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Hicnonn3opaHue TEMIIEPATYPHO CKaHUPYIOLNEH CUIOBOH MUKPOCKOIMH NMPH MOBBIIUEHHBIX TEMIEPATY-
pax MO3BONUIO BH3YAJIM3UPOBATh W3MEHEHHE KPHUCTANIHYECKOH MOPGOJIOrHd W HAHOCTPYKTYpPBI IIPH
IIABJIEHUH M TOBTOPHON KPUCTAIIM3ALHY B YIBTPATOHKHX ciosix (20 HM) IISHIT, mony4veHHbIX Ha Si-cy6-
CTpaTax H3 ropssumx pacrBopoB. McxopHas MOpONOTHS TaKAX CIOEB XapaKTEPH3YETCA KBa3HBYMEPHbBI-
M cpepondTaMi, 06pa3oBaHHBIME arperaTaMu JlaMeneil ¢ rpaHyJIApHOil cyOocTpyKTypoil. BeicTpblil Ha-
rpeB BhILIE TEMIIEPATYPbI ILIaBICHUS C MOCIEAYIOLIEH 3aKaNKOM OIHOCTHIO BOCCTAHABIMBAECT UCXOHYO
Mopdonoruro. KaprusansHbie Mopgonornyeckue U3MeHeHIS HaGIONAIOTCA IPH Harpere o6pasiia B 06-
nactb npeamnnasnenus (85-100°C). ITpu cTyneH4aToM HarpeBe HCXOAHasd MOP(QOIOrHs HCYE3AET U BMECTO
Hee BhIPACTAaIOT HOBbIE HHANBUAYAJIbHbIE arperaTsl laMesel B aMopdHO# MaTpHIle, KOTOpast KPHCTAJUIH-
3yeTcs Npd 60oee HU3KUX TEMIIEpaTypax ¢ 00pa3oBaHUEM JieMellel MEHBIIUX pa3MepoB. [TpH MOBbIICHUN
TeMIepaTypsl ckadykoM Bbile 70°C kBa3u-2D-ceponurHas Mopgosornd B pe3yJbTaTe JTOKAIbHBIX Me-
pecTpoek TpaHC(hOPMHPYETCS B CETKY Pa3BETBIEHHBIX ITO]] MAJIBIMU YIJIaMH JaMeIApHLIX JIEHT. Ee KoH-
TYpbl COXPaHAIOTCS M MOCNE €€ HarpeBa Boile T, ;. CKOpOCTb pocTa NaMeJedl PH KPUCTALTH3ALMH HTH
peKpHcTaln3andy B ynprpaToHkoil minedke IIDHIT HenuHeliHa gake B HaYaNBHOMN CTaiMH, YTO CKOpee
BCEro 00ycnoBIeHO OrpaHHYeHHOM Audh¢y3uell MAaKpOMOJEKY K NOBEPXHOCTH PACcTYLIUX JIaMeTlei B Ta-
KOM CTECHEHHOM MpocTpaHcTBe. Kpucrannusauus U peKpUCTAINN3aLHs yIbTpaTOHKOH mwienku [TOHIT
COMPOBOKAAETCA OT/EIEHHEM paCIIaBIeHHOH YacTH NONUMEPA OT NMOBEPXHOCTH cy6CeTpaTa ¢ oOpa3oBa-
HHEM GOJIBILIOro YHCIIa AbIPOYEK, pa3Mep KOTOPBIX pacTeT N0 Mepe MPOTEKAHHS KPUCTAITH3ALMY HIIH pe-
KpUcTa/UTH3anuy. 'panyispHas cyGCcTpyKTypa JaMeneil COXpaHSIeTcs IPH BCEX PpeXXUMaX KPHCTaIUTH3aLdK
U PEKPHCTAJUIH3ALMH.

BBEJEHUE TaKUX YILTPATOHKHUX CIOSX (TOMIIMHOM B HECKOJIBKO

HECATKOB HAHOMETPOB) MOXKET CYILIECTBEHHO OTJIH-

HHTepec K yIbTPATOHKHM MOTUMEPHBIM CIOSIM,  yarhes OT HX MIOBENIEHUA B OOBIYHOM ONOYHOM COCTOS-
TOJIUMHA KOTOPBLIX CPABHUMA C PASMEPOM HONUMEDP-  yyy [[eHCTBUTENHHO, KOITA TOJIMHA CIIOS CPABHAMA C
HOro KiyOKa, B MOCIENHHE TOibl BO3POC B CBA3U C pauycoM HHEpUEH R, MONMMEpHOTO KiyGKa, Takue

BO3MO -
H?)iCXI?(O};I%C:;ﬂI;) IEII}( l;(]:ﬂ?;gﬁeoBaHﬂﬂ B pa3/IMYHbIX HA XapaKTEPUCTUKH [TOJUMEPA, KaK TEMIIEpPATYpA CTEKIIO-
) B AICHHC MaKpPOMOTICKYJ B BaHISI, OPUEHTALUsA CCIMEHTOB LENH, CTENEHb KPHC-

E-mail: godovsky@cc.nifhi.ac.ru (Fogosckuit IOmmit Kupunno- ~ TA/VTHYHOCTH M IPYTHE MOIYT CHJIPHO OTJIMYAaThCS OT
BHY). COOTBETCTBYIOIHMX XapaKTEPUCTHK OIIOYHBIX MONMHME-
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poB [4-9]. KomikioTepHOe MOJENMpOBaHHE MOBEfE-
HHsI MAKPOMOJIEKYJT B OTPAHUYEHHOM MPOCTPAHCTBE, B
TOM YHCIIE€ ¥ B CYTIEPTOHKHX CIIOSIX, C UCTIONIb30BaHHEM
Metofa Monre-Kapno [10-13] u MonekynsapHo# fu-
HaMHKH [14] TakKe BBISABISET 3aBUCUMOCTh KOH(Op-
MaluH Henel U X PU3MIECKUX XapaKTEPUCTHK OT pas-
MEPOB Ha LIKAJaX, CPaBHUMBIX C BEJTHYMHOM 2R,

J{na KpUCTANIHYECKUX H ME3OMOPGHEBIX MOTUME-
POB LICHTPANIbHbIM SABJIAETCA BOMPOC O BIMSIHHM Ta-
KHX NPOCTPAHCTBEHHBIX OrPaHHYECHHH HA KPHCTal-
JH3anMIo (aBieHue), opMupoBanue Me3odas u
H30TPONU3AIMIO, CTENEHb KPUCTAIHYHOCTH (Me30-
MopdHocTH) H Mopdonoruio. OGLENPHHATO, YTO B
3D-pacnnaBe MONMMEpHbIE EMH MPUHUMAKOT KOH-
¢dopManuu HeBO3MYLIEHHBIX Kny6koB [15]. Bonee
TOro, Kak CJIefAyeT U3 HCCIeOBaHH KpHUCTaIU3a-
UM MOJHUMEpPOB C HCHONB30BAHHEM MeTO[a Heu-
TPOHHOTO paccesiHUs, MOcle KPUCTANIH3AIMH Paju-
yC HHEPLHM MaKPOMOJIEKY R, OCTaeTCs NpakTHYeC-
KM TaKHM Xe, Kak u B pacrnase [16]. CxnapniBanue
[eneH nNpH KpUCTATH3AIUY MPUBOIUT K hOpMHUPO-
BaHHUIO METACTAOMIILHBIX INTACTHHYATBIX KPHUCTAJUIH-
TOB, TOJIIIHHA XOTOPhIX CPABHUMA C PalHyCOM HHED-
LOUH HEBO3MYILEHHOTO MOIMMEPHOro KiyOka R,.
B nmoaxopsimx yCaIoBHAX 3Ta METaCTaOUNBHOCTD MO-
JUMEPHBIX KPUCTANIUTOB ABIAETCA NPUYUHON pe-
KPHUCTA/NIM3alMH U YTOJIICHAS KPHCTAJUIUTOB, H
APYTHX POACTBEHHBIX sIBNIeHH [15].

EcTb Bce OCHOBaHMS NIPEINONAraTh, YTO KPUCTAI-
JHUTHI B YIBTPATOHKHX MONMMEPHBIX COsIX OyAYyT B
6onbieil creneHdl MeTacTaGUIIbHbI [0 CPABHEHHIO C
OOBIYHBIMH YCIOBUSIMH. B OOLUIMpHOM nuTEpaType,
NOCBAILIEHHOM KPUCTAJTH3aNuH onuMepos [16-23],
HMEETCA UL HECKOMBKO MyOIMKalUil 0 HCCIENO-
BaHUIO KPHUCTAJUIM3ALMHA MOMUMEDPOB B OIPaHUYEH-
HOM NPOCTPAaHCTBE, B YAaCTHOCTH B YJIbTPAaTOHKHX
HNOJIMMEPHBIX cNosx 3, 24, 25). HanpuMmep, uccneno-
BaHHE CTPYKTYPb! U KHHETUKH KPUCTANIM3ALHH YIIb-
TpaTOHKUX (<100 HM) MIEHOK NOJNHJAH-N-TEKCHIICH-
NaHa, MOJIyYeHHBIX IEeHTpU(yrHpoBaHHEM pa30as-
JIEHHOTO pacTBOPA, BbIABUIIM HAIMYME KPHTUYECKOM
TONUIMHBI B 15 HM, GJIM3KOI K TOJNIIMHE JIAMENSPHBIX
KPHCTAIUTATOB. B Gojiee TOHKHUX CIOSAX KPMCTAJUIH3a-
IUsi He mpOUCXOUT [3, 24]. [Ipexnonaraercs, 910 KpH-
THYECKasA TONIIMHA, HAYHHAs ¢ KOTOPOH BO3MOXKHA
KPHCTaJUTH3alys, CBA3aHa ¢ pa3MEPOM HHAYLIMPOBaH-
HBIX MOMIOXKKO# 3apopblieii. Ilpu yBenwienuu Toin-
IIMHBI c1od OT 15 10 50 HM CKOpPOCTE KpHCTAIUTH3aLHHA
PE3KO BO3PACTaET M flajlee MEHSIETCS MaJIo.

