUHU CTENEHH OpHEH-
Tauun uenei. HanGonee GbicTpo An yMeHbIIaeTCs
npu 70°C. 310 06CTOATENECTBO B COYETAHAH C TEM
¢dakTOM, YTO OpHEHTAUUS MAKPOMONEKYN B KpHC-
Tanaudeckux obnacrax npu 70°C naubonee 3amen-
JIeHa, YKa3bIBaET Ha JOMHHHAPYIOLIYIO POJb HEKPHC-
TalNMUYeCKUX oOjacTell B mpollecce OpPUEHTALUH B
LEJIOM.

Takum o6pa3oM, pe3ynbTaThl PEHTTCHOBCKHX W3-
MEpPEHHI H JaHHBIE M0 ABYJYYENPEIOMIICHHAIO ONATh-
TaKH HE MOTYT ObITb OOBACHCHBI HHAYe, KaK C MpH-
BIICYEHHEM JIBYX(pa3HOH MOMEIH CTPYKTYpbi OpHEH-
TuposanHoro [TAH (sonpekn gaHHbIM pa6oTsl [27]),
YTO COrJIacyeTcs ¢ OMUCAHHBIMH BbILLIE pe3yabTaTaMU
MaJIOyIJIOBOro pEeHTTEHOBCKOIO paccesiHust (puc. 5).
I1pn Temneparypax akcrpy3un 125 u 140°C, An Gbic-
TPO YMEHBIIAETCS C POCTOM A B 06J1ACTH OTHOCHTENb-
HO HU3KHUX cTeneHei nedopmanuu (A < 20) 1 focTrra-
€T NOCTOsHHOI BenuuuHbl (—4.0 ... —4.4) x 1073 npr

o 0
A =20-30, T.e. BeIM4HHbBI, GIU3KOM K 3HAYEHUIO An,

mns MoHokpuctamaa ITAH (-5 x 1073) [34]. B ceoro
ouyepelb 3TO OOGCTOATENLCTBO CBHAETENLCTBYET O
npeaenbHON pacnpsMIEHHOCTH Liened i MaKCHMAaJIb-
HOU OpHEHTAIIMKU MaKPOMOJIEKYJT B BBICOKOOPHEHTH-
poBaHHBIX oOpasuax [TAH. Pe3koe Bo3pacranue An
npu BeIUYHHAX A 2 30 NpH TeMIlepaType IKCTpy3HH
140°C MOXHO TakXKe OOBLACHHTHL Pa3BHTHEM CETKH
MHKpPOIMYCTOT B CHCTeMe (pHC. 9). U3MeHeHus cTene-

BBICOKOMOJNEKYJIAPHBLIE COEAUHEHHUA  Cepus A

1161

fe
LOp--~-g-----==—=—==~-——————-
‘.\.
Al
0.8 A2
o3
| 04
1 1 | i
06 20 40 60 80A

Prc. 10. 3aBucuMocTb KO3(HIMEHTA OPHEHTA-
L[UH Ueneil B KpACTANINATAX f. OT KPaTHOCTH pacTa-
xenus o6pasua ITAH npu 70 (1), 125 (2), 140 3) u
160°C (4).
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Prc. 11. 3aBucumocts Ko3ddpuureHTa ABYIYyUe-
npeaoMIieHusi An OT KPATHOCTH PAcTsDKeHHA o6pas-
uoB ITAH npu 70 (1), 125 (2), 140 (3) u 160°C (4).

