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Hccaemosano BIMAHRAe HAYaNbHOU TEMIIEPATYpPH CHHTe3a HA KEHETHKY
CTPYKTYpooGDa30BaHAS HIONEKAOPOAMHJA B HOpoIecce AHKOHHOH AKTHBHPO-
BAaHHON HOMHMEPHSANHE &-KAPOJAKTAMa, OPOTeKamel B agmabaTHIecKHX

- YCHOBEAX, YcTaHOBIeH (axkT 00pasoBAHEA TBePAOTO PACTBOPA Ee-KATPONaK-
TaMa B HOJUKAOpoaMAfe Ha HaYaJpbHOR cTagud mpomecca. llokasamo, wro
¢opurpoBaEmEe MOPPONOIHA IpOTEKAET Tepe3 IMPOMEKYTOIHYI0 CTANHIO, Xa-
PaKTepEayOmyloca o6pasoBaE@eM KDPYHELIX CQepOIMTHEIX arperatos.

IIpm aEuoHHOE aKTHBEPOBaHHOM DoMMMepusanuu e-Kanporakrama (AAIIK)
CTPYKTypa DONHMEpa, OmPeAeaAioNnad CBOMCTBA TOTOBOrO M3feadsa, gopMaApy-
eTca B Xofe cuHTesa. Ilpm sTOM mOXydYeHHe KpyUHOraGapHTHEIX OTIHBOK M3
momaKanpoamufa (IIKA) mporekaer B yciaoruax, Gamskux K agmabaTHdecKuM,
910 O0YyCAOBIEBAET HATEpPEC K UIYUCHUI) afMaGaTHYeCKOH KPHCTANIA3AMAR
KA.

Panee GbIno DoKa3aEo BIMAHWE YCHOBHH CHETE3a H3 CTPYKTYpYy HoaAMe-
poB, DONyYaeMHEIX Opu afmabaTmueckoiti [1] m memsorepmmueckoi [2, 3]
AAIIK. B nacrosmeit paGoTe H3y9aiy KMHETAKY CTPYKTYpooGpasoBaHms, T. e.
MOp$oIOrun NPOLYKTOB, BHACICHHLX HA PA3AHYHEIX cTagAAX agmabarmaeckoit
AAITIK, B codeTanup ¢ H3yYeEHeM KOHETHKH TeluopbjgeneHus. Mcciemosanne
OPOBOAMIM UpH HAYANBHBIX TeMIeparypax cumeTesa I, B3ATHIX B HETepBaie
110—150°, gaT0, Kar masecTHO [1, 4], MO3BOAAET OCYIMECTBIATE MPOLEEC B Pas-
AMYHHX YCAOBHAX: HPH COBMECTHOM W DPa3fiellbHOM IPOTeKAHAW NOINMEpH3a-
IEA H KPHECTALIRSAUA,

HoagpoGras KaprHBa cIpykTypooOpasoBaHusa 1THA 6rina mokasama HaM#
ma npamepe AAITK, nporekammeit opu 7',=135° [5]. B macroameit pabore pac-
CMOTPeHEI 0COOCHHOCTH Mpomecca, onpefenseMiie T,, aro HeoOXoAUMO NI HO-
HEMagnA Kpucraanmmsanyu B mporecce AAIIK B menom. MccnepoBarna Beimos-
HeHbl MerofaMd afuabarTAvecKoii TepMoMmerpuu, muddepeEnEaIsBEOi CHAHMA-
pyiomieii KaJOpEMeTPHH, PeHTreHOrpadiu u ONTUYECKOR MUKPOCKOINH.

TlonuMepr3aniAn e-KampoNaKTaMa OPOBOAHIE HA afAmadaTHYecKOdl yCTAHOBKE MO Me-
ToamKe paborer [6]. Ilpomece ocymectniuamu mpm T,=140, 125, 435, 140 m 150° B mpm-
CYTCTBHA SKBAMONLHHX KOJAIECTB KATajm3aTopa (HATPHH — e-KaIpOJNAaKTaM) E AaKTH-
paropa (N-amermi-s-kKamposakTam), pasEsix 0,0355 moan/x (0,35 Moux.%). Peawmmio mpe-
PHBaIA OHICTPHIM OXJAKECHHEM pPeaKRHOBHOM cMecH KHAKAM a30ToM. BrIxof mommmMepa
ONpeReIANE NOCHe PKCTPAKIAE H3MeJbIeHHOTO IPONYKTA pPeaKIEA Bofoi.