Cpenu OrpaHMYEHHOIO YHUCIa METOHOB, HOCTYII-
HBIX IS HCCEOBAHUA YILTPATOHKHX NOTHUMEPHBIX
ClloeB, B mocjefHee BpeMs OCOGEHHO IIOJOTBOP-
HbIM CTAaHOBUTCS METOJ] CKAHUPYIOLICH CHIIOBOM MH-
kpockonuu (CCM), no3Bonsiomuii ureHTHdHIHupo-
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BaTbh MOP(OJIOTHIO H HAHOCTPYKTYPY MOBEPXHOCTEMN
FeTEPOreHHbIX MOJUMEPOB B PEAILHOM MPOCTPAHCT-
Be [26-31]. 3kcrmepUMeHTalbHbIE BO3MOXHOCTH
CCM pe3Ko pacHIMpHIHCE B CAMOE MOCHEHEE Bpe-
M3 B CBSI3H C HCIIONb30BAaHHEM B TAKHX MHKPOCKOMAX
HarpeBaTeNbHbIX H OXJIAXKNAIOIUX YCTPOUCTB. ITO
OTKpPBIBAET BO3MOXHOCTh BH3yaIM3allAH B peajib-
HOM HPOCTPAHCTBE CTPYKTYPHBIX H3MEHEHHH Npu
(ha30BLIX NpeBpamIcHHUAX B MOJNUMEPAX B HIHPOKOM
uHTepBaie Temnepatyp [31-35]. B yacrnoctu, CCM
yKe HCIONB30BAJH JJI HCCIIEROBAHHUSA CTPYKTYPHBIX
H3MEHEHHI MpH TUIAaBICHUH M KPHCTAJUTH3ALUH, a
TakXe M KHHETHKH pocTa ceponuToB H JAEHAPUT-
HBIX CTPYKTYp, B YJIbBTPAaTOHKHX IUICHKAX HH3KO-
mnaBkux [190 [25, 36] u nonu-e-kanponakToHa [36],
OCaXJEHHbIX Ha MOBEPXHOCTb Si-MOMJIOXKEK METO-
JOM LIEHTPU(YTHpOBaHUS PacTBOPOB.

CCM ucnone30Balii TaKXKe MJIA HCCIIENOBAHHSA
KPUCTAJUTH3ALMH, IUTaBJIeHUs, POPMHPOBAHUS ME30-
a3 u U30TpONMHU3ANUM TOHKHX TUICHOK Me30Mopd-
HBIX MONMCHIIOKCAHOB [32, 35, 37], mony4yeHHbIX Me-
TooM HaTupaHua Ha Si-nopnoxkax. [na I190, B
YaCTHOCTH, YCTAHOBJNEHO, YTO B YILTPATOHKUX ClO-
X KUHETHKA KPUCTA/IH3aL{H H BOSHUKAIOLIAsk MOp-
¢onorus KOHTPONMPYIOTCS MOBEPXHOCTHOH Audpdy-
34eli MaTepHalla K pacTyllieMy OOpa3OBaHMIO U €ro
BKJIFOYEHHEM B (POPMHUPYIOIMEC KPUCTAJUIATEI [32].
HecoMHeHHO, YTO fanbHeHIIee HAKOILUICHHE IKCIIEpH-
MEHTAIbHBIX JAHHBIX MO (OPMUPOBaHHIO MOPGOJIO-
THM KPHCTAUIMYECKUX MOJMMEPOB B OIPaHMYEHHOM
MPOCTPAHCTBE MOMOXET BbIABUTH OCHOBHbIE (haKTO-
pbl, KOHTPOJHPYIOIIHE KPHUCTAUIH3ALMIO B TaKHX
YCIIOBHSIX.

Ilenp HacTOSALIETrO HCCAEAOBAHUS — BU3yaH3aLUs
MOp(OJIOrHH yIbTPAaTOHKHX ciloeB II3 Meropom
CCM B LIHMPOKOM TeMIIEPATypPHOM MHTEPBAJE, BKIIIO-
yag Mop¢onornueckue H3MEHEHHS B TEMIIEPATYPHBIX
0o6MnacTax IUIaBJeHHS U KPUCTAJUIM3ALMH, C aKIEHTOM
Ha BbISIBJIEHAE XapaKTepa MOPQOIOrHYECKUX NIPEBpa-
IIeHHH B MCXONHOH MEeTacTaGHIBHOH MOP(OIOTHH H
HEKOTOPBIX KHHETHYECKHMX aCIIEKTOB KPUCTAIM3ALMH
H pekpucrayumsamy. KpoMe Ttoro, mpeamonaranoch
TaKXe BBbIAICHUTb, IPOUCXONUT JIH CAMONPOU3BOJILHOE
OTJICJICHHE YNIBTPATOHKUX ciioeB 19 ¢ noBEepXHOCTH
HOJUTOXKKH B TOM CITy4ae, KOT/a CJIOM OKa3bIBalOTCs Iie-
JIMKOM (Bbimie 7,;) WK YACTHYHO B PaCHIaBICHHOM
COCTOSIHUH.

3KCIMEPUMEHTAIJIbBHAS YACTDb
IToaumep u 0bpasywi

HccnenoBanue BoIMOMHSIH Ha o6pasnax [I9HII ¢
uHgekcoM pacriasa 2.3 r/10 mun. TepMuyeckue xa-
pakrepucruku [T9HIT nomyyanu na npucope [ICK-30
cucreMbl TA-3000 (“Mettler-Toledo™) ¢ nucnonb3oBa-
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HUeM (PUPMEHHOrO NPOrpaMMHOro o6ecneyeH s
STAR. Temnepatypa IUIaBlcHHA, NMONYYEHHAsS IKC-
Tpanonsuueil 3HaYeHUI TeMnepaTyp NMKOB IJiaBlie-
HUsS TIPH Pa3lHYHBIX CKOpOCcTax Harpesa (ot 0.2 fo
20 rpap/MHuH) Ha “HYJEBYIO CKOPOCTb” HarpeBa Co-
cranseT 112.3°C. CreneHb KpACTAINIHYHOCTH, OLE-
HEHHas MO TemwnoTe miasneHus (Qy = 88.5 [Ix/r) mo
CTaHAapTHOI mpouenype, cocraBnsia ~30%. Ilpu
OXJIAXKJICHHH paciuiaBa co cKopocThio 20 rpan/MuH
KpHCTaJ/IM3alys HauyWHANach MpPH TeMIEpaType
~95°C.

Ynbsrparonkue caou II3HII roroBunu Ha mo-
BEPXHOCTH Si-NOANOXKEK 110 METONHKE BbITAIMBaHUS
cyGcTparTa u3 pacTBOPOB. Si-MOAJIOXKKY MOMEILANH B
ropsiynit  (110°C) pacrsop IISDHIT B Kcumone
(0.1 mac. %) u nocne BBIAEPXKKHU B pacTBOpE B TE€Ye-
ure 10 MuH oGpa3el, paBHOMEPDHO BBITATHBAIHN H3
pacrBopa. Tonuuna u Mopconorus o6pa3oBabilie-
rocd cios [TOHIT Ha nofmoxKe 3aBHCENH OT CKOPO-
CTH BBITATHBAHUSA MOMJIOXKKH M3 pacTBOpa BCIIEACT-
BHE KOHKYPEHLUH OXIaXXCHHA MOMJIOXKKH, KPUCTAJI-
JIU3aIHUE MONIMMEpa U Apyrux ¢akropos. U3mepenus
MeropoM CCM rtonujuHbl 00pa30BaBIIUXCA CIOEB
IISHIT mpu CcKOpPOCTH BBITATHBAaHHUA MOMNJIOXKHA
~1 cM/MHH TOKa3aJi, YTO MPH TAKHX YCIOBHAX YAa-
€TCs HONMYYHTh JOCTATOYHO PABHOMEPHbBIE CIIOH TOJI-
umHOA ~20 HM C BOCHPOW3BONMMON KPHCTAIIHYEC-
Koii Mopdosoruei.