HH KPHCTAJNIAYHOCTH H(WIM) COBEpIIEHCTBA KpHC-
TAITATOB NpH opAeHTaudn HacueHTHoro [TAH omue-
HHMBAJIACh 10 A3MEPEHHAM NIOTHOCTH 0Gpa3LoB NpH
30°C B 3aBHCHMOCTH OT BenuumHbI A (puc. 12). Kak
0Ka3aJIoch, INIOTHOCTh MaTepHana GbICTpO BO3pac-
TaeT C YBeNHYEHHEM CTENEHH BBITSKKH, PH OMpe-
[eJIEHHOM 3HAYEHHH A JOCTHraeT MaKCAMYMa H 6bIC-
TPO CHafaeT NpH JaNbHEHIeH feopManiu NOIAMe-
pa H3-3a pa3BATHA MHKPONYCTOT B CHCTEME.
ITnoTHOCTE MaTepHana M 3aBHCHMOCTb IUIOTHOCTH
OT A onpefenseTcs TakKe TEMIIEPaTypoii 3KCTPy3HH
(puc. 12). Ilocne pocTuxkeHAs MaKCAMyMa IUIOT-
HOCTB Pe3KO NaAaeT, YTO CBA3aHO C BOSHUKHOBEHHEM
nop, KaK 3To BEAHO H3 pHc. 8 B 9. MakcamanbHO fo-
CTHTHYTbIE [LIOTHOCTH OPHEHTHPOBAaHHBIX 06pa3LoB
ITAH, nonyyenHsie B JaHHO# paGoTe, yKAaRbLIBAIOT-
csi B uuTepBan 1.17-1.22 r/cM?, npuseaennslii B pa6o-
Te [24]. TTockonbKy H3MepeHHil MIOTHOCTH aMopd-
N 7
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Pue. 12. 3aBucuMocTts miaoTHocTH o6pasua [MAH
OT KpaTHOCTH pacTskenust npu 70 (1), 125 (2), 140 (3)
u 160°C (4).

HbIX obnacreil He NPOBOAMIIOCH, HE ObLIH CHeNaHbI
OLICHKH CTENEHH KPUCTAINIMYHOCTH MaTepAana. He-
CMOTPsl Ha 3TO OOGCTOATENLCTBO, MOXKHO YTBEPXK-
RaTh, YTO yBeNHYEHHE BaNIOBOM MIOTHOCTHA O6pa3iia
CBSI3aHO C TIOBBIMIEHHAEM €ro KPHCTANIMYHOCTH H
(M) pocTOM COBEpLIEHCTBA KPHCTAIHYECKHAX OG-
JlacTe IKCTPYAATOB.

Mexanuveckue ceoticmea (pacmaxceriue)

Ha puc. 13 npuBeneHs! THIHYHBIE AepOPMaLIHOH-
Hble KpHBbIE B KOOpAHHATAaX HaMpSXKEHAE—OTHOCH-
TenbHas gedopMmanusi, nonydenHeie npa 30°C pns
o6pa3uos [TAH c pa3HOi KpaTHOCTBIO 3KCTPY3HUOH-
Ho#l BbITSKKH npd 140°C. 3anuch KpHBBIX NPOHU3BO-
AUNAch NpH MOCTOSHHON CKOPOCTH 32a:KHMOB, COOT-
BETCTBYIOIIEH Ha4dallbHOH cKopocTH paedopMatuu
1072 ¢*!. HanpsixeHue GBICTPO yBeIUYUBAETCA B Cla-
6onecopMHpOBaHHOM 00pa3lie ¥ PacTeT HECKOMBKO
6osee MemNeHHO npu OoabEX AeopMaLHsX.
MoxHO 3aMeTHTh, YTO HE3HAYHTENbHOE YANTHHEHHE
NIpH pa3pbiBe NCXONHOMH IUIEHKH B3 HACIEHTHOrO M10-
pomka ITAH 3amMeTHO noBbnuaeTcs 1j1s1 OpHEHTHPO-
BaHHBIX IKCTpy3ueii 06pa3LoB. IKCTPYAAT C BEIH4H-
Hoit A = 11 xapakTepHu3yeTcs MakKCHMANbHBIM YAJIH-
HeHHeM mpu paspeiBe okono 7.6%. Ilpm
AaNbHEHIIeM YBEIHYEHAN A, OTHOCHTENLHOE YHJIH-
HEHHe OMATh MafaeT.
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Puc. 13. JepopmanponHble KpHUBEIE, MONYYEHHBIE
npy 24°C, gnsa o6pasuoB ITAH, npuroToBneHHbIX
akcrpy3uei pu 140°C c A = 1 (a), 4 (6), 7 (8), 11 (r),
23 (m), 34 (e), 51 (x).

