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HCCIAETOBAHUE ®A30BOT'O COCTABA MOMUITHIEATEPEGTAJATA -
' Hapapos M. I,

IIpoBesen cpaBHATENBLHBIA aEANU3 JATEPATYPHLIX FAHAKX OO0 CTEHEHH
KPHCTANIEYHOCTE HpPH PAa3JAHYHEIX TeMIEpaTypaXx HEOPHeHTHPOBAHHOTO 06-
pasna uoxmaTHIeHTepedranaTa. HoppenAunma MemQxy peayisTaraMu, HOdy-
YeHHRIME DAasHBIMH MeTOJaMH, OTCyTcTByeT. IloKAasaHO, YTO OPHYEHA ITOrO
06CTOATENLCTRA 3aKMI0YAETCA B HEOCTATKAX METONOB OHpefielieHEA CTeNeHR
KPACTANIEYHOCTE. PaccMoTpeHA 0GOCHOBAHHOCTH OCHOBHEIX IIOJOKeHHI, Ha
KOTOpBIX GasEpyeTcsA TemnoBOil MeTOX OHpefelieHHA KDPHCTALIAIHOCTH, CBO-
GOgHBIA OT HEAOCTATKA CYIIECTRYIOIMX CHOCOGOB M IORBOIAINMA MOTYIATH
AeACTRATENbHOE 3HAYEHAS MAacCh KpHCTaxnmdeckod (passl. TemmoBEIM MeTo-
ZOM mpoBefiecH aHaia3 $a3oBOro cocTaBa HOMHEITHIeHTepediTamaTa ODpPHE pas-
JIMYHEIX TeMIEPATYPax H YCAOBHAAX KPHCTAIIH3AMHH. '

Lens mamHON paloTH — HCCIeRoBaEHWe TeMJIOBHIM MeTomoM [1, 2) dasoBoro cocrara
gonmatriaeRrepedrazara (OT®) m amann3 UPUIMHEL PACXOMACHHA NAHBHX HPE ONpe-
JIeIeHAN CTemeHN KPHCTANIAYHOCTE PA3TAYHEIMA METONAMH.

TI3TQO mpemcraBial coGoH MMOXyHpomSBOACTBeHHEIX o6pazem ¢ M=23 000, ¢ copep-
sxapdemM BRarm MeHee 0,01%. IloimMep mepef OmbITOM paciIABIANE B armocdepe aproHa
mpu Tempeparype 265° 8 Tegenme 1 mumH. Macca obpasma cocrasiana 20—100 mr. Hecaepo-
BaHUA NPOBOSHIN MeETOHAMM JHHAMMYECKOHM KajopuMeTpur Ha mpubopax DSC-2 u
«tenuoBoit Moct» [3]. IorpemHocrs msmepenmit 1,5%. IInMoTHOCT: ompefelianu MeTONOM
$aoTanEM, HMCOONL3YA CMech JETHIPEXXJIOPHCTOTO YIiepoa H IeKcaHa.

TenoBHe BeIWYHHEI LI HcciaefoBaHus (asoBoro cocraBa II9T® mCmonb30BaHHL B
SHAYHTENLHOM konuIecTBe paGor. B AEX /A onpefeleHHA CTENEHH KDHCTAJIWIHOCTH My
TMpEMEeHReH crnocol cpaBHEHNs TEMAOBHX 5(eKTOB IIAaBJSHHA HCCiegyeMoro o6pasna Qua
¥ @aeaidnHOro Kpuctamia AH, (1009% saxpHcTalamsoBaHHOTO 06pasma)

my=Qunx/AH, (1)

Panee [2] maMm Gbila JaHa KpHTHKa 3Toro cmocofa. JlwoGoit mapamerp KpHCTALIH-
geckoil (paskl mommmepa, B TOM gmclde M Qpn, ABIAETCA QYBKIEEH He TONBKO MACCHL, HO
u cTemeHH AedeKTHOCTH KPUCTAIIMYECKOM CTPYKRTYpH. @opmynma (1) morma 6w fgaTe
[IPABWALHOE 3HAaYeHHMe my, echm OBl CONOCTABJIAeMble o6pasmsl HMeNu OXHHAKOBYIO CTe-
OeHh COBepIIEHCTBA KpUcTAmLindeckux (a3, "OIHAKO B paccMaTpHBaeMOM METORE 5TO
YCIIOBHE He TOMRKO He obecmeumBaeTcd, a ABHO HAPYWIAeTCA. B CBA3W ¢ 9THM OHpefeNeH-
Hasg TAKUM 00pa3oM BeJWIAHA my He OTPaKaeT HCTHHHOTO COAEePMaHUA KPHCTALIHYe-
ckoit (paabl. Oma mMOKA3bEIBaeT 3HaYeHHE (IKBUBAMCHTHOCTH» M3MEPEHHOTO TeIIOBOTO
sPderTa HEKOTOPOMY (KOIMIECTBY» MACATRHOrO KpHCTAIA, HHKaKOro IPaKTHIECKOTO
3HAYCHUA 3TA BeiMIUHA He mMeeT, B cymHOCTH 3HAUeHHe SHTAJIBIIMH M HAEAJIHBHOTO KpPH-
CTajlla TOMie HEH3BECTHO, mo3ToMYy AH, pacCIHMTHIBAAHM, HCXOJA U3 ODpPEeReNIeHHA CTEIeHH
KPHCTAIMIHOCTH KAKEM-TO APYTAM MeTomoM. TeM caMbBIM BelM9HHA My, OUpefeJeHHA:A
mo ¢opmyne (1), craHOBUTCA ROBOJIBHO HPOU3BONLHOR BeJIMYUHOHK, IHIDEHHOH pealb-
HOTO CMBICIA. )