Memoouxu CCM

CCM-uccnegoBaHusA HPOBOJMIH HAa CKaHUPYIO-
meM cunoBoM Mukpockone Nanoscope™ ITla Multi-
Mode™ (“Digital Instruments”, Santa Barbara, CA).
Mukpockon Obul OCHAUICH BEpTHKANbLHBIM J-cKaHe-
POM € BepTHKANBHBIM MTO3HIMOHMPORAHUEM H C MAKCH-
MAaNBHOH IUIOMIaibIo cKaHupoBaHHsa ~120 X 120 MKM.
B skcnepuMeHTax HCNONb30BaNd Si-mpo6bl (MUPH-
Ha ~40, Tonumua ~1.5, guaa ~220 MKM, pe3oHaHC-
Hasg yacroTta 150-200 kT, xecTtkocts ~40 H/M) c oc-
TpBIM HAKOHEYHUKOM (paguyc ~10 HMm). Bee uamepe-
HYUS IPOBOAUIH B OCHIISLIMOHHOM peXUMe, KOI'fia B
KaX[oM IMKJIE KONeOaHuil OCTpUE NPUXOTHUT B KpaT-
KOBPEMEHHBIH KOHTAKT € O6pasnoM.

Takoit pexuM aBisgeTCA Hanbonee NprueMIeMbIM
IJIS HCCIIENOBAHMM NONMMEpPOB. B 3TOM pexxume mpo-
6y BO36Y>K/1allil Ha PE30HAHCHOM 4acTOTe, H H3MEHe-
HHE €€ aMIUTMTYAbI HCIIOJIb30BANHU [/ISl YIPaBIeHHS
CKaHUPOBaHHEM MPOOBLI MO MOBEPXHOCTH OGpasia.
Jng moppepXaHusi aMIUIHTYABI MPOObI Ha 3aJaHHOM
YPOBHE B pasIM4HBIX TOYKaX oOpa3slia BEpTHKAJIBHOE
HOJIOXKeHHe o6pasiia pery;IMpoBani Mpy NOMOIIH Mbe-
30KEPaMHMYECKOro cKaHepa. OTHOBPEMEHHO C H3MEHe-
HHEM aMIUIHTY/bl OCHH/IIMPYIOLIER NPOOKI perucT-
pUpOBaNM H3MeHEHNe (a3bl MPoOkI, BbI3BAHHOE CH-
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JIOBBIM B3amMojieiicTBueM mpoGa—oOpazen. Taxue
¢a3oBble H30OPAKEHHS MOKa3bIBAIOT BHICOKHH KOH-
TpacT CyOMHKPOHHBIX CTPYKTYP B FOMOr€HHbIX 00pas-
Hax 4 4acTO HCHONB3YIOTCA 1S Y3HaBaHUS Pa3InIHbIX
KOMIIOHEHT B T€TEPOTEHHBIX OMUMEPHBIX CHCTEMAX
(cMecH, conoTMMepbl, KOMITO3HIHOHHBIE MATEPHAJIBI M
T.1.). U300paxkenus nNoxy4dany pH aMILTUTYfe CBOGOJI-
HO OCHW/UTHPYIOIIEro KaHTWieBepa Ay = 20-30 HM, #
yCTaHOBOUHOM aMmATyae A, = 0.8-0.9A,. M306pa-
xeHus Tonorpacdun u ¢a3spl Beerna 3ankcbiBaIy ofi-
HOBPEMEHHO.

H3MepeHuss MNpoBOAMIU MEXAY KOMHATHOMI
teMnepatypoii u 130°C ¢ ucnonbp30BaHUEM MHKPO-
HarpeBaTeNbHOro yCTpOMCTBAa, pa3paboTaHHOrO s
Nanoscope™ Illa MultiMode™ na ¢upme “Digital In-
struments”. [TpuHIED AEHCTBUS YCTPOKCTBA ONMCAaH B
pa6orax [38, 39]. TounocTb MOAREpXKAHUS TEMIIEPa-
Typsl cocraBimsiia +0.1°C, makcuManbHasi CKOpPOCThb
H3MEHEeHUs1 TeMnepaTypbl 5 rpaf/c. JIns nonyyenus
U300pakeHHil NpH NOBBIMICHHBIX TEMIIEPATypax A0
HeoOX0oMMOH TeMIepaTypbl HArpeBalH HE TOJBKO
o6pasen, HO U Si-mpoOy, YTO MO3BOJIAIO H30EraTh
KOHJICHCAI[HH W HCMapeHMsl BJard Ha NOBEPXHOCTH
KOHTWJIEBEpa H, COOTBETCTBEHHO, OTKJIOHEHHWHl OT
pe30HaHCHOH 4YacToTbl. VI3MeHeHHe TemImepaTypsbl
npoO6bl CONPOBOXAANOCH H3MEHEHHEM PE30HAHCHOH
JaCTOTEHI, B CBA3H C 4eM IPH KaXJOH HOBO# TeMIIEepa-
Type MPOBOAKIN COOTBETCTBYIOIIYIO HACTPOHKY Ya-
crothl. IIpu temnepatypabsix CCM-ucclegoBaHHAX
3aMUCh 300paKeHHH PH KaXOH TeMIlepaType 3a-
HHMMaJjia OT HECKOJILKHX MUHYT J10 ~1 4 B 3aBHCHMOC-
TH OT pa3Mepa u306pakeHus K YPOBHSA HEOOXOHMO-
ro B3aumopacicraus urita—oOpasell. IIpu nosebliieH-
HBIX TeMilepaTypax AJi HpeROTBpallieHHuSA Harpesa
ckaHepa Bbinle 40°C npUMEHSU celdanbHoe Mpo-
TOYHOE TEPMOCTATHPYIOLIEE YCTPOHCTBO.

I1pu uccnegoBaHUH MPOLECCOB MIABICHUA H PEK-
pucramnu3auun obpasuos IIOHII ucnonnzosamu
ABa TEMIEPATYPHBIX peXKUMa: PEXHM CTYIEHYaTOro
HarpeBa H peXuM TeMilepaTypHoro ckadka (7-cka-
4OK). B pexuMe CTyneH4aToro HarpeBa TeMIepary-
Py HOBbILIANM CTYNEHYaTO C MHKPEMEHTOM B 5°C
BILIOTH JIO NIOJIHOTO IJIaBJICHUs 00pasLa, u NPy Kax-
[OH TeMIepaType 3anuchbiBalin H3o6paxkeHus. B pe-
xuMe T-ckauka o6Gpaser] HarpeBalH CO CKOPOCTBIO
5 rpaj/c oT KOMHATHOH TeMNepaTypel A0 MpeaBapu-
TEJIbHO BbIOpaHHOM TEMIIEPATYPhI U MOCHE JOCTHKE-
HHUS 3TOH TEMIIEPaTypbl 3alUChIBANM H300paKeHUs.
AHAIOTHYHBIE PEXUMbI HCNONBL30BANU M IPH OX-
naxpennd o6pasna. HavaneHast CKOPOCTh majeHUs
TEeMIIEpaTyphl NOC/E OTKIIOYEHHS MUKpOHarpeBaTe-
ns cocraBisuia ~10 rpag/c, ofHako no Mepe NpuGIH-
XKEeHHs K 3aflaHHOM TEMIIEPATYPE CKOPOCTh OXJIaXKe-
HHS 3aMETHO 3aMeJIsIach.
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Puc. 1. Tonorpaguueckoe nzobpasxkenue (Bbicota) cnoes [IDHII npu komHaTHO# TemnepaType (a, B) u ipu 70°C
(nocne T-ckauka) (6, r). KonTpact coorBeTcTBYeT U3MeHeHH0 BbicoThl 0-25 (a, B) 1 0-35 uMm (6, r). Hag uzo6pa-
>KeHUsIMH (a) ¥ (0) mpuBeneHbl NpoduIn ceuyeHus JMuHoi 10.5 MUKpPOH BAOIB “sIMbI ¢ OypTHKOM”. TonimuHa cio-
€B, OTMEUYECHHBIX CTpeJKaMH, ~20 HM. B HuXKHEM paBoM yrity 371ech (4 Ha BCEX IOCIENYIOLIMX PUCYHKaX) yKa3aH

JIMHENHBIA pa3Mep KBaJpaTHOTO H300paKeHusl.

IIpn TemMnepaTypHbIX HM3MEPEHHSX IOJIOKEHHE
o6pa3na u3-3a TEIJIOBOrO pacuIMpeHHs (Cokparie-
HUS) OTAENBHBIX KOMIIOHEHT MUKPOCKOIIA 1 CAaMOT0
o6pas1a He 0CTaBaJOCh IOCTOSIHHBIM BO BCEX JKCIIE-
pUMeEHTax. B CBSI3M ¢ 3TUM IIPOBOJIUIIH PETYIUPOBKY
MOJIOXKEHUSI ONTUYECKOTO AETEKTOpAa, KOTOPBIA pe-
THUCTPUPYET JIA3€PHBIN JIy4, OTPA’KEHHbIH C MOBEPX-
HOCTH NpoO6kI. [Tpu HEGONBIINX TEMIIEPATYPHbBIX HH-
kpeMeHTax (5-10°C) Takyio peryJupoBKYy OCYIIECTB-
JISUTH C TIOMOIIBIO IIarOBOTO MOTOPA, B TO BpeMs Kak
npu OOJBIINX TEMIIEPATYPHBIX HHKPEMEHTAX UTJTY BbI-
BOJWJIA M3 KOHTAKTa C MOBEPXHOCTHIO 0Opasla u Jo-
SKUMIAJINCh CTaOMNIM3aliM TeMiepaTrypbl obpasua. B
pe3yJibTaTe TeMIepaTypHBIX APEN(OB UCXOTHOE Mec-
TO OOBIYHO CMENIAJIOCh Ha 1-2 MKM OT MCXOJIHOTO IIO-
soxeHwust. [Is1 perucTpanyy UHAYIIMPOBAHHBIX TEMIIe-
paTypHbIMH U3MEHEHHSIMH MOP(OIOTHYECKUX H3Me-
HEHHUY OHOTO U TOrO Xe MecTa B oOpaslie CHadania
nonyyany uzobpaxenue 6onpumx (2040 MxM) obna-

BBICOKOMOIJIEKYJISIPHBIE COEOUHEHUS  Cepus A

CTEM, IOCTIEe Yero AHAJIU3UPOBATIA UBMEHEHUS CTPYKTY-
bl HA MECHBIIKX HIKaJIax.