Ha puc. 14 noka3aHa 3aBHCAMOCTbL MOAYJIS NPH
KOMHATHOIf TeMIIepaType OT BETHYHHbI A 711 00pa3-
o ITAH, skcrpynrposanubix npa 70-160°C. I1pa
HeGONbIIAX A MORY/Th GBICTPO BO3PACTAET KO MAKCH-
MalbHOro 3Ha4eHHs NMPH HEKOTOpPOH CTENEHH BbI-
TSKKH, 3aBACSIIEH OT TEMIEPATYPBI IKCTPY3HH.
Bbiine 3TOro 3HaYeHds A MOAysb GBICTPO yMeHbIlIa-
eTcs sl o6pa3NoB, 3KCTPYAAPOBaHHBIX NpA 125 B
160°C, unu cHaYajia OCTAeTCA MOCTOSHHBIM, a 3aTEM
PE3KO mafaeT npd A > 65, eclli TeMIepaTypa 3KCTpy-
3ud paBHa 140°C. Cta6HNBHOCTb 3HAYCHHI MORY IS B
RHana3oHe A = 20-65 s o6pasia, IKCTPyAApPOBaH-
Horo npu 140°C, MoxeT ObITh OOBACHEHA Mapal-
NEeNbHBIM NPOTEKAHHEM [IBYX KOHKYPHPYIOIIHX ITPO-
LECCOB — paclpsIMJIICHHEM H OpHEHTalMeHd LerneH,
IIPUBOMALIMAM K YBEIHYEHHIO MORYJS, H (POPMHPOBA-
HHEM MHKDONOPHCTOR CTPYKTYpBI, BbI3bIBAlOLICH
CHEKEHHE MORyns Mareprana. [Tocnenunit dakrop,
BUAMMO, CTAaHOBHTCS MPEBAIHMPYIOMEM NPH JOCTa-
TOYHO GONLIIAX 3HAYEHMSAX A, ITO OOBACHSAET Cafalo-
IEH XapaKTep COOTBETCTBYIOLIEH KpHBO# Ha prc. 14
Ha 3aBepinatomieit craguu. Takum oGpa3oM, MaKCH-
ManbHOe 3HaueHme Mopyas 12-13 I'la nonyseno
Anst 06pa3uoB, 3KCTPYAUPOBaHHbIX npH 125 1 140°C.
OTa BeNHYAHA HECKOJNBKO Golbllie 3HAYECHHA IS
npombiiuieHHbIX BookoH [TAH (7-10 I'TIa) u coot-
BeTCTBYeT 45% TeOpeTHYECKOM BETHYHMHBI [/ aTak-
Truyeckoro monumepa (28 I'Tla [35]).
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Puc. 14. 3aBucumocts Mopynsa obpasuoB [TAH or
KPaTHOCTH pacTsDkeHus skcrpysueit npu 70 (7), 125 (2),
140 (3) u 160°C (4).

]
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Puc. 15. 3aBECHMOCTB IPOYHOCTH 06pastos [TAH
OT KPAaTHOCTH PaCTAXKEHHUA 3KcTpy3uei npu 70 (1),
125 (2), 140 (3) u 160°C (4). .

IMpounocts o6pa3uoB [TAH Takke 3aMeTHO 3a-
BHCHT OT TeMIiepaTypsl aKcTpy3un. Ha puc. 15 npu-
BefieHbl 3aBHCUMOCTH IIPOYHOCTH OT A AJsi 06pa3LoB,
3KCTPYAMPOBAHHBIX [IPH PA3JHYHBIX TEMIEpaTypax.
XapaKTep KpHBBbIX HECKOJBKO OTIH4YAeTcs OT aHa-
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JOTHHBIX 3aBHCAMOCTEH I Mouynd, f, A An. Ilpm
Hambojiee HH3KOH TeMmmepartype akcrpy3mm 70°C,
IIaCTHYHOCTH MaTE€PHANa HEBBICOKA H MHKpPOMYCTO-
THI OKa3bIBAIOT 3AMETHOE BIHSTHUE NPH A mopsAaKa 8,
4TO, KaK CJIE[CTBAE, IPHBOAUT K OTHOCHUTENLHO He-
6onpwmoii npoyHocTd. [IpA npoMeXKyTOYHBIX TEMITE-
paTypax akcrpy3nd 125 7 140°C npo4HOCTb 6BICTPO
BO3pAcCTaeT C YBENAYEHAEM A, JOCTArasi MaKCEMyMa
npu A = 20, a 3aTeM CHOBa YMeHBIIIaeTCA H3-32 Pa3-
BATHS MEHKPONYCTOT B cucTeMe. ClieayeT OTMETHTD,
yro npu 140°C xapakTep KpUBOil A 3aBHCAMOCTH
MPOYHOCTH OT A CYILIECTBEHHO HHOM, YeM Ik MORY ISt
(puc. 14). 310 OGCTOATENLCTBO CBA3aHO C TeM (hak-
TOM, YTO MOAYJb €CTh CBOHCTBO, YCpEJHEHHOE IO
0o0beMy, B KOTOpOE BKJIafi BHOCAT BCE JOMEHDI, U3
KOTOPBIX COCTOHT MaTepHan. HanpoTus, Npo4HOCTE
MaTepHalla ONpeNeNAeTCs TaK Ha3bIBAEMBIMH Cla-
GbIMH CTPYKTYPHBIMH 3JIEMEHTaMH OPHEHTHpPOBaH-
Horo nonuMepa. IIpH OfHHX M TexX Xe BeJHIHHaX
MPOYHOCTh CYIIECTBEHHO HHXKe MJIsA 06pa3loB, 3KC-
TpyaupoBaHHbIX npd 160°C, no cpaBHEHHIO ¢ 00pa3-
L[aMH, 3KCTpyAHpoBaHHbIMEA npa 125 u 140°C, 4ro
00BbsACHSETCS MOHMXKEHHOM CMOCOOHOCTHIO K pacTH-
KEeHHIO B IlepBOM ciy4dae. MakcuManbHasd MpoyY-
HocTb 0.43 I'Tla gocturayTa ans o6pasna ITAH, akc-
TpyaupoBannoro npu 140°C u nehopMHEpOBaHHOTO
1o BemuymHbI A = 20.