Pagfenendme TemaoBHX 3PPeKTOB MOMEMEPH3ANHA A KPHCTAINIH3ANMEE OCYI[ECTBIIAIN
TPAaBAMETPEYCCKAM METOOM, ONHCAHHEIM B paGore [6]. Pemrremorpadmueckdme mcciefo-
paHEA mpoBopend Ha Kupparromerpe JIPOH-1 ma Cu K,-m3mygerma. Mopdomoraw moam-
MepoB m3ydYaJm ¢ moMompl0 MukKpockoma MBH-6 B mpoxopAmeM NOAAPH30BAHHOM CEETE
Ha cpesax. Tommumoid 5—10 mrM. HamopuMerpmueckme HMCCIeROBAaHAA OCYMIECTBIAAH Ha
guddepenmuamsaoM craEEpyiomem KamopumeTpe JCK-2 («Ilepxmu-dimMep»). IlnoTHOCTE
HOIMMEPOB OuUpefelAiM METOXOM THAPOCTATHYECKOTO B3BemABAEAA B cHcTeme CCli —
YH[eKaH.
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Ha pue. 1 mpuBefieHE KHHeTHYeCKHE KpUBHEe CYMMADHOTO NOBBIGHUOS
reMmepaTypsl AT ¥ DOBHIMEHWsA TeMOepaTyphl 3a caer kpmeraamusamam AT,
P PasIAYHEIX HAYANLHEIX TeMOepaTypax cuHTesa. Kak BHAHO M3 DHCYHKa,
KpHUBHE EMel0T S-00pasHblili XapaKTep W COCTOAT M3 YJACTKOB ¢ PasimqHOH
CKOPOCTHIO IIOBRIMIeHHMA TeMmeparypel. Mamememue T, mpaKTudecKdn He MeHA-
eT XapaKrepa KPHBHIX, HO BAHAeT HA BEINIMHY W CKODOCTH HOBEIMICHHA TeM-
OepaTypsl H, CIeXOBATeNbHO, Ha
HKpHCTANIATHOCTE 00pasyiomux-
€A OpORYKTOB. TaK, MaKCEMAJb-
Hoe sHagenume AT,, yMeHbmaeTca
¢ BospacTaEmeM T, W cocTaBaAeT
B caxyzae AAIIK ¢ T,=110 Bean-
quny 36,4°; ¢ T,=125-27,9°
¢ Ty=135—24,3° mc T,=140-20".
Ilpu T,=150° xpucranamsanusa B
OCHOBHOM HpOTeKaeT IPH OXJarK-

", 7 1
4 7
J
4g 4
2011
/4
| OO R TS N N B Lt
Jo 60 [
Bpema, mun

BpemAa , mun

Pme. 1 . Puc. 2

Puc. 1. KuHeTHYecKHe KDPHBBIE CYMMAPHOTO NOBHINEHASA TeMmepaTyps (I—5) ®

TOBEIMeHAA TeMOEPATYPH 3a c49eT kpEcrammusanum (I'—4’) B upomecce AAIIK

opm smavemmax T,=110 (I, 1’), 125 (2, 2'), 135 (3, 3'), 140 (4, 4'), 150° (5).

"3pecs m Ha pmc. 3, 5, 6 OyxBamm o000sHAaYeHH 00pasuEl, BHFeNeHHHEe H3 cdepst
peaKnau Ha PasiMIHBIX CTAJHUAX NpEeBPAIIEHHES

Pme. 2. 3aBmcHMOCTE cTemeHH KpEcTammmapoctn IIKA oT BpeMeHm CHETe3a Npu
To=110 (), 125 (2), 135 (3), 140° (¥)

neaun monuMepa u AT, QuKcHpyeMas B mpomecce CHHTE3a, COCTABIAET BCe-
ro 6—7°,

Ha puc. 2 mopusefieBn 3HAYeHUA cTeNeHH KpUcTaamgHOCTH K IPOXyKTOB,
BHIIETEHABIX N0 XOAY PEAKIUHd, PACCINTAHHEIE M3 TEPMOMETPUYECKAX JAHHBIX
no ¢opmyre K=a,/Qn, THe O — ITyOMHA KPECTANIM3ANMHA, & Qn — IAyOHHA
OpeBpamieBusa BOXNMepa. B cBolo ogepeb o, paccYuTEIBANY, HCXOLA U3 e Mmpo-
nopnuoranbroct AT, ‘. IlpegBapETenpHo MmO HKCHEPUMEHTAIBHEIM SHAYCHM-
AM ITOTHOCTU GBIIA OmpeieieHa Y, A 06pasnos ¢ MakcEMANEHOH AT, U d.~
~97%.