PE3YIJIBTATBI 1 UX OBCYXIEHHME

Hcxoonaa mopgponoausn
U ee memnepamypHas ycmou4iueocmsy

HcxonHas Mopgonorusi 3aKpUcTaiIn30BaHHOU B
IpoLiecce BBITSIKKU U3 TOPSYEro pacTBOpa yJIbTpa-
toHkoi mneHku ITOHIT xapaktepusyercss “KBa3m-
2D-ceponutrHoit” ctpykTypoii (puc. la, 1B). Takue
cepoMUThl NPEACTaBISIOT COOOW CHOMOBUIHBIE
CTPYKTYPBI, C Pa3BETBISIOIIMMUCS OT LIEHTPOB (pub-
pHUIITIaMH Ha PACCTOSIHUS B HECKOIBKO MUKPOH. [Ipo-
¢uns ceyenns: Boab “sambl ¢ 6ypTHKOM” (puc. la)
IIOKa3bIBAET, YTO TOJIIHHA INIEHKH COCTABISIET OKO-
710 20 HM. AHaJIOrMYHasl BEJIMYMHA MOJNyYeHa U TpH
aHaJu3€ TONIIMHBI MJIEHKH Ha rpaHuIe HeOOJNbIINX
0 pa3MepaM TEMHBIX yriayonenuit (puc. 1B). Takum
00pa3oM, TOoJIIUHA c(PEPOTUTOB Ha HECKOIBKO TO-
PSIIKOB MEHBIIIE UX JUAaMETPA, UTO MO3BOJIIET HACH-
Ne 6
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Puc. 2. Tonorpaduyeckue uzobpakenus (Bbicota) croes IIDHII npu 85°C (nmocne 7T-ckauka). KoHTpacT coor-
BETCTBYeT u3MeHeHuIo BbicoThl 0—60 HM. Hap n3o0paxkeHneM 6 NpUBEJEHO CEYEHHE BIONb HaNpaBieHus A-A.
PaccrostHue 1o BepTHKAH, OTMEYEHHOE cTpenkamu, ~20 HM. ITosicHeHus B TeKCTe.

TA(HUIUpOBaTh UX Kak ‘“KBa3u-2D-cheponutsr”.
B oTenbHbIX peruoHax BUIHO B3aMMONPOHUKHOBE-
Hue ceponuToB. bonbime yBenndeHus: MO3BONSIOT
BBISIBUTH JIAaMEJIIPHYIO CTPYKTYPY TaKuUX C(epoiu-
TOB (CM. HMXKe). MHOrue aMenu, AJiMHa KOTOPbIX
mpocturaeT 1 MKM, pacroJIOXeHbI MOJ] 3HAYMTEIbHbI-
MH yIJIaM# K IOBEPXHOCTHU cyOcTpaTa, U JIUIIL HEKO-
TOpBIE JIaMeNH JIeXaT MPAKTUYECKH B IIOCKOCTH
cybcTpaTa. Briie TemMnepaTyphl I1aBJICHUAS UCXON-
Hast MOp(QOJIOTUs HCYE3aeT, U YIbTPaTOHKAs INIEHKA
II3HII cranoBUTCS aMOP(HOIA.

OuyeBHIHO, YTO MOP(QOJIOTHS TaKUX YJIbTPaTOH-
KHX CJIOEB U CTENEHb €€ METAaCcTaOMILHOCTHU OIpene-
J€TCsl KOHKYPEHIMEH CKOPOCTU KPUCTaJUIM3alliu U
CKOPOCTH BBITSITMBAHUS CyOCTpaTa U3 ropsiyero pac-
TBOpa. [1714 BBIIBIEHHUS CTENIEHU METAacTaOUIIbLHOCTH
HCXO[IHOM MOp(OJIOTUY U3y4alu XapakTep Mopdo-
JIOTMYECKUX WM3MEHEHHMH NpH HarpeBe B oOjacTu
MpeAIUIaBlIeHNsT W BbIIle IulaBieHus. (Okaszanochk,
YTO B pe3yJbTaTe UHKia ObICTPHIH (5 rpaji/c) HarpeB
OT KOMHATHOH TEMIIEPATypHI BhIlle T, C MOCIENYIO-
LeH 3aKaJKOH A0 KOMHATHOH TeMIEpaTypbl, UCXOM-
Hast MOpP(OJIOTHS] MOJHOCTHIO BOCCTAHABIIMBACTC.
ITO CBUAIETEILCTBYET O TOM, YTO 3a CTOJIb KOPOTKOE
BpeMs HaxOXJECHUS IIJICHKU B 00JIaCTH MpefIiaBie-
HUS U B paciljlaBe 3aMETHbIE PEKPUCTANIN3AINOH-
Hbl€ NPOLECChl B MCXONHOW MeTacTaGUILHOH MOp-
¢onorun pa3BUTHCS HE YCIEBAIOT.

XapakTep U3MEHEHHI B MCXOHOH MOpdoiornu
yAAeTCsl JIETKO BU3yalIM3HpPOBaTh NMpU OBICTPOM Ha-
rpeBe IUVIEHKH B OGJacTh HpeiIuiaBieHus. PucyHku
16, 1r BOCIIpOU3BOMAT U3MEHEHHS B UCXOHON MOp-
¢onoruu npu 6sicTpoM Harpese fo 70°C u BeIgepXK-

BBICOKOMOIIEKYJIAPHBIE COENVUHEHUS  Cepus A

Ke mpu 3Toi Temmepartype. IlpeObiBaHue IUIEHKH
npu 70°C conpoBoxXaaeTcs JadbHENIIUM pa3BUTUEM
HCXOIHBIX CHOMOMOAOOHBIX cTPYKTYp. [Ipu aTOM He-
KOTOpble U3 CYIIECTBOBABIUUX B MCXOTHOU IJIEHKE
CTPYKTYP COXPaHSIIOT CBOE UCXOJHOE IOJIOXEHUE U
OPHEHTANMIO, B TO BPEMSI KaK JAPYrHe COXPaHSIOT
JUIIb NO3MLHUIO0, HO OpUeHTanusl (puOpuI u3MeHs-
ercsa. Kpome Toro, nosiBisieTCsi MHOTO HOBBIX CHOIIO-
NOAOOHBIX CTPYKTYP, M AECTAIH BCEX ITUX CTPYKTYP
CTaHOBSATCs Oosee 4eTKO BbIpakeHHbIMH. ITpoduib
CEYEHUS BOJIb TOM XKe “SIMbI C OYpTHKOM”’, YTO ¥ HA HC-
xopHoi Mopdonorud (puc. 1a) u 6nu3nexanero mwioT-
HOTO CI0s], IOKA3bIBAET, YTO IIOBEPXHOCTh 3TOTO CJIOS
CTaHOBHUTCS1 60JIee BOJIHUCTOM IO CPaBHEHUIO C UCXOJ-
HoW. XapakTep MOp(OJIOrHYecKiX U3MEHEHU OHOTO
M TOro ke Mecra nocie 7-ckauka mo 70°C oco6eHHO
OTYETIIMBO BBISBISIETCS NPH OONBIIMX YBEIMYEHUSIX
(puc. 1B, 1r). BugHo, 4T0 B Hcx0ofHO# MOpdonornu ¢u-
OpWIIBI B CHOMOMOAOOHBIX CTPYKTYypax Ha CaMOM Jie-
Jie TIPEACTABISIIOT COOOM Ma4YKU CKPYYEHHBIX JIaMe-
nei. [Tocne narpesa go 70°C namensipHast CTpyKTypa
Kak ObI pacnpsamisercsi. OMHOBPEMEHHO B CTPYKTY-
pe NOSBIAIOTCS KPYIJIble YepHBIE AbIPOYKH. MOXHO
IPENIONIOXNITh, YTO 3TH MOP(OIOrHIeCKHE U3MEHE-
HUS SIBJISIFOTCS CJIEAICTBUEM MEJIKOMACIITaGHOrO IJIaB-
JICHUSI ¥ JIOKAJIbHOH peopraHu3alid HaHOCTPYKTYphI,
KOTOPOE OHOBPEMEHHO COMPOBOKAETCS YACTHYHBIM
JIOKAJbHBIM OTAEJIEHHEM PACIJIaBUBIIECHCS YacTU IO-
JEMepa OT HOBEPXHOCTH cyOcTparTa.