JHTANPOYA KPUCTAMIHBANAY IOXEMepa OmpefeldeTc CTEHeHRI0 COBEPIIEHCTBA
KPHCTaJLTHIECKO  CTPYKTYpHI, 3aBHcAmed OT MHOTEX (aKTOpOB, B TOM 9HCIe M OT
mpegsicTopuu ofpasma. Orciofia fCHO, 9T0 NpoGmeMa H3MepeHHA CTENeHH KPHCTAMIHY-
HOCTU 1O BexmquHe TenxoBoro agddeura $HaszoBoro mepexoga CBOTUTCS K OHNpefeleHAID
SHTANBOHE KPUCTAJLIN3AOUE (MIABICHHS) B TOM COCTOAHHAEW, B KOTODOM HAXORUTCA
HecmepyeMsiit ofpasen, Pemenne 3tod safaim RaHo B pabore [1]. HpepnoskeHHHId B Helt
METOX OCHOBAaH Ha ONHOBPEMEHHOM HSMEDEeHHH [BYX TemJOBBIX BeJHYNH, OTHOCHMIHXCH
K pasHeIM (asaM: CKAYKy TOWJIOEeMKOCTH HpH pACCTeKIOBHIBaHME (CTekJIoBaHHH) AC,
u remioeoMy 3dderty dazoBoro npeBpameHAsa Qu; AIA HECKOIBKAX COCTOAHHMIE 00pasua,
OTIAYAIOMUXCA CTENEHBI0. KPHCTAIEYHOCTA, HO HMEOMEX ONHHAKOBYI0 CTPYKTYPY.
B 3THX YCHOBUAX COOTHOIIEHHE MEKRY IapaMeTpaMH KpHCTa/Uidueckod H amopdHOi
9acTH MONEMepa [AOJKHO HpefCTaBIATH JUHEHHYI (YHKOUIO. ITO HemOCPefCTBEHHO
BLiTeKAaeT W3 AJAMTHBHOCTH Macc. 3HATEHAE SHTAJbOEK (Da30BOro Iepexoja IS pac-
CMATPEBAEMOTO COCTOAHHS 00pasma BXOOUT B KOHCTAHTY JIMHEHHOTO YpaBHEHUA, CJefo-
BaTeJIBHO, JIETKO BeIYHcAseTcss. B paGote [2] mokrasamo, 49T0 RawWHBIML cmoco6 cBoGopmer
0T HefoCTaTKOB CYIMECTBYIOMAX METONOB ONpPEReNeHHA my W MO3BOAAET HAXORHTH Heii-
CTBHTEIBHOE COREp/RaHEEe KpPHCTAWIHIecKoll (pasEl

JneHTAYHOCTE CTPYKTYPH B pPacCMAaTPUBAaEMEBIX COCTOAHMAX 00paslia KOHTPOJHPO-
Bald IO JUHEHHOCTH SKCHePHEMEHTAJBHEIX ToUeK Ha rpadmre AC,=f(Q). CTemeHb OTKIO-
HEeHUA X OT JHHEHAHON 3aBHCHMOCTH ONpefelfeT H MOTPEINHOCTh IKCIEPUMEHTA, TAK Kak
B KAJOPHMETPHIOCKOM SKCHepHMEHTe TOYHOCTH H3MOPeHHH TemIoeMKOCTH M TemIOBHIX
afpexroB o0bYHO Beime. ['padur ymo6HO MCOONBL30BATH W AJNA ONDENElieHHA HTAILIHH
dazoboro mepexona. Ilpamas AC,f(Q), sxcrpamoampoBaHHaA Ha sHageHAe AC,=0, maet
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Prc. 1. 3aBACEMOCTE MEXAY TemAoBEIM 3(PeKTOM KPHECTAIHE3ATNEE A CKAYKOM TeIIoeM-

KOCTH OpH paccTekioreiBaHEm II3T® mpm KpECTAIIH3ANEE A3 PacliaBa (MITPHXOBHIE JO-

gEA) 1 43 amopdrEOTe cocToAHEA (cnrompele auEnn). I — magamo rpmcranamaanam; I — -

HKOHOWHELA 3TaN NePBHYHON KpHCTaXansaugd. ToYKE mepecedeHWSA JHHHM ¢ 0CHIO abeumAce

u coorBercrByolime snadenus AH m Ty npmsefensr BEA3y. T=120 (1), 130 (2), 140 (3),
150 (4), 170 (5), 190 (6), 200 (7), 210 (8), 220 (9), 230 (10)

BOTHYARY SHTANBIAM 00Pa30BAHMA KPHCTANIHTECKON (Dassl B PaccMATPHBAEMOM COCTOM-
unm o6pasma AH; Ormomenme TemnoBoro sdexra dasoporo mpespamermEa @: K 3TOH
BeJIRYAHe MO3BOMAET ONPEHeNHATh NeHCTBHTENbHOE 3HAdeHHE CTENeHH KPHCTANLIMIHOCTH

my=Q:/AH; (2)

Cueicat ypaHeHmit (1) ® (2) pasamven. B ypasmernu (2) AH; OpefcTaBIAET 3HTATh-
nu (a3oBoro mEepexofia KPHCTANNA B TOM ’Ke COCTOAHHH, B KOTOPOM H3MEPAETCA TEmo-
Boit o(peKT, MOSTOMY COOTHOMEHAe MeAy HEMH RaeT (PaKTHIECKOe CONEepHaHHE KpH-
cTalxugeckoil (assl.