U3 pue. 2 MoskHO BEAETH, YT0 MO AAHHEIM afAaGaTHYECKO# TepMOMETPSI
CTemeEh KPUCTAIIUTHOCTA IPOAYKTOB yiKe B Hagaje Iponecca JOBOABHO BEICO-
ka u cocrasisger ~20%. [Ina obpasnor ¢ riy6meoii mperpamenus 6oxee 80%
CTeNeHh KPUCTAANMIHOCTH OBLIa TakKe DACCIATAHA, HCXOJA U3 BKCIEPUMEH-
TaJIbHEIX 3HAYeHUi MrorHocTE’. OHa XOpPOmO KOPPEeAHPYET ¢ KPHCTAIINY-
HOCTHI, DOJIyUeHHOHl MmO TepMoMeTpEuecKuM aasHEM. CIOKHBIL XapakTep
H3MEHEeHHA KPHCTALIMIHOCTE BO BpeMeRE mpd T,=110 u 125° onpepmenserca

! B agmabaTHIeCKHX YCNOBHAX CHATe3a NOBLHINICHAE TEMIEPATYPH HPAMO HPOIOD-
OHOHAJHLHO KOJHATECTBY BHeaA0merocd Temra [6].

% IlnotHOCTE 06pasmoB ¢ ax<<80% Be yHaloCh ONpefleNHTh BCIEACTBHE HX Habyxa-
HEA B0 DIOTANHOHHHY REIKOCTAX. .

2343



Pa3AMYHNM COOTHOHICHHEM CHKOPOCTEH HOIMMEepDU3anud H KPHCTALIHZAIAK
B Xofle Oponecca, aTo Oy/eT moApoGHO PAaCCMOTPEHO B CAEAYIOMeM COOOIMeHEN.

Ha puc. 3 mpuBelleHEI PeHTT€HOBCKMe Au(PPAKTOrpaMMul o6pasmoB, BHIfe-
JeHHEIX M3 cepH peakmun NpPH pasiudHOl MIyOHHEe IpeBpameHHA.

Ilpu amaamse pudparrorpamm obpamaer Ha cefA BHEMaHHe HAeHTHIHLIH
xaparrep Kpumcramnmsanmm Ana AAIIHK, nmporeraromeit mnpm T,=110—135°.
B aTHX ciiygasx MOKHO OTMETHTh TPH CTaiHH CIPYKTypooOpasoBaHAA: HAYAJIb-
Haf CTajusd, KOTOpas XapaKTepusyeTcsi HOABIeHHEM aMopdHOro rajo, WpH-
HaJIEKAMEro MOJIMMEPY, M HOCTEIEHHEIM yMeHBIMeHMEM WHTEHCHBHOCTH JIH-

I, amnu. ed

i i

j

19 25 Jg 28°

Puc. 3. Pentrenopckue nudpaxtorpammer [IKA ¢ pasnmgmoit rry6mmodt mpe-
BpalIeHUA Cig: ¢ — e-KampolakTaM, 6 — ofpasen 1B (a;=11,3%), ¢ — ofpa-
sex 1] (2a=52,9%), 2 — obpazen 11 (x=97,0%)

Huii MoHOMepa (puc. 3, 6); HPOMEKYTOIHAS CTAMUA, KOTOPOH COOTBETCTBYIOT
audpaxTorpaMMbI, IpeACTABIAIMAE cofoii cyMMy mupaKTorpaMm MOHOMEpa
H KpHECTALIMYeckoro monmMepa (pedaexcsr ITKA oGosHaueHH cTpeaKaMm)
(puc. 3,8); crafua 3aBepmeHAs KPHCTAIM3AMHUE, KOTOPOHX COOTBETCTBYIOT
AuppaKTOrpaMMEI, HONHOCTHI0 aHAJOTHIAbe NAUPpPAKTOrpaMMaM KPHCTAJLIMIC-
cxoro ITKA (puc. 3, 2).

ITpomomxuaTeNIbHOCTD 3THEX cTafuil ompefenseTca 3HauenueM T ¥ AJA Hep-
Boli cragum cocraBifer ~10 mum B cayusae AAIK ¢ 7,=135° u ~30 mu=m
B caygae T,=110°. ['ny6una mpeepamerusa moJEMepoB Ha 5Toi cragmm ~30%.
IIpomo/mxATeIEHOCTE BTOPO# CTAfUM CTPYKTYPOOOPA30BAHHMA COOTBETCTBEHHO
pasHa 15 u 45—50 mum. I'my6una npespanieHHES OONIAMEPOB JKOCTHUrAET
60—-70%.