Moponoruyeckne n3MEHEHHsI B HCXOHOM CTPYK-
Type (puc. 1a) cTaHOBSITCS ele 6oiee IPKO BbIpakeH-
HbIMU IIpU cKayke Temmepatypbl fo 85°C (puc. 2).
OueHb KpacuBasi ceTKa NepeCceKaroMXCsl CHOTIOB pas-
BHBAETCS B UCXOTHOH CTPYKTYpE B pe3yJbTaTe HarpeBa
Ne 6
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Puc. 3. Tonorpacduieckne n3obpaxkenus (Boicota) cnoes [IDHII npu 90 (a) u 95°C (6, B) (mocne T-ckauka). U30-
6paxenue (B) nonydeHo cinycts 40 MuH nocne uzobpaxenus (6). KoHTpacT cOoTBETCTBYET H3MEHEHHIO BBICO-
b1 0-35 (a) u 0-80 1M (6, B). Hap n3obpakeHussMu MpUBENECHBI CEYEHUs BIOJIb HanpaBneHus A—A. PaccrosHus
N0 BEPTUKAJIM, OTMEYEHHBIE CTPEJIKaMH, COCTaBIAOT 17 (a), 28 (0) u 41 HM (B).

mo ato# TemmniepaTypsl. [logBnsromuecs 60onbIMe TeM-
Hble obnacty (quameTpoM 1o 10 MKM) MOXKHO OTHECTH
K pacIjlaBJI€HHOMY MaTepHally, NOCKOJbKY IpH OX-
JIAXKTCHNH TaHHbIE 00JIaCTH OISITh 3aIOTHSIIOTCS JIaMe-
IsipHBIMH OOpa3oBaHusIMU. BennurHa cTynenei Mex-
Ay NOBEPXHOCTBIO CTPYKTYpPhI U TEMHBIMHU 00NIacTsI-
Mu (puc. 26) cocraBisieT 12 HM, M 3TO TaKxke
NOATBEPKAAEeT HAIMYUE pacIlJIaBJ€HHOrO MaTepHa-
Jila B TEMHBIX 00nacTsxX. I'myOuHa y3KUX TEMHBIX MO-
JIOCOK MEXJYy COCEIHHMH IMayKaMH JlaMeJieil 1 MHO-
TOYMCIIEHHBIX KPYTIBIX IBIPOYEK B JIAMENSIPHBIX ar-
perarax cocrasisieT ~20 HM (CM. IPOUIIb CEYEHUs
Ha puc. 26). CBo6ogHbIE OT moauMepa 06J1acTh, Kak
U B IPEABIAYIIEM Cllydae, NOSABISIIOTCS B pe3yJIbTaTe
OTJIEJICHNUS pacCIUIaBI€HHbIX 00JjlacTel moauMepa OT
MIONIJIOKKY MPU YKa3aHHOU TeMIlepaType.

JlanpHeliee noBblIeHue TeMnepaTypsl 1o 90 u
95°C He m3MeHsieT OOIUe KOHTYpbI ‘“‘pa3BETBIECH-
HOI” Mop¢osoruy, Kak 3TO OTYETIMBO BHUIHO W3
puc. 3. XOoTd npu AaHHBIX TeEMIepaTypax CHOIOIO-
ROGHbIE CTPYKTYPbI OCTAIOTCSl YACTHYHO KPUCTAILIH-
YECKHMH, XapaKTepHbIEe YEPThI JJaMeJISIpHON MOpgo-
JIOTMH IOCTENEeHHO ucye3aroT (puc. 36), a caMa Mop-
¢honmorust oka3pIBaeTCs AOCTATOYHO YCTOHYMBOYU BO
BpEMEHH, KaK CIefyeT U3 CPaBHEHHUS JIBYX IOCIENO-
BaTeNbHBIX N300paxeHuii (puc. 30, 3B), CAEIaHHBIX C
nepepbiBoM B 40 MuH. CyIeCTBEHHO, YTO IPH 3THX
TEMIIEpaTypax BOJIHUCTOCTb MOBEPXHOCTH, OTpaXKaro-
jasi BEICOTY pa3BeTBJIeHUi, Bo3pacraeT fo 30-40 uM
(cM. mpodunb cedyeHus: Hap u3obpaxeHusiMu). Kpo-

BBICOKOMOIIEKYIISAPHBIE COEJUHEHWS  Cepus A

Me TOro, Bce 66nbIme o61acTu cyocTpaTa oKa3biBa-
FOTCsI CBOOOJHBIMH OT MOJIMMEPA.

Haubonee papukanbHble M3MEHEHUS HCXOTHOU
MOpP(OJIOTUY NPOUCXONAT NIPH CTYIIEHYaTOM Harpe-
Be B 00OnacThb npepunnasneHus. [1pu Harpese ¢ HHKpe-
MeHTOM B 5°C OT KOMHATHOU TeMmepaTtypsl Jo 85°C
UcxXofiHasi MOpOJIOTUs HE U3MEHSIETCS], XOTS CTPYK-
TypHbIE JIETA/Id IpY HarpeBaHUM CTAaHOBSTCS MEHee
YeTKO BbIpakeHHbIMU. KapiuHanbHble H3MEHEHUS B
Mopgonorun HaunHaroTcs Bbimie 90°C. TunuyHbIN
IpUMEp TaKUX H3MEHEHUI1 IPUBENICH HA pUC. 4, KOTO-
pblil MOKA3bIBAaET, YTO BMECTO HCUYE3HYBIIEH UCXON-
HOH c(pepOoNuTHOH MOP(OIIOrHH B OTAEIBHBIX MEC-
Tax oOpa3lia BO3HUKAIOT arperaThl JaMeNed NInHON
B HECKOJIBKO MUKPOH U IIMPHUHOA A0 1 MKM. JTH ar-
peraTbl HaxXOASITCS HaJ| IOBEPXHOCTBIO PACILIABIECH-
Holl yactu nneHku. [1pu Harpese o 115°C arperaTsbl
HCYEe3al0T U MJIEHKAa CTaHOBHUTCA amopdHoi. IToss-
JIEHUE YKa3aHHbBIX JJaMeJSIPHBIX arperaToB CBUAETENb-
CTBYET O TOM, YTO IIaBJIEHHE UCXOHOI Mopdoornu
COIPOBOXKJAETCS pEeKpUCTAIIM3IMEN. Takast pekpuc-
TaJUIM3alys IPH HarpeBe GJIOYHBIX KPUCTAJNTMYECKHUX
MOJIUMEPOB B 00J1aCTh MJIaBJIEHNUSI OOBIYHO OTMEYaeT-
Cs1 Y MCCIIEIOBAHUA TEPMUYECKAMHI METOlaMH, Ha-
npumep [ICK. MeTon ckaHUpYIOIIEN CHIOBON MHK-
POCKOIIMM MO3BOJISIET BHU3yaJlU3UpPOBaTh HaHHbBIA
IpOIECC, YTO AEMOHCTPHPYET pHC. 5, MOKa3bIBalo-
L1, KaK IpOLEecC peKpUCTAIIN3alUl pa3BUBaeTCs
BO BpeMeHH. HeOoubiine, niuHOR ~1 MKM, HCXO[-
HbIE JIaMeJIsIpHble 00pa30BaHus IOCTENIEHHO YKPYII-
Ne 6
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Puc. 4. Tonorpacuyeckue nzobpaxkeHus (Bbicora) cnoes [IDHIT npu 25 (a) u 90°C (6) (mocie cTyneHyaToro Ha-
rpeBa). KoHTpacT cooTBeTCTBYET H3MEHEHHIO BBICOThI 080 HM.

8

1 1 1
100 200 300
(r) Bpewms, Mun

Puc. 5. IlocnepoBaTenbHble BO BpEMEHHU Tomorpaduieckue n300pakeHus (BbICOTA) JAMENSIPHBIX arperartos,
pacTymux B npouecce pekpucrannusanui npu 90°C (a—B), a TakKe 3aBUCHMOCTD JITTHHBI PACTYIIHX JTaMEJISIPHBIX
arperatoB oT BpeMeHH (r). KoHTpacT cooTBETCTBYeT U3MEHEHHIO BbICOTHI 0—50 HM.

Hs110TCs B ~10 pa3. KuneTnka ux pocra okasbIBaeTcs
CIWIBHO HEJIMHENHON, KaK 3TO BUAHO U3 puc. Sr. Ha-
YaJibHasi CKOPOCTh POCTa, OLICHEHHAsl U3 yKa3aHHOMI
3aBUCUMOCTH, cocTaBisieT 0.9 MKM/MHH, 3aTEM OHa
CIJILHO 3aMEJJISIETCs, M MPOLECC PEKPUCTAILTA3ALUN
pactsaruBaeTcs Ha ~4 4. B HEKOTOpPBIX MecTax jlaMe-
JsipHBbIE 0Opa30BaHUs CTATKHUBAIOTCS JPYT C APYTOM,
U 3TO OTPAHUYUBAET UX POCT.