- SAKIIIOYEHUE

Xpynknae MieHKH HACIEHTHOrO MOpOoIIKa l'IAH,‘

NoJy4eHHble OCaXCHAECM H3 PacTBOpa B XOJie NOJH-
MEpH3aldA AKPUJIIOHUTPHIA NIPH ONPEACIICHHBIX yC-
JIOBHAX, OGBUIA YCIIEIIHO NOJBEPrHYTHI OpHEHTAlH-
OHHOM CBEPXBBITKKE METONOM TBepROQa3HOH KO-
3KCTpy3nd npd 125-140°C. Spononus CTPyKTyphI B
Mopdonoran, a Takxke MeXaHHYeCKHe CBOUCTBA MO-
nuMepa npu AedopMaldl KOHTPOIHPOBAIACH METO-
[laM# PEHTT€HOCTPYKTYPHOIO aHa/IA3a B GONBIIHAX A
MalbIx yriaax gugpakiliu, CKaHUPYIOIIEH 3JIeKTPOH-
HOH M ONTHYECKOH MHKPOCKONHH, H3MECPECHHIMHU
IUIOTHOCTH H MEXaHH4YECKHX CBOWCTB MpHM KOMHAT-
Ho# TeMnepaTtype. HcxopHbli Nopomok HaCEHTHO-
ro IIAH, kak panee coobmtanocek {20], cocroan n3
naMensipHeIX KprcTaiioB. Tpancdopmaums Mmopgo-
JIOTAH MaTepHAaJa OT IaMeNAPHO# K PuOpANNApHOI
OpaKTHYECKH NMOJHOCTHIO 3aKaHYHMBANIACh yXKe NpH
A =5. Hannynre 60nb1IOr0 NEPHOAA RJA PSAfa OpUEH-
THpOBaHHEIX 00pasnos ITAH, a Takxe xapakTep H3-
MEHEHHI TaKHX BEJIMYHAH, KaK f, H An B 3aBHCHMOCTH
OT A, O3BOJSAET 3aKIIOYHTH, YTO OPHEHTHPOBAHHBIA
nonuMep obnagaeT AByx¢a3HoH CTPYKTypO#, COCTO-
Siedl U3 KPACTAJUIHYECKEX M HEKpPHCTANIHYECKHX
obnacreil, YTO THNAYHO HJis KPHRCTAIA3YIOMMXCA
nonuMepoB Boobme. Bonpwiol meproOpR cKavykooo-
Pa3HO BO3pacTaeT MpH Nepexofe JaMeasspHoOli Mop-
¢onornn B puGPUIIAPHYIO faXe NPH TeMIIepaType
akcrpy3un 140°C, 1.e. Ha 177°C HMXKe TOYKH IIaB-
JieHus ONNAMEPa, CBHRETENLCTBYS O NOSABACHHMA 3HA-
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YHTENLHOH MONEKYNSpHOH MNOABMXKHOCTH TOCHE
nofio6Hoi  "MOpGONOru4eckoit  TpaHcdopManmu.
CrpykTypa kprcramnadeckoro ITAH nyyme Bcero
ONHCHIBAETCA B PaMKax POMOHYECKOH CHHI'OHWH C
napaMeTpaMH 3JIEMEHTapHo# s4ehkn a = 1.06, b =
=0.586 u ¢ = 0.245 M, xapakTepu3ylome#cs Tpex-
MEPHBIM JaNbHUM MOPAAKOM MPA HANHYHA HEKOTO-
poil pa3yHOpAROYEHHOCTH B HANpaBlICHAH OCH Lie-
ne#. IIpn onTHManbHO# TeMmnepaType 3KCTPy3ud
~140°C nnenka u3 HacueHTHOro nopouka [TAH Mo-
XKeT ObITh pacTsAHYTa RO A < 68 MeTooM TBepaoda3s-
HOM KO3KCTPY3HH. BrIicoKas IUTacCTHYHOCTD MOMyXKe-
crxouenHoro [TAH, HMeroniero foBOJBHO CHIBHBIE
MEXMOJIEKYISIPHbIE B3aHMOJEHCTBHSA, OO BACHIETCA
npoTtekanueM npu ~110°C npouecca o-penakcauuu
B KPHCTa/lnH4eckux obpa3nax nonamepa. Mexanu-
YeCKHe CBOWCTBa OPHEHTHPOBAHHBIX IUIEHOK GbICT-
po 303{>ac1*afo'r Np¥ OTHOCATENBHO HHU3KHX BeEH-
YUHAX A, JOCTHralOT MaKCHMAJIbHBIX 3HAYECHUA MpH