B caygae AAIIK ¢ T,=140° mepBas cragma CTpyKRTypooGpasoBaHEA peHT-
reHorpadugecKy He oTMedaercs, d AUPPAKTOTPAMMEL 00pasIOB, BEIXEICHHHIX
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B caMoM Havajge npomecca (pme. 1, ofpasey 4 A’), amamormussl pue. 3, 6.
‘B pamsHelimeMm CTPYKTYpooGpasoRaEWe HpOTeKaeT TAK e, Kax ¥ mpu [,=
=110—1435°. - '
IIpu comocraBleHME TePMOMETPHIECKHX ¥ PeHTTeHOTPaHUIeCKEX NAaHHEIX
ofpaimaer Ha ce0A BHUMAHWE HECOOTBETCTBHE MEAY BAJAWIHEM TEIIOBHIX
2PPeKTOB KPHCTAMINUZANUA ¥ OTCYTCTBHEM KPHCTANIMYECKAX pedraexcop mHo-

JmMepa y pAfa o0pasnos, BEIAedeHHEIX Ha HAYANbHOM CTA{HA KPUCTANIH3ANAN,

dq/dr

50 150 250 T1°

Pnc. 4. Tepmorpammst nuasxenms ITKA ¢ comepsammem MoHOMepa 66,5 (a)
B 30,4% (6), I —meproe mHarperamme, II — BTOpoe Harpepanme (CKOpPOCTDH
marpesasusa 10—40 rpaja/mMun)

N\

Jlna BEIACHEHMs UPUYMH HTOTO HECOOTBETCTBHUA 06Gpas[bl BaKyyMHPOBAIH
npu remuepatype 20° B Tegenue 6—10 v mpum 1,33-10~* ITa. Cpasnenue mud-
paxrorpaMM o0pasmoe [0 U IOCIe BAKYYMHUPOBaHMA IIOKA3alo, 4TO IOCHE Ba-
KYYMHDOBaHMA S3HATUTENHHO YBEIHYMJIACH MHTEHCHBHOCTH aMOp@HOTO Tajo,
OPHHAJIMAKAIIEr0 HoANMepy, U MOABWINCH paHee He HaGmopgasmivecs pedire-
csl Kpucraanuueckoro I1KA. Jluruu kpucTamaunyeckoro MoHOMepa HaGIOOAIM
TONBKO Ha AmdpakTorpaMMax oGpasmoB, COAep:KaHHE OCTaTOTHOrO MOHOMepa
B KOTOPHIX HOCie BakyymMupoBaHua npesnmano 40 Bec.%, aro cocTasasmo
Gomee 109% ot mepBoHawambHOrO Beca obpasuma. Ilpu membmem comepixamEmm
MOHOMEpa B BAKYYMHUDOBAHHEIX 0o0pasnax KpUCTALIUYecKue pedIeKcH MOHO-
Mepa He OTMeYandch, u MAPPAKTOrpaMMbl OBLIM NOXHOCTHIO AHANOTHYHEL
puc. 3,2. Itor PaKT 3ACTARIAET LPEATONOKATH, 9T0 HA HAYAALHOH CTARHU
mpomecca MoHOMep B KomauuecTBe o 40% (or meca o6GpasoBasmmerocss ImodMMe-
pa) 3axXBATHIBAETCA MOJMMEpPOM IPH KPUCTAIM3ANAHA K NPHECYTCTBYeT B HEM
B BHJe TBEPAOro pacrsopa B amopdHOi Pase monumepa. OGpazosanmem TBEp-
Aoro pacTBopa e-KampoJgakraMa B [TRA, ouepupiHo, MOXKHO 00BACHUTE U OTCYT-
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CTBHE JHMHHI KPHCTAJUIMIECKOro MOHOMepa Ha AupaKTorpaMmMax oGpasHoOB,
BHeNeHHEIX HA TpeTbedl crafgW| CTPYKTYpooOpa3oBaHAA, B Xofe KOTOpOiH co-
HepskaHme OCTATOTHOr0 MoHOMepa y6riBaer ot ~40 1o 3%.