7 BBICOKOMOIJEKYJIAPHBIE COEONVIHEHWS  Cepus A

B mnponecce pekpucramiuzanvd B paciUiaBlIeH-
HOH 4YacTH yJIbTPAaTOHKOW IJIEHKW BO3HUKAET GOJIb-
LIOE YHUCIIO YEPHBIX ABIPOYEK, IPENCTABISIOMIUX CO-
00if MOBEPXHOCTh CyOCTpaTa, He HOKPBITYIO HOJIUME-
poM (puc. 4, 5). Ilpu pocTe HEKOTOpBIC NBIPOYKH
CTAJIKUBAIOTC MEXAY COOOM, 4TO NPUBOAUT K YK-
PYIHEHHIO HX pa3MepoB. POpMHUpOBaHUE U POCT Ta-
KHUX ABIPOK, KaK yXX€ OTMEYaloCh BBIIIE, SBISIETCS
Ne 6
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10mMkM  (6)™

[InuHa, MKM
8- (m)
4 -
1 1 1 1
20 40
Bpewms, Mun

Puc. 6. [TocnenoBarenbHble BO BpeMEHH TONOrpadudeckue n300paxkeHus (BbICOTa), AEMOHCTPHPYIOLLIE KHHETHKY
pa3BUTHs JIaMENIIPHBIX arperaTtoB npu Temnepatype Kpucrannusamuu 100°C (a-T), 1 — 3aBECHMOCTh JIHHEHHOTO
pa3sMepa aMmeneii OT BpeMeHU. MI300paxkenns a—B MOJyYEHbI B OTHOM M TOM Xke MecTe (pazmep 10 X 10 Mkm?), u3o-
Gpaxenwue () COOTBETCTBYET yBeJndeHHOMY pazmepy (30 X 30 MkM?). KOHTpacT Ha 3THX H300paXkeHHsX OTBEYa-
et Bapuanuy BbicoThl 0-50 HM.

CIENCTBUEM OTHAEJICHUS PpacCIUlaBIEHHBIX oOnacteit  Mopdonoruu. BMecTo Hee OOBIYHO CHavasia BO3HUKA-
IJIEHKH OT NMOBEPXHOCTH Si-cyGcTpara. IOT arperarsl JJaMese, XapaKTepHbII IPUMEP 3apOXK-
meHust U pa3BuThsl KoTophix npu 100°C nmpuseneH Ha
puc. 6. KuneTnka pa3sBuTHsI TaKUX CTPYKTYP MOKa3bl-
BAaeT, YTO HayaJIbHasi CKOPOCTb UX POCTa COCTABISAET
0.25 MkM/MHH ¥ TTOCTenleHHO yMeHbIaetcs. Cyiect-

Kpucrannusauus yneTpaToHKo# wienku [IDHIT, BEHHO, YTO Jjaxke Mocie [IMTEIbHO!N BBICPKKH NPH
IPOTPETO¥ BBILLIE TEMIIEPATYPhI IIABJICHUS, HE IPH-  YKa3aHHON TeMIieparype oOpa30BaBILMECs arperaThbl
BOJIUT K BOCCTAHOBJICHHUIO “KBa3M-2D-cpeponuTHON”  naMeneil HaxOfsaTCs B OKPY:KEHMH PpacIUIaBICHHOTO

Mopdghonoeus, eo3nuxarowan
npu NOBMOPHOU KPUCMAAAUIAUUU

BBICOKOMOJIEKYJIAPHBIE COEIUMHEHUWA  Cepus A TomM 43 N6 2001
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Puc. 7. Tonorpacduueckoe nzobpaxeHue (BricoTa) (a) 1 pasoBoe n3obpaxkeHue (6) mociae KpUCTAIITH3ALMA IIPU
100°C u ecTecTBEHHOTO OXJTaXK/I€HUs 10 KOMHATHOH TeMnepaTyphl. KOHTpacT Ha 3THX H300paXKeHHUsIX COOTBET-

cTByeT Bapranuu BbIcOThI 080 HM.

Puc. 8. Tonorpacduueckoe nzobpaxkenue (BbicoTa) (a) u hazoBoe uzobpaxkenue (6) ynbrpaToHkoro cnos IT9HIT
nocie Kpucramnusanuu npu 90°C U ecTECTBEHHOrO OXJIaXKAEHUs 0 KOMHATHOH TemmepaTtypbl. KoHTpacT Ha
3THUX U300paxKeHUsIX COOTBETCTBYET Bapuauuu BbIcOTbI 0—100 HM.

oJIMMeEpa, 3aHuMasi b ~20% MOBEPXHOCTH IJICH-
KH. OTO OTYETIMBO BHUIHO U3 pHUC. 6T, HA KOTOPOM
MpefcTaBlIeHa KOHe4YHasi Mopgoinorusi, o6pa3oBas-
mascs npu 100°C. Koneunast Mop¢oiorusi MEHbIINX
obnacTeil He CUIIBHO OTINYaeTcs OT TEX, I7e OCyllie-
CTBJISITIOCH HENPEPBIBHOE CKAHUPOBAHHWE IPU KpHC-
TaJIJIN3aLUH, YTO CBUIETENBCTBYET O MUHIUMAJILHOM
BIIMSIHAM UIJIbI Ha KpUcTannu3anuio. CocyiecTBoBa-
HH€ JaMmesel 1 aMOp(HBIX 00JIacTel COXPAHSIETCS IPH
100°C ckonb yrogHO AOJro, ¥ PH 3TOH TeMIiepaType
JaJbHENINAsl KPUCTAIIN3ALMS HE IIPOUCXOMHUT.

AMop¢HBIe 001aCTH HAYMHAIOT KPHUCTAJUIH30-
BaTbes npu T < 100°C, B mpouecce nocnenyromero
OXJIaXK/ICHUSI 3aMOJIHSSICh JIaMeNsIMH 3HAUUTENbHO
MEHBIINX Pa3MEpPOB IO CPAaBHEHHUIO C yKe CYIIECTBY-
IOIMMHU arperatamy jgamesnei. B pesynbprate Takoi
ABYCTaAMIHOM KPUCTAJUIN3al[MU BO3HUKAET IByXypOB-

BBICOKOMOIJIEKYJIAPHBIE COEIUHEHUA  Cepus A

HeBasl JaMelsipHass Mopdoiorud. Ilpumep Takon
MopoJIoruy Npy KOMHATHOH TeMIlepaType IoKa3aH
Ha puc. 7. Ha ¢pa3oBoM n300paxkeHrH OCOOEHHO OT-
YeTIMBO BHAHBLI OOKOBbIE IPaHM OOJBIIUX JIaMeNeH,
chOpMHUPOBABIIMXCS HA IEPBOM 3Tane KPUCTAJUIH-
3anud, U OOKOBbIe rpaHH Oojiee MeNKux u Oonee
TOHKUX JIaMeJiel, BOSHUKIINX Ha BTOPOM 3Tale Kpu-
crajum3anuy. [TOHMKEHHe TeMIepaTypbl IEepBOrO
arana Kpucraum3anuu 1o 90°C He u3MeHsieT ooen
KOHEYHO# MOp(0I0orn4eckoi KapTHHEI (pHC. 8): Kak
u npu 100°C, npu 90°C BO3HMKAIOT arperaTsbl J1ame-
Jied, MeXJy KOTOPBIMH MMEIOTCS 3HAYHMTENbHbIE IO
pa3MepaM He3aKpHCTaJIM30BaBIIneCs: 00IacTH, KpHC-
TaJuTM3alysl KOTOPBIX IPOUCXOIUT JIMIIH IIPH IOCIIEAY-
roeM oxnaxpaennu. CpeHue pa3Mephl J1aMenel, 06-
pa3oBasumxcs npu 90°C MeHble, YeEM JTaMeNei, BO3-
Hukaronmx npu 100°C. OTta kapTHHa KayeCTBEHHO
Ne 6
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Puc. 9. Tonorpaduyeckoe usobpaxkeHnue (BbIcoTa) (a, B) # pazoBoe nuzobpaxenue (0, I) ACXOAHOTO YIbTPAaTOH-
koro ciost [IDHII (MeHbime yBenuuenus — cM. puc. 1). KonTpact coorBercTByeT Bapuanuy BeicoTbl 0-30 (a) u

0-20 uM (B).

BIIOJIHE COOTBETCTBYET KJIACCHYECKON 3aBUCHMOCTHU
Pa3MepoB KPUCTAJUIUTOB OT TEMIIEpaTyphbl KpUCTaJ-
nu3anud. TakuM o6pa3oM, ABYX3TaHasi KPUCTAIIIH-
3a1ysi, MO-BUAMMOMY, XapaKTepHa IJISl YJIbTPATOH-
Kux mienoxk ITOHII.