OTMeTHM, 9T0 UpelJIoKeHHKIH cIocol HocHT o0mAidl XapakKTep M MOKET OBITh MCIOJB-
30BaE H B JpYyrax Merofax, mbo aio0oit mapaMeTp KpHCTANIETIECKOrQ NOAEMEpa, ABIAL-
muiics QyEKOmEH Macchl, 3aBHCHT TaK:Ke OT €ro CTPYKTYphL. CoCTofiHHe jKe mOcCiefHel
33BHCHT OT BHEIHHHX YCJOBHIi, mpepgsicTOpuu, crrocoda monydesus u T1..0. daxrtopos. Bes
ygera »T0H 0COGEHHOCTH BHICOKOMOJEKYIAPHOTO COCTOAHAA HEBO3MOMKHO NPABHALHO
onpefeamTs ero (asoBEIEA COCTaB. :

xa maxompmeHEA m, HeoGxoxmMo BHIOpaTh Te mapaMeTpsl aMopdHO# A KpUCTAJLIH-
qecKkod (pa3, KOTOpHe OTpaKAlOT KadeCTBEHHOE OTIAYHG MEKAY HHMA, B TemmosoM
MeTOfe, HAIpEMep, TaKkoMy TpeGOoBaHNI0 OTBEJAOT CKA90K TeHmIOEMKOCTH IIpH pac-
CTEeKJIOBEIBAHAR (CTeKJIOBAaHHH) H TemloBoit addexr dasosoro npespamennsa. B 3TEX
mapaMeTpax CYMMApHO OTpasRaeTcs Besad Macca noimMepa. IIpaxrmueckm robas gacrmia
BHOCHT OOpefeNeHHH BKIaJM B OfHY H3 3THX BeauunH. Hanpmmep, medlerTri KpHCTAIIIH-
9eCKO# CTPYKTYPHI HE3aBHCHMO OT TOTO, HAXOJATCA JNH OHH BHYTPH HJIA HA NOBEPXHOCTH
KPHCTAJUIATOB, OTPAKAOTCA Ha BOJHYEHEe TemhoT (azoBEIX HpeBpameHHA, 60 OHU IIpH-
BOJAT K YMeHBIIEHUK YAelbHOr0 TemroBoro sddexrta. TOTHO TaK e OTAENbHBIE YIacTKH
neme# B aMop(HHIX 00MacTAX, NUMIeHHEBIe RO3MOKHOCTH KOH(POPMANMOHHHIX LpEBpamie-
REit (FanpEMep, HATAHYTHIe MPOXOZHBIC YYACTKH WJIH 3BeHbA, HAXOQAMHUECH HA rpaHENe
amopdHEIX ofracTedl), He NPOABIAIT HEIOCPEACTBEHHO CKATOK TOINIOEMKOCTH, OFHAKO
BAHAIOT HA €ro BeJIMYHHY, MOCKOABKY YMEHBMAKT KOHPOPMALUOHHLIE BOSMOMKHOCTH CO-
ceHUX Hemeii.

HomuuyecTBennsle pasnmuns, BMe0mMumeca BHYTpE ORROH (hasbl, IpH COMOCTABICHEN
COCTOARME 00pasna ¢ PasiEYHON KPHCTAAIMIHOCTHIO, HO ¢ ONHHAKOBON CTPYKTYpOH 2im-
MUHADYIOTCA, ITO, B TACTHOCTH, HOATBeKAAeTCH JIHHEHHOCTHI0 rpadura HaMepeHHBIX
mapaMeTpoB. IIomyTHO OTMeTHM, 4TO KOJMYECTBEHHOE pas3idmd@e CBOACTB pPAa3IRIEBIX
gacTell YACTHYHO-KPHCTAIMYECKOTO IOJAMEpa AANO HOBON HEKOTOPHIM HCCAeA0BATENAM
cuurate ero MHorodasmodl cHcTeMmoil. Takoif MOAXOX BHOCHT HEOUIpENeNeHHOCTh B IOHA-
THE CTeNeHH KPHCTAANMIHOCTH HE TOJNHKO HpPH CONOCTABICHEHM DA3AAYHBIX MOJHMEDOB,
HO E B Ipefelax PasMUIHHIX COCTOAHMIE OAHOro m Toro :ke o6pasma. CaMmo cofiep:KaHue
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Tapamerper xpacranansansm H paccrexnosbisapna IITO NpHA PASAHYHHX YCAOBHAX

Kpucrannusanus us aMophHOro cOCTOSHMUT

HKpucraniusanna Us pacnyiasa

Toy ;ﬁﬁ% neemon | o " Pacoratonumamn . | . nor- . o . e | ar | ac,
T | nvsamm | Whakr | BENATO. | RORER, | luw/ar | JOSTE | e [ Teswmn | S ) TS TG ® lemuicr-K
MUH | Tos, MunH T? X e )
130 240 91 | 207 | 70 | 1030 | 320 0205 | 1360 - - - - - - -
140 16,8 44 | 22 | Mo | 1030 |320] o154 | 1376 | 200 54 | 287 |698 | 1030 |332 | 0458
150 116 29 | 850 | 70 | 1030 [320| o150 | 1381 | 132 38 | 309 |698 | 1027 |329| o156
160 85 20 | 359 | 710 | 1030 |320 | o490 | 1,385 9,8 25 | 330 |698 | 1020 |322| 0153
170 7.0 14 | 878 | 709 | 1024 |315 | o149 | 1388 | 79 18 | 350 |698 ] 1006 | 308 0156
180 6.2 1,1 386 | 709 | 1015 |306 | 0452 | 1,39 6.2 14 | 368 |706 | 995 |289 | 0456
190 6.3 10 | 395 | 707 | 1002 |205 | 0166 | 1,302 65 14 | 383 |703| 982 |279 1 0458
200 68 12 | 307 04 989 |285 | 0470 | 1,302 85 17 | 412 |e09| omt |22 o045
210 00 | 20 | 402 70,0 075 | 275 | 0481 | 1300 | 130 | 23 | 422 |695 | 961 |266 | 0463
220 208 35 | 420 | 692 %4 | 212 | 0491 | 1387 | 270 47 | 431 |es7 oic 26,7 0475
230 50 | 124 | 243 | 67 954 lert | o258 | 1319 | s60 | 184 | 219 [ 6741 952 loza | o026
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Puc. 2. JlarepaTyphsie faHEbBle HO OAOTHOCTH (@), CTEHeHN KPECTAJIMYHOCTH, ONPedeeHHELe