A ~ 20 ¥ cHOBa GBICTPO CHEKAIOTCA NPH GONBILIKX CTe-
neHsx fedopMalud H3-3a pa3BHBalOLICHCA B MaTepH-
ane cHCTeMbl MEHKPONYCTOT. TakuM 06pa3oM, MakCH-
MaJIbHbIC 3HAYEHHSA MOMAY/A B MPOYHOCTH NPH KOM-
. HATHOH TeMITEpaType, ROCTHTHYTHIE [IPH PACTSOKEHHHA
HacnentHoro ITAH, cocrasnstot 13 u 0.43 I'Tla coor-
BeTcTBeHHO. [lepBast BenmunHa He MpesbimaeT 45% ot
3HayeHuit Mopyna ataktadeckoro [TAH (28 I'T1a [35]).
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Development of Oriented Structure During Ultra-Drawing
- of Nascent Polyacrylonitrile Powder
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Abstract—Nascent atactic polyacrylonitrile (PAN) powder was prccnpltated during polymerization of acry-
lonitrile in solution under the controlled conditions. It was characterized by '*C NMR and consisted of aggre-
gates of single crystals, as reported. The powder film obtained by filtering the crystal suspension was brittle,

but could be successfully drawn by solid state coextrusion at 25-200°C. At an optimum draw temperature of
~140°C, the film could be extrusion drawn to draw ratios 68. The high ductility of nascent PAN is ascribed

to the characteristic starting morphology and the presence of a crystalline relaxation at 110°C. The deformation
of the powder film has been studied by wide-angle (WAXS) and small-angle X-ray scattering (SAXS), scan-
ning electron microscopy, optical microscopy, and density. A SAXS long period was observed for a series of
drawn samples, as well as their change with draw ratio. Crystalline chain orientation and the total chain orien-
tation, measured as a function of draw ratio, indicate that PAN has a two-phase structure consisting of the crys-
talline and noncrystalline regions, as opposed to the single-phase structure proposed by others. Further, the crystal
structure of PAN is better described by an orthorhombic unit cell witha = 1.06, b =0.586, and ¢ = 2.45 nm. Tensile
properties were affected by draw ratio and by flaw formation which depended on extrusion temperatures. A
maximum ambient tensile modulus and strength of 13 and 0.43 GPa, respectively, were obtained for extrusion
at 140°C to a draw ratio of 20. The former corresponds to 45% of the uncertain crystal modulus of atactic PAN.
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