Hanocmpykmypa yabmpamoHKux naeHok

CCM-Bu3yanu3anuss Mopgonoruu Ha Cyomu-
KPOHHBIX IIKanax (<1-2 MKM) O3BOJISIET paccMOT-
PeTh TOHKHE JIETaNN JJaMEISIPHON OpraHu3anuu. Xa-
PaKTEPHBIA IpUMEP TaKOH CYOMHKPOHHOH CTPYKTY-
pbI B yneTpaToHKO# IieHKe IT9HIT noka3sax Ha puc. 9.
BoOnMHUCTOCT MOBEPXHOCTH Jyyllle BBISBISETCS Ha
TonorpauyeckoM H300paxkeHuu (BbICOTA), B TO
BpeMs1 KaK TOHKHE [EeTallH JIaMellel YeT4ye NpOosiBIs-
I0TCs Ha (pa30BOM H300pakeHuu. ['yOuHa TEMHBIX
MSTEH, OTYETIMBO BHAMMBIX Ha TONMOTIpaUyecKOM
u3o0paxkeHun, cocrasisieT 20 HM, YTO XOPOIIO COOT-
BETCTBYET TOJIIIMHE MJIEHKH. TUNINYHBIN yIBTPAaTOH-
KUH CIIOH COCTOUT U3 JIAMEIISIPHBIX JIEHT JAJIMHOH O
1 MkM. Ha nOBEPXHOCTB CJ1051 BBIXOJAT KaK OOJIbIIITE
IJIOCKHE MMOBEPXHOCTHU JIaMeJIel, TaK U OOKOBbIE UX
rpaHu. OpueHTanus JEHT 0 OTHOILIEHHIO K cyOcTpa-
Ty MEHSeTCs OT NMapalJIeJIbHON 10 NEePIEeHAUKYISIP-

BbICOKOMOJIEKYJIIPHBIE COEIJUHEHUA  Cepus A

Hoii. IllupuHa TOpPLEBBIX I'paHEN WHAWBHAYAIbHBIX
namenei pasHa 10-15 um. TopreBble rpaHu lamenen
OTCTOSIT APYT OT fpyra Ha ~30 HM u Goiee, YTO CBU-
JETENbCTBYET 00 UX HEIJIOTHOH ynakoBKe. PazMepsbl
JlaMeJielt, JeXaluX B INIOCKOCTH cyOcTpaTa, COCTaB-
NS0T COTHH HAHOMETPOB B mmpuHy U ~0.5 MKM B
[JIGHY.

IIpu ewe 6onpmKx yBenudeHusx (puc. 98, 9r) ot-
YETJIUBO BISBISIETCS TOHKas rpaHyJsipHas CTPYKTY-
pa JaMmene, NpuieM He TOJBKO OONBIINX NOBEPXHO-
CTEH JaMeNed, HO U UX TOPLEBBIX IIOBEPXHOCTEH.
[umaMeTp rpaHys Ha TOPLEBBIX NOBEPXHOCTSIX HAXO-
putcs B npegenax 10-15 HM, B TO BpeMsi KaK Ha 1O-
BEPXHOCTSIX IUIOCKO JIEXKAIUX JIaMeJedl JuaMeTp
rpaHy’a paBeH 6—8 HM. I'paHynsipHas cTpykTypa 06-
Hapy>XHBaeTCs ¥ OCJIe EPEKPUCTAIIIA3ALUN UCXO-
HOM JTaMeNSIpHON CTPYKTYPhI, UTO OTYETIMBO BUIHO
Ha puc.10. OTo mo3BONSET 3aKIOYUThH, YTO TaKas
rpaHyJsipHasl CTPYKTypa $SIBISIETCSI MMMaHEHTHBIM
CBOICTBOM Kpucramnuyeckoro cocrossaus ITOHIL.
Cy1iecTBEHHO, YTO MO00Hasi TpaHyJIIpHAasi CTPYKTY-
pa oO6HapyXeHa HEJaBHO BO MHOTHX KpHCTaJLJIM4ec-
Kkux nonumepax [40, 41]. B atux paboTax BbIBUHyTa
TUIOTE3a O TOM, YTO TaKHe TPaHyJIbI SBISIOTCS IEp-
BUYHBIMH 3JIEMEHTAMH KPUCTAJUIMYECKOU CTPYKTY-
PpbI IOTMMEPOB.

Ne 6

TOM 43 2001



BU3YAIIM3ALUS MOP®OJIOTUN YIBTPATOHKHUX CIIOEB MNOJIMSTHUIIEHA

1045

Puc. 10. Tonorpaguieckoe n3o6paxkeHue (BbicoTa) (a) u da3oBble n3o0pakenus (6, B) (2 X 2 MxM? 1 800 x 800 HM?)
yasTpaTonkoro cinost [I9HII, Bo3HuKarowie nocie AByCTaJUAHON KPUCTAJUIM3alUi: CHaYala N30TEPMUYECKH
npu 90°C, 3aTeM B IPOIECCE ECTECTBEHHOTO OXJIaXKIEHHsI 10 KOMHATHOH TemmnepaTypbl. KoHTpacT cooTBETCTBY-

eT Bapuanuu BeIcOThI 045 HM.

3AKIIIOYEHHUE

Bnaropgapst ucnonb30BaHUIO METOAMKYU TeMIlEpa-
typHoit CCM, BriepBbl€ yajJ0Ch OXapakTepU30BaTh
MOpP(}OJIOTHIO U HAHOCTPYKTYPY YJAbTPATOHKHX ILIE-
Hok ITDHII u xapakTep ee TpaHcOpMaluU B TEM-
nepaTypHOii o6sacTy InasieHus. Takue yabTpaToH-
KHe IUICHKH OTHOCAT K IIOJMMEPHBIM CHCTEMaM C
NPOCTPAHCTBEHHBIMUA OTPAHUYEHHUSIMHA HUJIM CO CTEC-
HEHHOW T€OMETpHUEN, B KOTOPBIX pa3Mep MaKpOMO-
JIeKYyJSIPHBIX KIyOKOB CpaBHMM C OHMM M3 pa3Me-
pPOB (TOJNILIMHA IUIEHKH), YTO MOXET CyLECTBEHHO
CKa3bIBaThCSl Ha KPUCTAJIMYECKOH MOP(OJIOTrUd U
KHHETUKe ee popMUpOBaHUs. [leiICTBUTENBHO, XapaK-
TEPHBIMI MOP(OJIOTTYECKIMY IEMEHTAMH UCXO[IHBIX
yapTpaToHkux cinoes [IOHII sBasiroTes kBa3ugBymep-
Hble ceponuThl, chOPMHUPOBAHHbIE U3 arperaTos Ja-
MeJiell ¢ TOHKOI rpaHyJsipHO# cyOcTpykTypou. ITo-
ROoGHbBIE CTPYKTYpHBble OOpa30BaHusl HaOMIOAANN U B
YIBTPATOHKUX IUJIEHKAX [PYIMX KPUCTAJUIMYECKUX
nonuMepoB (Hampumep, I190 u nonu-e-kanponaakTo-
Ha), IPUTOTOBJIEHHBIX LEHTPU(DYIUPOBaHUEM pa30aB-
JIeHHBIX pacTBopoB [35, 36]. HecomuenHo, uto Mmopdo-
JIOTHSI HICXO[IHBIX YIBTPATOHKUX CIIOEB, MONYYEHHBIX
BBITSITHBAaHUEM MOMJIOXKKH U3 pa30aBICHHOIO rops-
Yero pacTBopa WM €ro LEHTPU(YTUPOBaHUEM, SIB-

BBICOKOMOIIEKYIISIPHBIE COETUHEHUS  Cepus A

JSIETCST METAaCTaOUIbHON BCIIEACTBUE KOHKYPEHIMU
CKOpPOCTH KpPHUCTAJJIM3allUd U CKOPOCTH BBITSTHMBa-
HUSI WK pacTeKaHus. Pe3ynbTaThl ISl yAbTPaTOH-
kux mwieHok [T9HII nokaseiBatoT, uto CCM npepno-
CTaBJISIET YHUKAJIBHYIO BO3MOXKHOCTb BU3YyaIH3UPO-
BaTh B p€aJIbHOM BPEMEHHU U IIPOCTPAHCTBE IMPOLIECC
TpaHcopMalii Ha MUKPOHHOM H CyOMHKPOHHOM
YPOBHSIX METacTaOMIBLHOM CTPYKTYPhI B 60Jiee paBHO-
BECHYIO CTPYKTYPY (B HOAXOMSIIMX yCIOBUSIX). B aToM
cocrout orpomHoe npemmyiiectBo CCM mno cpaBHe-
HUIO C TPAAMIMOHHBIMU HHTErPajJbHbIMH METOJaMHU
UCCIIEAOBAaHNsI HEPAaBHOBECHOM  KPHUCTAJNIMYECKOU

cTpykTyphl nonumepoB B 6ioke (JICK, [IMA).