H3 JAAHHBIX peRTreHorpadum (6), TemiaoTam miIaBleHEs (8) HefedopMuposammoro IIITD

OpH Pa3AAIHBIX TEeMOePAaTypax M YCHOBHSAX KpPHCTAJINA3auuu, A — KpUCTAUIH3AMMA H3

aMOPQHOr0 COCTOAHHA; B — KpUCTANIM3AIEA HWa8 paclnasa; B — JadEbie [is ofpasma ¢

MaKCUMAaNbHOU KPECTAIIMYHOCTHIO, NOCTATHYTOM MyTeM NIHTENBEOrG OTHETA; I — Temio-

Boit shdext xpucramnmsanum; J — cTemeHp KPHCTANNMIHOCTE Mo AamHeiM HWH-cmextpo-
cxomun. Hudper COOTBETCTRYIOT IMTEPATYPHOMY HCTOYHHKY
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DOHATHA CTéHeHM KpHCTAIIMIHOCIH TpebyeT paccMoTpeHHA HOMUMepa Kak AByx(pasHoi
CHCTeMEL B COOTBETCTBHH C TePMOAMHAMEYECKHM NOAXOROM K ONpeXeNeEmio (as. Torma
BeJHYHAA My CTAHOBHTCA BHOJNHE KOHKDETHHIM, ONpeJeleHHBIM HapaMeTpoM HOXAMepa.

Hpennaraemulii MeTon 0asMpyeTcA Ha BHOJHE OYeBHAHBLIX MONOYKEHHAX, IPH BLIBOAE
pacueTHHX JopMyl HEKaKuMe ROOYMeHNA He MCHOMB3YIOTCA. OH He HYMJAeTCA TaKmKe B
KAKHX-IAG0 NONOTHUTENBERIX [AHHEIX, T.€, SABIACTCA HE3ABHCHMBIM CHOCOGOM ompefe-
AeHus my. Ho Hembsa ymyckaTh 3 BHAAY, 9T0 NpHMeHeHHe ero TpeGyeT HmONydeHUA He-
CHOIIPKAX COCTOAHHI 00pa3sma, pasIHIAIIIAXCA U0 CTNEeHH KPHCTANIHIHOCTH, HO HME-
muxX OAHHAKOBYI0 CTPYKTYPY (T.e. CTeleHb COBeDHIEHCTBA) KpUCTALIMYecKuX (a3 o
OIMHAKOBYI0 CTeNeHb YHOPANOUYCHHOCTH aMopdHBIX ¢as. Ha ary cTOpoHy sKcHepUMEHTA
BomKRO OITh OoOpameHO OCHOBHOe BHAMaHHe. IIpmMemeHme MeToma 6ydeT KOpPPEKTHBIM
TOTAa, KOTAa HONyJeHHHe 3HAYCHHA MAPaMeTPOB AOCTATOYRO TOYHO AMIPOKCHMHDYIOTCA
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Puc. 3. Ycpennennsie 3Ha9eHUA JHTePATYPHLIX RAHHBIX IO My, OmpENeeH-

HEIX TI0 PeayirTaTaM A3MepeHHSA HXoTHocTH (I, 5), Mo AaHHEIM DPeHTIEHOTPA-

$un (2), no remnosomy spdexty nnasienun (3), nuA HeReopPMAPOBAHHOTO

II9T®, 3akpECTAINIOBAHHOTO B H30TEPMEYECKHX YCHOBEAX H3 amopdHoro

cocronuun (I—4) m u3 pacanara (5), 4 — 3HaYeHHA my, ONpefedCHALIE Tel-
moBbiM MeTofom [1, 2]

npavoii. IlpaxTuka MOKa3ana, 9T0 CYmMECTBYeT HECKOMbKO CIOCOGOB DpOBEleHHA KCIE-
puMeHTa, YNOBIETBOPAMAX 3ToMy TpeloBammi. OmmEa u3 Hamboilee NUPOCTHIX METORHK
OMHCaHa HIUIKe.