BrickazaEHOe HpefmoNOMeHAe HOATBEep:KAaeTcA RAHEEME paddepenmn-
anbHO-CKaHHpyIomeit kamopmMerpun. Ha pmc. 4 mpuBefieHH TepMOrpaMMEI
IIaBleHns 00pasmoB, BHACNEeHHBIX HA HAYAJIBHON CTAfAMA KPUCTALIM3ANEE U
BAKYYMHPOBAaHHBIX 0 OPHBeJCHHON Bhime MeToAuKe. XapaKrepuCTHKE 0oOpas-
noB upueefieRsl B Tabanme. Ha TepMorpaMMax BceX HCCie/IoBaHHEIX 00pa3moB
HaGnoganu nurm OhasaeHAs Kpucranamyeckoro IIKA @, pacmomoskemmbie
B obnmacte ~220°. Ilpm paccMoTpenunm TepMmorpaMM o0pasmoB ¢ GONBIIAM CO-

Tennodimaaaecrne ceoiicTea o6pasgon IIKA

Copepxanue 0
B obpasme TONEMepH-
- C
nocng é:naxy ' Qmn ) Mggga’:‘::‘uz ,3am:l: ;;ono-
. Obpazen * nﬁ”:ﬂ%%f T, Ton
BagHHe), noamMepa | IoJiMMepa
momu- | Momo- |  HK/T °“§§’ffé’ | pacrso- I kIl/
mepa | Mepa Qqp |PeENoro ® /P | rvons
MOHOMEDA

1B 355 | 64,5 - 50 212 29,0 39,5 -~ -

3A7 335 | 66,5 66,0 50 215 24,0 425 -~ -
1B 733 | 26,7 89,9 50 Co17 - 26,7 141,3 | 159
3B/ 81,0 | 19,0 81,5 57 2147 - 19,0 1459 | 16,5
4A” 69,6 | 30,4 73,9 52 219 - 30,4 1425 | 1641

* J1o pumc. 1.

Nep:KaHEeM OCTATOYHOrO MoHOMepa (rabnmma, obpasum 1B, 3A) mpu mepBom
garpesanun Habmoganu remnopoi sPdexr nmpm 68°, coorBercTByOIUil IIaB-
JAeHAK KPUCTALIMYECKOro e-Kampoiakrama (puc. 4,a). exoma us sroro Tem-
a0Boro 3pexTa W YHENbHOH TEINIOTHl IAapieHms e-kaoponaxTamMa (Qu.=
=150,5 I&/r), Oelno paccYATaHO KONWIECTBO KPACTALIEIECKOro (cBoGomHO-
ro) dakraMa. 3aTeM HO PAa3HOCTH o6Uiero copep:kaBus OCTATOYHOTO MOHOMEPA
H ¢BOGONHOTO JaKTaMa OHpefesieH0 KONHIeCTBO MOHOMEDa, pPacTBODEHHOTO
B IIKA. Kakx Bagso ms Tabnumel, B JTIA moxer pactBopatsea go ~40 sec.%
£-KaOpoNaKTaMa, IT0 XOPOIMO COIIACYeTCA ¢ PeHTIeHOBCKAMHA HaHEHME. IIpm
BTOPOM HATPeBaHHH OHK KPHCTAJIMIECKOT0 MOHOMEpA OTCYTCTBYET, a TeIIo-
Ta IAaBieHES mojamMepa (. BO3pacTael HPONOPHEOHAIBHO KOJMMIECTBY CBOOOM-
HOTO JaKTaMa, 9T0 CBHAETENbCTBYET O €r0 MOAMMEePH3amuu B mpomecce Harpe-
panasa. [lomramepwsamua TpOTeKaeT B [OCTATOYHO IMAPOKOM TeMOEPATyPHOM
wHTepBaxe, U4r0 (EKCHPYeTCs N0 PABHOMEDHOMY OTKIOHEHHI0 KDHBOH TeIIO-
80i1 MoIIHOCTA OT 0a30BOH JHHAM.

Ocobuit mETEpEC MPENCTABIAIT TePMOTPAMMHE O0pa3smoB, COEPIKAINUX Me-
mee 40 Bec.Y% momomepa (raGmmma). Ha srux tepMorpammax (puc. 4, 6) mmk
KPUCTAJINYECKOT0 MOHOMepa He OTMEeYaeTcd, a C¢pasy 3a IHKOM ILIaBIEHUSA
IIKA maGaomatorcs axsorepmmiaeckde 3PderTr, 00ycIOBIeEHBEe TOIIMEPH-
sanmelt MomoMepa, pacreoperroro B IIKA. CoBMecTHOE paccMOTpeHHe TemIO-
BhiX 3)eKTOB IIABICHEA U HONAMEPH3ANMA ¢ YIETOM COJCPIKAHHA MOHOMepa
[MO3BOJAET OmpEfelATh TOIUIOTY HOoJAuMepH3anud. [laBHEIe PacdeToB HIpUBefe-
HHK B TaGamne. Xopomiag KOPPENANHA HTHX JAHHHX ¢ JUTEPATYPHHIME Q.=
=15,2—16,5 x/[:x/mons [7] cBEmeTedscTByeT 0 TOM, 4TO 3adEKCHPOBAaHHEIE
9K30IpONECCHl  [efCTBHTEARHO OGYCOOBNEHH MOJAEMepHsamuell CBA33HHOTO
(pacrBopeanoro B IIKA) aaxraMa, Kotopas ODpoTeKaeT Iocle IJIABICHEA IO-
mamepa. Ilpa DoBTOpHOM HarpeBaHWE 00pasifa HHK, COOTBETCTBYIOIIHl IIOMM-
MepHu3anuK £-KaupOTaKTaMa, 0TCYTCTBYET.