N3oTepmuyeckuii poCcT MHAUBUAYAIbHBIX JIaMe-
JIel U UX arperaToB NPU KPUCTAJUIM3ALMUA U PEKPHUC-
TaJNIM3aldi OKAa3alicsl CHJIBHO HEJIMHENHBIM Jjaxke B
HavyaJIbHOW cTajuu. Takoe moBefeHne Ka4yeCTBEHHO
OTJIMYAETCs OT KpHUCTANIM3aliM B OJIOKe, KOrjma Ha-
YaJlbHbl€ CKOPOCTH POCTa C(EpOIMTOB MM APYIUX
KPUCTAJIJINYECKUX OOpa30BaHMi OKa3bIBAKOTCA OCTa-
TOYHO JIMHEWHBIMH BIUIOTH IO CTOJIKHOBEHHH pacTy-
mux cTpykTyp [17, 22]. CKOpoCcTh KpUCTAJUTM3ALMA B
O510Ke OOBIYHO 3aMEJISIETC Ha KOHEYHbIX JTamax,
NPEXAe BCEro U3-3a aKKYMYJIMPOBaHUsI HEKPUCTAJIH-
3YIOLIMXCS KOMIIOHEHTOB BOJIM3U KPUCTAJUIMYECKOTO
Ne 6
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¢ponTa. OGHapyKeHHas HEIMHEIHOCTL POCTA Ha Ca-
MBIX HAYaJbHBIX CTalsIX B YJIBTPATOHKOM IUICHKE
ITOHIT cBupeTeNnbCTBYET CKOpee BCErO O TOM, 4YTO
BONM3U pacTyIUX KPHCTAIUTHYECKUX MOBEPXHOCTEN C
€aMoro Havana CylecTByeT Ae(UIUT aMOPGHOro Ma-
Tepraina. Vi3BecTHO, YTO B yIBTPAaTOHKHX IUIEHKAX MO-
JIeKy/IsipHas penakcauus U nugdy3us CHIBHO 3aMef-
NeHBI H3-32 B3aHMOJCHCTBAS MAaKPOMONEKYN C TBEp-
JHoit NoANOXKOM [42]. B cBS34 ¢ 3THM B OrpaHHYEHHOM
MPOCTPAHCTBE JIMMUTHUPYIOIMM (haKTOpOM KPHCTAJI-
JM3alid MOXET OKa3aTbCd IpOLECC TPaHCIOpTa
amMopdHOro MarepHana K IOBEPXHOCTH PAacTyIIEro
KPHCTaJLIH4eCcKOro o6pa3oBaHus.

MHorue amopdHbie (paciaBleHHbIE) MONUMEP-
Hble IUICHKH Ha TBEPABIX CyOCTpaTax NMpH MOBbIICH-
HBIX TEMIEpaTypaX OKa3bIBAKOTCA METACTaGWIbLHBI-
MH WM HEYCTOMYUBBIMU, U 3Ta HEYCTOHYHBOCTH B
KOHIIE KOHIIOB IIPUBOAMT K pacnafgy IVIEHOK U 06pa3o-
BaHHMIO B KOHEYHOM CUETe OTHENIbHBIX KaNnelb Ha MOo-
BEpXHOCTH cyOcTpaTta, He3aBHCHMO OT CTETICHH CMaYH-
BaeMOCTH 3TOM MOBEPXHOCTH [29, 43-45]. BaXXHbIM KH-
HETHYECKMM TapaMETPOM OKa3bIBAaeTCAd TOJIIIHHA
IUIEHKH, [TOCKONBKY CTENEHb HEYCTOHYMBOCTH MOXKET
Pe3KO BO3pacTaTh C YMEHbIIEHHEM TOJIIMHBI CIOS.
HeACTBUTENLHO, HANIPUMED, B ILUICHKE MONUMEPHOTO
CMEKTHKa TouHOo 10 HM B npoliecce OTKUTa B Te-
4yeHue 4 4 B aMoppHOM cocTosHuu (Ha 20 rpapycos
BbIIIE TEMNIEPaTyphbl H30TPOMHU3ALMU) CHaYalla Mpo-
HCXOAUT (POPMHPOBaHHIE MaIEHBKUX ALIPOYEK, A ITO-
Clie JOCTIDKCHHS ONPEACNIEHHOrOo KPHTHYECKOro
pa3Mepa 3THX JbIpOovek NOJIHMEP MeXIy HUMH cOOu-
paercsa B Kamnu [44, 45)]. dopMupoBaHue ABIPOYEK,
pa3Mep KOTOPBIX PacTET CO BPEMEHEM, XapaKTEPHO
H 14 HcclienoBaHHBIX HaMu cioeB ITOHIT Tosmiu-
Hoit 20 HM. 3TO TaKKe MOKET CBHIETEILCTBOBAThH O
CYOKpUTHYECKON TOJILIUHE TAKUX IIEHOK C TOYKH
3peHud UX YyCTOMYHMBOCTH K paciiafy. [TogoGHble 3Kc-
MEepUMEHTBI CO 3HAYUTENBHO 60Jiee TONCTHIMU IUIEH-
kami (500 am) ITOBII He 06HapyKHBAIOT 3aMETHOTO
OTHENEHHA TMONHMMEPa OT MOJJIOXKHU 3a CPaBHHMbIE
uHTepBalbl BpeMeHH [46]. Ilpouecc oTaencHus Kpu-
THYEeCKUM 06pa3oM 3aBHCHT OT BpeMeHH. [Ipu GbIcT-
POM HarpeBe Bbillie TEMIEPATYPhI IUIAaBICHUS U He-
MENCHHOH 3aKanke A0 KOMHATHOH TeMIepaTypbl
BPEMEHH [N OTAC/ICHHUS IVIEHKH OT MOAJIOXKKH IIpH
3THX TeMIIepaTypax COBEPIIEHHO HEJOCTAaTOYHO, H
AOTOMY HCXOfiHast MOPQOJIOTHs MPAKTHYECKH MOJ-
HOCTBIO BOCCTaHaBluBaeTcsa. OHaKO OTHOCUTEIBHO
IPOONXKHTENbHAS KPUCTAJLIM3AUMSA WM PEKpPUC-

BBICOKOMOIJIEKYIISIPHBIE COEODUHEHNSA  Cepus A

rFOJOBCKHUH, MATOHOB

TaNU3aLUsi CONPOBOXAAECTCS NOABICHHEM ¥ pa3pa-
CTaHHEM JIBIPOK BCIENCTBHE HHTEHCHBHOIO OT/EJNE-
HMS pACIUIaBICHHOTO MaTepHala OT [OMJIOXKH.
IIpenenbHBIM ClyYaeM TaKOrO MOBEJACHUS SBIAETCH
¢opmupoBanne GONBLIMX “YUCTBIX” oOnacTeit (mpu
IKCHCPUMEHTAX B pexume T-ckaukos). Baxkuo nop-
YEPKHYTh, YTO YacTO B ACHCTBHTEIHHOCTH MBI HMe-
€M JIEJIO JIAIIb ¢ YACTHYHBIM, a HE C TIONIHLIM pa3fie-
JIEHHEM MOJIMMEPA U MOMIOXKKH, HOCKONBKY OYeHb
TOHKHE CJIOH MaTepUaja MOTYT COXPAHAThCA B 3THX
MECTax Ha IOBEPXHOCTH CyOCTpaTa, BCIEICTBHE YEr0
TaKoH Impolecc NpejiiaraeTcs pacCMaTpPHBaTh Kak
“mceBro-me-BeTTHHr [25].

ABsTops! npu3HatenbHbl b. [Januancy u K. Kocku
(“Digital Instruments”) 3a pa3paGoTKy TEpMU4ECKOTO
ycTpoiictBa gt Nanoscope™ IIla MultiMode™,
I0.K. I'opoBsckuii 6narogapen “Digital Instruments” u
Kamudopaniickomy yHusepcurery B Canra Bap6a-
pe (mpod. 3. Kpamep) 3a noagepKKy Hay4HOrO BH-
3uta B Canra Bapbapy, rae ata pa6ora 6buTa BBI-
NONHEHaA.
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Visualization of the Morphology of Ultrathin Polyethylene Layers
and Its Variations over a Wide Temperature Range
by Hot-Stage Atomic Force Microscopy

Yu. K. Godovskii* and S. N. Magonov**

*Karpov Institute of Physical Chemistry, Russian Federal Research Center,
ul. Vorontsovo pole 10, Moscow, 103064 Russia

**Digital Instruments/Veeco Metrology Group,
112 Robin Hill Road, Santa-Barbara, California 93110, the United States

Abstract—The use of hot-stage atomic force spectroscopy at elevated temperatures allowed the visualization
of a change in the crystal morphology and nanostructure upon melting and repeated crystallization in ultrathin
(20 nm) LDPE layers obtained on Si substrates from hot solutions. The original morphology of such layers is
characterized by quasi-two-dimensional spherulites formed by lamella aggregates with a granular substructure.
Fast heating above the melting point followed by quenching completely restores the original morphology. Fun-
damental morphological changes are observed during sample heating to the premelting region (85-100°C). The
original morphology disappears upon stepwise heating and new individual lamellar aggregates grow instead in
the amorphous matrix which is crystallized at lower temperatures yielding lamellae of a smaller size. As tem-
perature is increased in the jumplike manner above 70°C, the quasi-2D-spherulite morphology transforms via
local rearrangements into the network of lamella tapes branching at small angles. Its contour is also retained
after heating the network above T,,. The lamella growth rate upon crystallization or recrystallization in an ul-
trathin LDPE film is nonlinear even in the initial stage, which is most likely due to the bound diffusion of mac-
romolecules to the surface of growing lamellae in such a confined environment. The crystallization and recrys-
tallization of the ultrathin LDPE film is accompanied by dewetting of the melted part of the polymer with the
formation of large number of holes whose size increases as the crystallization or recrystallization proceeds. The
granular substructure of lamellae is retained regardless of the crystallization or recrystallization conditions.
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