IlpepBapuTeNbHO pACHIABICHHBIT 00pasen HarpeBadm co ckopocTrio 320 rpap/MuE
KO TeMmepaTypei Kpucrainmsamun Ty, Yepes HekoTopoe BpeMaA Iocke Hadaja KpHCTald-
AH3ANMA OPOmecc NPEPHIBAIE U IOMLYYeHHOE COCTOAHHE 06pasma «3anajdaMdy IYTeM pes-
KOTO OXNaKIeHHA [0 TeMHepaTyphl HwKe TeMIepaTyphl cTexmosaHmA T., 3aTeM HpH Ha-
TPEBAaHHH CO CKOPOCTBIO 20 Tpaj/MUH 3aNMMCHBANA CKAY0K TEINOEMKOCTH MPH PaCCTEeRIOo-
BBaHAH. Tarylo NpoNexypY HDOBTOPANE HECKOJBKO Da3, H3MEeHAA KaKABIL pa3 BpeMa
BEIIepKE 1pE Ty, T.€. HaMEHAA CTemeHb KpECTalAnmdHocTH. Ilo TepMorpaMMe HaXORHJIH
BeJIMYHHE! Temrosoro 3dperTa W CKAYKA TEIIOEMKOCTHE. STOT CHOCO0 MO3BONAET CPABHR-
BATh mapaMeTpsl ofpasma mpu pasamgHOd KPHCTANIHIHOCTH, HO HOPH OXMHAKOBOH CTe-
HeRd COBEPINGHCTBA W YINOPANOYEHHOCTH CTPYKTYp Kaskmo#l ¢pasmr. CoorBercTBme 06O
napel AC, u rennoBoro sdpdexTa KpECTaNTH3aHMH (i ONHOMY W ToMY ke ¢asoBoMy co-
CTOAHEI0 ofecmeauBanm GHICTPEIM oxidarkmeHHeM. IlomydeHHEIe sKCHepHAMEHTAJIBHBIC NAH-
HBIe TpHBefeHH Ha puc. 1. W3 Hero BEEHO, 9TO A Kampmod Ty cooTHomernue AC, m Q
anEeiiHO (¢ IOTPemMHOCTHIO, He mMpeBHmaiomeid 3%). ITo CBHAETENLCTBYET, BO-IEPBHIX,
o6 OEMEAKOBON CTPYKTYpPE €ONOCTABIAEMBIX COCTOAHHE 0o0pasma, BO-BTODEIX, O TOM, 9TO
Rampgag mapa sHadendit AC, m Qx COOTBETCTBYET OBHOMY E TOMY e (PA30BOMY COCTOH-
mmo. [lapaMeTpsl KpHCTANIN3AaNHE H PacCTEKIOBHIBAHMA NpHBefeHBH B Tadanmue.

B meroTopeix pafoTax NMpeamonarajig, 9To TOYHOCTH OHpefeNeHHs MoMeT OITh olie-
HEHA [0 CTEMeHN CORIAfIEHAA pEe3yNbTaTOB, MONYIeHHBIX PAas3HEIMH MeTofaMu. B wgacr-
HOCTH, HAa 3TOM NOCTPOEHBI Bce BEIBOMEI paloTel [4]. CTemeHnr MPaBOMEDPHOCTH TAKOTO
DOAXOfa WMeeT OpHHNANHANBHOE 3HAYEHNE. B CBA3H ¢ 9THM DpeACTaBIAeT WHTEpec pac-
CMOTPETH De3YIbTATHl OMPENENIeHAS M, PASIUIHBIMA MeTomamu. 3To TeM Gomee remeco-
o6pasmo, mockoibKy II9T®, mo NpUYdEE ero Baji(HOTO NPOMBIDITICHHOTO 3HATEHNA, OBLI
06BeKTOM MHOTOTHCIEHHBIX M BeChMa TIIATENLHEIX HCCaefoBaHAI (Pa30BOTO COCTABA.
Ha puc. 2 cobpanbl NuTepaTypHble JaHHBEE OO OOpENeleHHI0 m,; HeOpHeHTHDOBAHHOIO
I3T®. TipemcraBileHEl OCHOBHEIE METORBI ONpEfeNeHHs: N0 IIOTHOCTH, PEHTTE€HOCTPYK-
TYPHEBI aHAJMS M TEILIOBONH MeTOX, MPWIEM B METOAAX, HCHOIL3YIOMHAX MJIOTHOCTE U Qna,
B3ATH 9KCHEPUMEHTANLHEE 3HAYEHNSA CAMHEX HAPAMETPOB. 3TO0 CAEIAHO AJIA ACKIOHYEHNA
BIUAHAA Ha Pe3yJAbTATHl ONpefeleHUs m, HEOXMHAKOBHIX IO 3HAYCHHWI0 BOJIMYHH IUIOT-
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HOCTH ENeaNsHOro KpHcTakia m AH,, HCOOJB30BAHHEIX pasHEIMU aBTopaMu. JImEEM Ha
PHCYHGKE OTHOCATCH ¥ YCPeXHCHHHIM 3HAUSHHAM.

Kax BujHO M3 pHC. 2, Bo BceX MeTofiax pas3Gpoc FaHHEIX HpH ONUHAKOBEIX YCIGBHEAX
# TeMmeparypax KpHCTAINIM3ANHE O0%YeHb Goabmoil, B MeTofle ompefeneHds my OO WJAOT-
HOCTHE 3TO MO:KeT OBITH 00YCHOBJIEHO KaKk BO3HHKHOBEHHEM HEOJHOPORHOCTeH (IysBIph-
KOB, MEKpomycToT) mpu TepMooGpaGoTke II3TQP, Taxk m HeZOCTATOYHBIM YIETOM BIAEAHHA
npepgsicropun obpasma Ha ¢asoBHE cocraB. OfxBaKo agech ropasgo Gojee CymecTBeHHOM
SBIAfIETCA CHCTeMATHYeCKAas oOmHUOKa, BO3HMKAIOMAA H3-3a TOrO, 49TO m, ONPeReNIATd
OyTeM COMOCTABICHAA MIOTHOCTH HCCHEfyeMoro o0pasma ¢ MAOTHOCTLIO HACAJLHOTO KpH-
cTaa B NOJEOCTHIO amopdmsoBaHHOrO o0pasma. Mexxuy TeM Takoit TOAXOR Aajk OH
TpaBEILHOE CcOfiep/RaHMe KpHECTaIaMweckoil ¢asbl, ecim Ob KpHECTamLIHYeCKad (asa B
YACTHIHO-KPHCTAJLIAYeCKOM 00paslle TOJAMepa COCTOSNA H3 HAEAaNLHLIX KPHCTAJUIOB,
a amopdHas 49acTe Gbhuma GBI TaKoH ke, KaK B IOMHOCTHIO aMOpPHEOM cocTommmd. OfHAKO