TIpu Goabmmom cofep:;kaHAE MOHOMEpa, KOrfia B ofpa3me HMeeTCA KaK CBO-
fGopEeii, Tak u pacreoperatii B XIKA maxram, geTKHe 9K3oTepMEUecKHe MHKH
TONHMEePU3aTMA CBA3AHHOTO MOEOMepa (mociae maaBmenda IIKA) He HaGmio-
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nanu. Bepoarso, B srom ciywae mpoucxomur uwacTuumoe pacrsopenue ITKA
B pacIIaBe CBOGOMHOTO JaKTaMa W HOJAEMEPH3ANUA MOHOMEDA, PacTBOpeEHO-
ro 8 IIHA, ocymecTBiaseTcs mocremeHH0, OJHOBPEMEHHO ¢ HOJEMEpPH3ALMelH
cnoﬁomxoro JaKTAMAa.

Taxum o6pasom, mpu AAIIK, conpooskpammeiics KpucTamin3andeir o6pa-
syloIuXca MPOXYKTOB, MOHOMED, OUEBUJHO, HPHCYTCTBYeT B [BYX (lopMax:
B (opMe Kpucranrdgeckoro BemecTsa u B opme TBepporo pacreopa 8 ITKA.
OGpasoBaHme TBePAHIX PACTBOPGB HU3KOMOJEKYNAPHOrO BeIMeCTBa B HOIHMEpe
mabniomann ma mpuMepe cucreMs! geppomer — [19 [8].

IIpy maydenmm Mopdoaorau II0EMEPOB, CHHTE3HPOBAHHEIX B XOfle anna—
6armueckoit AAIIK, uporeraiomesl npr pasimIHeX 7o, MOMKHO OTMOTHTH TPH

al/dt, mem/mun
‘ 2
2y iT
Pgme. 5. 3aRECEMOCTL pa3- e
MepoB (4) W CKOpOCTH
pocta cdepormror (6) gtk
OT BpPEMEHE CHETE3a OpH 17
To=110 (1), 135 (2), \
140°°(3) 1
5 -
Q
J -
A . 7
[+
40 \60 80 100
g 20, . - DOpems,
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L ] | Y
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HOCHeNlOBATeNbHBIE CTAJUH CTPYKTYpPooGpa3oBaHHA, XapaKTepH3yIOIMHecs Of-
pefleleHEOA HATMONEKYJIAPHOHR CTPYKTYPOil BEIflengeMBIX mpoaykroB. Homirae-
CTBEHHBIe M3MEHEHUA B MOpPQOIOTHM HOTUMEpOB IOKaszaHsl Ha puc. 5. Hak
BHJHO, KPHBEIe HMEIOT UAeHTHIHEIA XapaKTep AIA BCeX PACCMOTPeHHHIX 3HAYe-
muii T,. Bo Bcéx cryuasx uaMeHeHHe jmaMeTpa ceporMTOB HPOXOLHT Yepes
MaKCAMYyM M 3aTeM IJABHO YMEHBIIAETCH, MOCTHTAA CpejHHX sHaveHmi 20—
25 Mrm. Pasmepsl HagMONEKYIAPHHX ofpasoBaEdit Ha HPOMEKYTOYHEIX CTA-
OEAX cwpynrypooﬁpaaonanna H TPOROJPKHTENBHOCTH DTHX CTAMMIL OHmpefens-
orea T.

Ilepras CTAUA KPHCTALIM3AIAH (sapopgsimeoGpasoBaHUA) COOTBETCTBYET
VYaCTKYy ¢ HEU3KOH CKODOCTHIO IIOBBINIEHHA TeMOEPATyphl HA KHHETHIECKHX
«puBHX (pmc. 1) U moABIeHENI0 aMOPGHOTO TAJNO ¥ MEePBHIX HPUIHAKOB KPHCTAJ-
JH3anEY HA peHTreRoBcKHX addpaxrorpaMmax. OCHOBHHIMU CTPYKTYPHHME
9/IEMeHTAMA JTOH CTafU¥ ABIANTCA OTHEJBHO PACHONOKeHHEIE RBYIydenpe-
momugiomde cepuueckue gacTANEl pasMepoM 3—10 MKM, cTemeHs KpHCTaN-
JIEYHOCTHE KoTophix coctamiasger ~20% (puc. 2). Pamee [5] mamm 6mn mokazam
MeHIpUTHHEIL XapakTep oTUX wacrei. Hak BugHO mM3 pmc. 5, 6, CKOPOCTH pocTa
CTPYKTYPHBIX 3]I6MEHTOB B mepHOR 3apojsirmecbpasopanusa npa AAIIK, npore-
raromeii ¢ T,=110° ogeHh Maja H JIATENBHOE BPEMA OCTAETCHS HMOCTOAHHOM.
3a aroT mepuon B cmcreMe 06pasyeTcs MHOTO HOBHIX CTPYKTYPHHEIX oBpa3oBa-
Hmii, a #X pasMepsl NpaKTAYecKH He MeHawTcsa (pme. b,a, 6,a). Mpu T,=
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Puc. 6. Ontryeckue mmrpodororpadmu obpasos ITKA, nmomydenHsix npu passbix To:
a — obpaszer;y 1I' (n=252%), 6 —4B"" (az=23,3%), ¢ —1E (ax=76,1%), ¢ — 3B’
(@a=96,7%), 0 — 13K (2a=97,0%)

=135° sapojsimeobpa3oBaHiie COMPOBOKIACTCA HEKOTOPBIM PoCTOM ceponn-
ToB, a mpu 7,=140° oOpasyiomuecss 9YacTHIBL Cpasy ke HAYMHAOT PACTH
¢ 0oJbIell MOCTOSTHHOM CKOPOCTHIO, a WX KOJIUYECTBO IOYTH HE MCHSETCH
(puc. 5, 6, 6).

Bropas cramus cTpyKTypooOpasoBaHms XapaKTepusyercs O0JbINeil CKO-
pOCTHi0 TMOBHIMMEHHA TeMmepatypsl (puc. 1) m GBICTPBIM POCTOM HOJUMEPHBIX
cTpykTyp. OCHOBHBIMU CTPYKTYDHBIME HJIeMEHTAMH DTOH CTAaZuU BO BCEX pac-
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CMOTPEeHHEIX CIydasax ABIAKNTCA HaGlofaBmMHecas HaMu paHee Ha HpHMepe
AATIK ¢ T,=135° [5] rpynsmtie, nnorno mpEMHKaomue APYT K Apyry cdepo-
JIATH, NEHTPAMEH KOTOPHIX CcAYKAT 00pasoBaBOIEmecT paHee MEHIPUTH
(pmc. 6, 6). Bonbman wacts chepoanroB umeer isa u Goiee IMEHTpPA, ITO, OUE-
BUJEO, MOMKET HpOM30HTU B ciaydae arperamuu Meikux cdepoanros. Tawas
arperamusa TeM Goliee BEPOATHA, 9TO0 PeaKIUMOHHAA cMeCh Ha JAHHOM 3Tame KpH-
CTAJIA3anMA HpefcTaBaseT co00il HOPABHOBECHYID MHOTOKOMIOHOHTHYH CH-
CTEMY, COCTOAIIYI U3 KPHCTALIHYECKOA (pasbl, HabyXmeil B O0CTATOYHOM MO-
HOMepe ¥ elle He 3aKPHCTALIN30BaBNIeMcss monmmepe. B paGore [9] raxome
‘OTMETAeTCH PHIXJBIA XapakTep cdepoinTos Ha OPOMEKYTOYHHX CTARMAX KpU-
crannasanud. MakcuManbHHe pasmepul cdeponmros (puc. 5,a) 3aBHCAT OT
T, 410 CBA3aHO ¢ PA3AMYHON CKOPOCTLI0 POCTA MOJUMEPHBIX KPHCTAJLIIOB.