AH, nfixwc/ne
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Puc. 4. 3aBucumocts saTansnuu Kpucrajaadanmn IITP or Ty KpucTaNIu3a-

nEda 73 aMopdHoro cocrosHdsa (I) u m3 pacmaaBa (2). IITpAXOoBBIME THHHAN-

MH IOK3a3aHA 9SKCTPANOIANNA 3HadeHHH AH Ha paBHOBECHYID TeMmepaTypy
nxaBaeHHA 282°

XOpOIIO H3BECTHO, YT0 HOAUMepHEe KPHCTAIUIBI HPeACTAaBIAT co6oit BeckMa AedexT-
Hple ofpasoBamms, a cocToguue aMopdHHX obmacreit B YAaCTHYHO-KPHCTAJIAYECKOM TIO-
JEMepe CYMEecTBeHHO OTIHYAETCA OT COCTOAHHA WIOMHOCTHI0 aMopdHOoro mommmepa. Tem
CaMBIM JNaHHEIE My IO IVIOTHOCTH, HaliieHHBIe IO CYNECTBYIOHEMY METOAy, He OTpa-
sKAI0T HCTHHHOTO COJIePXKAHHA KPUCTANIMYecKoi (a3l M MOTYT NPHBECTH K 3HATHTEND-
HOMY 3a0nys[ennto oTHocHTensHO (asoBore cocraBa momuMepa. B smreparype HeomHO-
KpaTHO o0pamalocs BHAM&HEE HAa HeOCTATOK ONpeNelleHHs my U3 ONEHOK INIOTHOCTH.
B sactEOCTH, o IIAT® Ha 3T0 ykasniBaerca B paborax [5-8]. «

PeHTreHOCTPYKTYPHBIH MeTONl OMNpefeleHUA my; OCHOBAH HAa CONOCTABNCHHH HHTEH-
CUBHOCTell paccesHHS KDPECTAUIATECKAX H aMopgHEIX obmacreii. OjHaxo 3TH pacces-
HOAA B 3HAYATENbHON CTeNEHE HAaKIANBIBAIOTCA APYr Ha ApYra, pasfelleHme HX 3aTpPYA-
HeHO, Pe3yJbTATHL BO MHOTOM 3aBHCAT OF WHAUBAAYAIBHOIO MOAXONA. ITHM MOpexpe
reero obbacHsAeTcA pazépoc MaHABIX, UpuBeNeAHHIX Ha puc. 2. Kpome Toro, wacTe pac-
cesTHHA OT KPHCTAJUIRYeCKHX ofmacTeil TepAerca m3-3a JMedeKTHOCTH HOIHMEDHEIX KPH-
cramnoB. CucTeMaTngeckas ommuOKa BO3HWKAeT IO TOH HpPHYHWHE, YTO HA PEHTLEHOTPAMME
B KaveCTBe KDHCTaMImdecKoii (assl PUKCHPYIOTCA ANINL Té KPHCTANIHMTH, pasMep Ko-
TOpPHIX He MeHbIIe ompefeleHHOH Bemnmumuael. Hampummep, B paborax [9, 10] moxasamo,
9T0 TaKOH MWHEMANHHEIE pasMep KpucramnEToR mas IIIT® cocramaser 1,5-3,0 EM.
Takum 00pa3oM, BeXEYHHH! My, ONpeJelleHHHE 0 AAHHLHIM pPeHTTeHOTpagiHE, COOTRET-
CTBYIOT HEKOTOpPO# Rode KpucTalaudecKoil pasbl, oTHOCAMmMelicA K KPUCTAIIATAM HOCTa-
TOYHOil CTemeHH coBepHieHCTBA. YeM GoXbmme R HOJIAMepe MEJNKAX H AedeKTHHX Kpnm-
CTANNUTOR, TeM OONbIDE DPA3NUYANTCA 3HAYCHHA My, NMONYICHHEE O JABHBIM DEHTTe-
Horpa(bnn, 0T MCTEHHEOH CTeNeHH KPHCTAJIINIHOCTH HOJHMepa.

Ycpenuenssie agEBIe m; DPAs3HBIX METONOB COMOCTABIEHEI Ha pme. 3. Bmgmo, 19TO
KODPeNANAA MeKEY 3HAYCHMAMHM, IOJNYYeRHHIMU DA3HBIMH METONAMH, OTCYTCTBYET, pas-
HAOA cocTaBaAger 25-509 or maMepsemoil Benugmabl, Ws BEINEH3IOMEHHOr0 aHANHM3A
HefIOCTATKOB METOMOB OIpefeldeHus m, ACHO, ITO OIMHGKA B KaMAOM METONe HaNPABICHH
B CTOPOHY YMEHLINGHWsA MeHCTBUTENLHOT0 3HAYEHAS CTeMeHH KPHCTANIAYHOCTH IIOMH-
Mepa (ACKIIOYEHEE MOTYT COCTABUTH NAHHLIE my MO IIOTHOCTH HPH BHICOKEX Tx, KOFAR
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eupefensaomes 3HaseHne OpuoGperaer omubka, obycioBleHHAS MMIOTHOCTRIO amopdHoid
JacTH). :

HefocTaTKu MeTONOB OHPEACHACHAA My, HE MO3BOJANINEX MOIYIHTh HCTHHHOE 3HA-
qegMe CTeNeHHE KPUCTAIIHYHOCTH HIH jKe RAMmMEX [0 CYMeCTBY 6ecmole3HYI0 (IKBU-
‘BaJIOHTHYI0® BeJMYHHY, OpPHBEA0 K BO3HEKHOBOHHI0 NpeHeOpe)KHTeIbHOTO OTHOIICHHS
K Heii JTo He ONPaBRAHO HE C TeOPETHUECKOH, HH ¢ HpPAKTHYeCKOH# ToueK apemmA. Co-
HepiaaEEe KPECTANIETECKOHE (asel B NOMHMepe OTPAKAETCA Ha BCOX €ro ¢u3nKo-XEMHA-
YEeCKEX O 9KCINIYaTAMOHHBIX CBOHCTBAX, CIAEKOBATENbHO, ABIAAETCA HCKINIHTENBHO -
BaKHEIM DapaMerpoM, HeofxoguMo Jumb o0ecnedHTh IPABHALHOE €ro ONpefeleHHe H,
Kak OBUIO TIOKA3aHO BhINIe, BHECTH YETKOCTH B CaMoO COAEp:KaHHE 3TOro IapaMeTpa.

PaccmaTpuBaeMblit B faHHOX paboTe NpHENMI oHpefeNleHAS TeIVIOBEIX BeJAIMH
MO3BOJNACT ONHO3HAYHO pPEHIATh 3TH BONPOCH. PaccUMTaEHLIe N0 JaHHKIM TaGaunel u
mo ypaBHeEml0 (2) 3HAYCHHEA CTeNeHH KPACTAVIMIHOCTH JAIA DASNUIHEIX TEMIEpaTyp
M YCIOBHA KPHCTANNHM3aNMEHM MmOKasaHEL Ha pHc. 3. [TomywemHas mpu 3TOM KpuBasd, KAk
OBUI0 YKA3AHO BHImIe, OTPAMAeT AeHCTBATENBHOE COfEepIKaHHe KPHCTALIHIOCKOH ¢hasbl
& ponmMepe. HauGonbimee oTaAMYEEe OT AAHHHIX APYTHX MeTofoB Habmojaxa B oGmacThm
HM3KHX TeMOepaTyp KpHCTAIMBANEW, JTO CAEf0OBAJO OKHAATH, TaK KAK C HOHEKe-
HmeM Ty yBeamuamBaerca MAeIeKTHOCTh KpUCTAXIUdecknx obpasoBammif, pacTeT KOIH-
YeCTBO MEJNKHX KPHCTAJIMTOB, YKazaHHBE OOGCTOATENLCTBA HPHBOAAT K YBEXHICHHIO
omabkA ompefeNeHAS CYONIECTBYIOIINME METONAMM. IO NJIOTHOCTH (H3-3a YBOIHYCHHA
PasHOCTH INIOTHOCTEH pealbHOro M HASANHHOr0 KPHCTAJIA), PEHTTeHOCTPYKTYPHBIM aHa-
JEsoM (@3-3a- MOTepH paccessHEA Ha AefeKTax KPHACTAIOR M YBeAHYeHHS KOIHIECTBA
MeJIKAX KpHCTaJINoB, He (PHKCEpYEeMEIX peHTreHOCTPYKTYDHEIM aHauamaoM), SMP (mo
NpEYHHEe YMEHLIICHHR YIOPAJOYOHHOCTH B KPHCTANIHYecKoil (ase), TEIIOBEIM METOTOM
no gopmyie (1) (m3-3a yBeIUUeHHA Pa3HOCTH MeKAY dHTaJbOHEH IVIABICHHA DPEabHOrO
¥ HAeANBHOro KPHCTAIIa).

Kpome m3MepeHAs 3HAYeHHA my He MeHee CYNIECTBEHHOU CTOPOHOH paccMaTpm-
BaeMoro cmocoGa aHaum3a (Pa30BOTO COCTABAa ABIAECTCA BOSMOIKHOCTL ONIpefeieHAs
SHTaJbOMY KPHCTAJUIM3ANMEA, YTO MAeT HENOCpeACTBeHHO MHMOPMALEI0 O CTeIeHHE Je-
(dexTHOCTH KpHCTAIIMIeCKOH (a3l B JAHHOM COCTOAHMHM. Ha KpUBOi 3aBHCEMOCTH
IHTAABMAN KPHCTAIH3AMEM OT TEMIEDATYPH (pHC. 4), DONyd4eBHOR 110 JaEHEIM
rpadara 1, BOCTATOYHO OTUETAHBO BRIEAAOTCA TpH obmacrm: Ro 140, mo 200° m BEImIe,
OTAE JaHEBIC, OYEBHIHO, KOPpPeNHpYIT ¢ paGoramu Hasapsam m l[pamkama [32], obmapy-
KUBIIEX B HEKOTOpOM HHTEpBaje TemmepaTyp B II3T® manmude 0CoOHIX CTPYKTYD THIIA
Mesodas.

IIpr AOCTATOYHO TINATENLHOM KPOBefIeHAN SKCOePHMeHTa O0HapY:KHBaJM HEKOTOpOe
pasiigude B HAKJIOHe OPAMBIX, aNNPOKCEMEpPYIOMuX Ha rpadmie AC,=f(Q) Toukm, co-
OTBETCTBYIOIHe HAYANLHON 9acTH W KOHOY Kpmcrainadanad. OYeBHAHO, CTeNEeHb COBEp-
MEHCTBA KPHCTAJVIATOB, BO3HWKAKIIEX B pA3AAIHBIE MOMEHTHI KPMCTAIM3ANHH, He-
CKOJIBKO PAsidYaeTcs.