Tperbnn crammsa mpouecca (BTOpEYHAA KPUCTANIAHM3ANUA) COOTBETCTBYET
DONOTOMY YIaCTKY KmHeTHIecKuX Kpussix (pme. 1). dra cragua MemIeHROR
JOKPHCTAIN3AMMY W COBEPIICHCTBOBAHWA HaAMONEKYIAPHOH CTPYKTYpPHL mO-
numepor. Kak mMOKAsBIBAIT MUKDPOCKONUYECKHe HCCIEJOBAHHSA, XOPOIIO OTpa-
HeHHBIe CTPYKTYDHL ¢ Y€TKO BEIpQKEHHOH IeHTpaibHO# dwacteio (pue. 6, 6)
B XOfl¢ BTOPMYHOM KPUCTANNM3AIMH NpPEeBpamIaloTcA B TANUunble Aaa IIHA
ceponursr pasmepom ~20 mrm (puc. 6, 2). IToT mpomece, OYEBUIHO, OCYIIE-
CTBIAETCA 34 CIeT NOKpUCTALIH3amuu aMopdHOro MaTepuala, HAXONAMErOCH
BHEYTpE cepoiuTOB, 4TO HPHBORAT K YMEHLIICHHIO PasMepoB NeHIPHTHBIX
A7ep ¥ YBeJIHYeHHI0 TOMAIMUEH damMesneir [5].

B pesynbrate dopmupyerca MenkocepoimTHAA CTPYKTYpa, CT€NEHb KpH-
CTAIANYHOCTA H OHOPOAHOCTH KoTopoil ompenenserca I,. Hammenee ogmopon-
‘HaA cTpyKTypa ofpasyerca B mpomecce AAIIK, mporexatomeit mpu 7,=110°.
B arom caygae (pume. 6, ) B monammepe Hapaxy co cepoNHTaMH pPasMepoM
20—25 MeM HaGmogamua MEOrO MeJKux o6pasoBamdii pasMepoM ~10 mxm. Om
oT™MeyaoTes B Mopdomorun ofpasIoB, BREAeACHEHX H3 cepbl peaknuy NpH
-remmepatype Bhime 190°, T. e. B mpoiecce BropmuHOi Kpucranauzanuam, Ove-
BHJIHO, HX NOABJEHMEe BEI3BAHO OPOTEKAIOIEH B HTOT MEPHO]] PEKPHCTANIH3A-
gueil mMoAMMepa, B mpomecce KOTOPOi MPOMCXOAMUT MIaBIeHHe HECOBEPIMOHHEIX
cdeponutos, 06pasoBaBIIAXCA paHeé U3 ONUIOMEDHBIX HPONYKTOB DeaKOUH, U
HX IOBTOPHAS KPUCTAJIM3AIUA mpH (ojee BHICOKHX TeMIepaTypax.

IIposesennanie nccaeJOBaHNA MO3BONAIOT YCTAHOBUTD 3aKOHOMEDHOCTH afiAa-
‘GaTeueckoi kpmcTammmsamua IIKA B npomecce AAIIK. Onm nokassiBaior, 4T0
B aAuabaTHIeCKHX YCAOBUAX PA3BUTHe HATMONEKYJAAPHHX CTPYKTYDP HMeeT
CHIOKHBI XapaKTep W OCYIIECTBIACTCA UyTeM KPHCTANIN3ALNUA HOIUMepa, 00-
PasyoINerocs IpH NOIUMEPU3aTUN CBOGORHOr0 (KPECTAIHIECKOT0) MOHOMEpA
H MOHOMEepa, IpUCYTCTByImero B gopMe tBepaoro pacrsopa B IIKA. Mopdo-
aoras IIKA B mpomecce cmHTesa mpeTepleBaeT 3HaUWTeJNbHEEEe H3MeHEHHA U
ompefieligeTcA Ha4aJbHON TeMIEPATYPOli M DPOAOKATEILHOCTHIO peaKkmuH.
Boasmyio pons B PopmupoBaHum MOpdioJOIEA HIPaeT BTOPHIHAA KPHCTAILIH-
3amus, B Tpolecce KOTOPOil NPOHUCXOAHT COBEPIICHCTBOBaHME CPEpOIHTOR M
ofpasoBaHue OJHOPOAHOH MeIKOCHEPOTUTHONR CTPYKTYPHL
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INFLUENCE OF CONDITIONS OF SYNTHESIS ON THE KINETICS
OF STRUCTURIZATION OF POLYCAPROAMIDE DURING ANIONIC
ADIABATIC POLYMERIZATION
Frunze T. M., Shleifman R.B., Godovskit Yu. K.,

Genin Ya.V., Volkova T.V., Kotel'ntkov V. A.,
Kurashev V.V., Daviyen S. P., Tsvankin D.Ya.

Summary

The influence of the initial temperature of synthesis on the kinetics of polycapro-
amide structurization during anionic activated polymerization of e-caprolactam procee-
ding in adiabatic conditions has been studied. The formation of morphology through
the intermediate stage characterized by the formation of big spherulite aggregates was
shown. The formation of the solid solution of e-caprolactam in polycaproamide on the

- initial stage of the process was found.
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