B untepsane Ty oT 160° u Bhile HHTaJbOHMA KPHCTALNHICCKHX 00pa3oBaHuii, BO3HHU-
KalomEX B Hadajle KPHCTANIH3ANMEM, OoNbime, 9eM B KoHOe. Ilo-BHAEMMOMY, B 5TOM TeM-
nepaTypEOM MHTEpBaJe 00pasoBaHHE KDPHECTANIATOB NPOHCXORAT HeHNOCpPEeRCTBeHHO, 0e3
TPOMEKYTOTHBIX JalmAbEbX cTymemeit, O 150° mw Hmke HaGmOfaiHm, HANPOTHB, HEKOTO-
poe yBelMUeHMe SHTANLIAM KPACTALIM3AMNM K KOHLY NpOmEecca, 9T0 MOKeT OhITh CBA-
3aHO C OUpeNeNeHHRIM YCOBepHICHCTBOR3RHHEM CTDPYKTYpH B HpOIecce KpHCTAIIA3AIIUU.

Tpadur AC,=f(Q) mosBonger o6HAPYRHTH TAaKKe PasiHdde B aMopgHOil CTPyKType
00pasnoB, 3aKPHCTANMM3OBAHHKIX IPH PARNNYHEIX SHAUeHHAX Ty IKCTPATIONAOUA IPA-
MEIX fI0 UepecedeHHS C OCHI0 OPAHHAT AaeT 3HadeHHMA ACp, YMeHBIIAIOMHeCd IO Mepe
normxerndsn Ty, 9T0 CBEAETENHCTBYET O Gonpmie# noE(OPMaIHOHNHOH OrpaHHYEHHOCTH
MAKpPOMONEeKYXI B amopdusix o6IacTAX ¢ MEHBUIEM pa3MepoM KPHCTANIATOB. ITO TOA-
TBepKAAeTCA NAHEHIME mo omeHkKe T. (TaGmmma): mo mepe mopwimenms I TeMmepaTypa
CTeKIOBAHEASA MOHMKAETCA. .

3aBHCEMOCTH SHTANbOHME KpHcralmmsanum or T, Beime 200° (pmc. 4) MoKeT GBITH
aHIPOKCEMHPOBaHA JANEHHO GYHKOHeHl. JKCTPAIONANNA OTOH NPAMOI K paBHOBECHOH
TeMImepaType niasieHHA T;,°=282° [33] maer 3BaueHWe SHTANBNHEA KPHCTANIA3ALHE
AfeaNbHOro KpHCTAMIa, paBHoe 129+05 w/[#/Kr, 9To HeckodbKo Gompme mudpsl, o6bIYHO
HCIONB3YyeMOil B HacTOAIee BpeMd M HOdyueHHOH dgrapoM m XmimoMm (127 xHm/kr) [13],
HO MeHBINe 3HAYEHHHA, NPABeXEeHHOro HefaBHO [{pemepom @ Bermepom (136 [l /xr) [33].
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STUDY OF POLYETHYLENE TEREPHTHALATE PHASE COMPOSITION

Yagfarov M.Sh.

Summary

The literature data about the crystallinity of non-oriented PETP sample at various
temperatures are comparatively analysed. There is no correlation between data obtained
by various methods because of the demerits of methods of crystallinity determination.
The accuracy. of the heat method permitting to obtain the real value of the mass of
crystalline phase is discussed. The phase composition of PETP at various temperatures
and crystallization conditions are analysed by the heat method.

YIAR 541.64:532.5:534.2

ONPEJNEJEHHE BASKOYINPYIHX XAPAKTEPHCTHK
HNOJTMMEPHOIO MATEPHANTA TUHAMHYECKAM METO/A0M

Potoerosa E. A., Toppman H. ., Beaveosckuii H. M.,
Maweeun J.H.

Onucana MeTOAHKA OJHOBPEeMeHHOro oIlpefelleHAA TpeX BA3KOYNPYIrHX
XapaKTepHCTUR MNOJHMEPHOro MaTepHalia II0 SKCOePUMEHTAJIBHBIM KpPHUBBIM
ABH;KEHUA KOHIIA KOHCOJNBHO 3aKPEWJIEHHOr0 IMOJHMEDHOTO 06})331.(3 B o0ma-~
CTH ¢-mepexona,

I[aneﬂue BA3KOYHOPYIOro Teja, BBHIBeJEHHOr0 M3 COCTOAHHA DABHOBECHA OyTeM Ma-
J0it geopManue, KaK OPaBHIO, HpeAcTaBdser coloil cBofomHO 3aryxaomuil KomeGarelnh-
HBIt Tpollecc, XapaxKrepEayeMBiil coGCTBEHHOH YacTOTOH KOMeOAHHE ) M 3aTyXaHHEM C.
JT0 IIAPOKO MCHOJAB3YIOT A OLpefiejeHHs AHHAMHYECKOTO0 MOAYJA YOPYrocTH H TaH-
reHca yria MexXaHAYeCKHX NOOTePh MarepHala IO u3BeCTHBIM METORHKAM KDYTHJABHOTu
MasTHHEKA, KOHCOJBbHO 3aKPeudeHHOM mmacrTuubl [1—-5].

TIpy ucclefoBaHHH ABEMKEHHS KOHI{A KOHCOJNBHO 3aKPEeIICHHON INIACTHHBI M3 IyL-
TOCETYATOrO ISMOKCHAMHUHHOrO DIOJHEMEpa B OIpefeIeHHOM HHTepBaJie TeMIepaTyp (06-
JIACTh O~-IepeXofa) HaGIIONaNTH CHOMHBIH DeKHM [BHKEHHA, He ODHCHIBAEMBIH JBYMH

Puc. 1. Tpadur nBMKeHAA KOHIA KOHCONBHO 3aKPeNMeHHOTo 00pasma IpH Dasany-
AHIX TeMmepatypax: a —ympyrag of6nacte (I<T.), 6—2 —o6nacTs mepexofa
(T=T.), 3@ — obmacth BbicOROAMacTaIHOCTE (T>T:).
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