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BBenenue

HccnenoBanue CTpyKTyphl U CBOMCTB OPTAHUYECKUX MOJIMMEPHBIX MATEPUAIIOB HA
CETONHAIIHUN JIEHb SIBISICTCSA 3aJ1a4€il, aKTyalIbHOW KAaK C NPUKIAAHOM, TaK M C
byHIaMeHTaIbHOM Touek 3peHus. [lomuMepHble MaTepuanbl Ojarogaps CBOUM
YHUKAJIbHBIM ~ CBOWCTBAM  INPUMEHSIOTCA  ITOBCEMECTHO: B  MAaIIMHOCTPOEHUH,
MPOM3BOJICTBE TEKCTUIBHON MPOAYKIUH, MEAULIMHE, JOMAIIHEM U CEJIbCKOM XO3SIICTBE,
CYJOCTPOEHUM, ABUACTPOCHUM U T.A1. Ha KX OCHOBE H3TrOTABIMBAIOT OTPOMHOE
KOJINYECTBO MATEPUATIOB, TAKUX KaK BOJOKHA, IUICHKH, IMOKPBITUSA, KOMIIO3UTHBIE
Marepuanbl U Jp. Tak, TOHKHME MOJMMEPHBIC TUICHKH, XapaKTEePU3YIOIIMECs BBICOKOM
CTOMKOCTBIO K JEWCTBUIO DPA3JIMYHBIX arpeCCUBHBIX CpEl, XOpOLIEH TEPMUYECKOU
YCTOMUYHUBOCTBIO, BJIArOHENPOHUIIAEMOCTBIO, MPOCTOTOM HAHECEHUsS W JICHIEBU3HOM,
MHTEHCUBHO MCIIOJB3YIOTCS B  KAUE€CTBE PA3JIUYHBIX  3aIIUTHBIX  IMOKPBHITHH.
KomIt03uTHbBIE TOTMMEPHBIE MATEPHUAJIbI, HATIOJIHEHHBIE HEOPTraHUYECKUMU YaCTULIAMU,
IIMPOKO MPUMEHSIOTCA MNPHU MPOM3BOJCTBE KAaTAIU3aTOPOB, Ta30BBIX U XHUMHUYECKUX
CEHCOPOB, pa3Ie/IUTEIIbHBIX MeMOpaH u T.4. KpoMe Toro, 3a mocnegHue AecATUICTUS
YpE3BBIYAHO  aKTyaJIbHbIM  CTAJIO  PA3BUTHE  YAaCTUYHO-KPUCTAUIMYECKUX U
x)uakokpuctaummaeckux (JKK) moauMepoB aJisi ONTUKU U OPTraHUYECKOM AJIEKTPOHUKH.
C TOYKH 3pEHHUS byHIaMEHTATBHON HAYKH, V3y4CHUE MPOLIECCOB
CTPYKTYypOOOpa30BaHUs B CUCTEMaX C FTE€OMETPUUYECKUMHU OIPAaHUYCHUSMH, TAKUMH, KaK
BOJIOKHA, TOHKHE€ IUICHKH, MHUKpOpa3sMepHbl€ TpaHyJbl U T.A., HEOOXOIUMO st

MOHUMAaHUS CreU()UIECKIX CBOWCTB HAHOCTPYKTYPUPOBAHHBIX MATEPHAJIOB.

AKTYaJIbHOCTDH T€MbI H CTelleHb ee pa3padoTaAaHHOCTH

B Hacrosimee Bpemsi Oiaromaps Hay4YHO-TEXHHUYECKOMY MPOTPECCY MUPOBOMY
YUYEHOMY COOOIIECTBY JOCTYIEH IIUPOKUI CIEKTP BCEBO3MOXKHBIX METOJIUK JJIs
IIPOBEJICHMS] HAYYHBIX MCCIEI0BaHUN. Tak, Ha BOOPYXEHUU YUYEHBIX CTOSIT HOBEWIIUE
NpUOOPHBIE KOMILIEKCHI, MO3BOJISIONIME PELUINTh OOJIBIIMHCTBO COBPEMEHHBIX 3aj1ad,
CTOSALIMX Iepea MUPOBOM HAyKOW M MCCIEI0BaTh BCE MHOrooOpasue MarepualioB U
ctpykryp. K mnpumepy, nns uszydeHuss (Gas3oBbIX MPEBPALIEHUNA B IMOJIMMEPHBIX
MaTepHuanax, UX TEpPMAYECKOr0 NOBEAECHUS U, B YACTHOCTH, TEPMOCTOMKOCTH MOJUMEPOB

WJIA IIPU UCCIICAOBAHUN HUX ITOBCIACHUA IIPU TCPMOACCTPYKIUN HIHUPOKO HCIIOJIB3YIOTCA
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TaKhe METOMAbl (PM3MKO-XMMHUYECKOTO aHaiMu3a, Kak TePMOTPaBUMETPUUYECKUI aHAIIN3
(TT'A), nuddepenumanbuas ckanupyromas kaaopumetpus (JCK), nudpdepenunanbabii
tepmuueckuit ananus (JATA) u np.

3a nocaennue 50 net npumenenue JICK crano ogHIM U3 KITIOUEBBIX PU U3YYECHUU
TEIIOPU3NYECKUX IMapaMeTPOB HOBBIX CHHTE3MPOBAHHBIX MojauMepoB. Kpome Toro,
TEPMUYECKOE TOBEICHUE TMOJIUMEPHBIX MaTEpUaIOB YPE3BBIYAMHO BAXHO IS
pa3pabOTKu M ONTHUMH3AIUN TEXHOJOTUU MX MPOU3BOJCTBA, MOCKOJIBKY HEOOXOIUMO
NOHUMATh  BJIMSHUE  HCIOJb30BaHHBIX  J100aBOK, BKIIOYas  CTaOMIM3aTOPHI,
AHTHOKCHUJAHTHI, MJIACTU(PHUKATOPHI U MPOY., a TAKKE 3aBUCUMOCTH CBONCTB KOHEYHOTO
OPOAYKTa OT PEKUMOB SKCTPY3MHM WM NMPECCOBaHMS MojauMmepa u T.1. Tem He MmeHee,
UMeeTCsl psAa TpobiieM W 3ajad, pelieHHe KOTOPBIX HEBO3MOXKHO B Cllydae
UCITOJIB30BAHUS TAKUX CTAHIAPTHBIX dKCHEPUMEHTAIBHBIX MeToIMK, Kak JICK. IIpexne
BCEr0 ATO CBSI3aHO C HEBO3MOXKHOCTHIO MPUMEHATH JAaHHYI0 METOJUKY IpH padote C
obOpa3znamu Majoit Maccel (MeHee 0,1 Mr), Korja KoJW4ecTBO UCCIEAYeMOro MaTepuaa
KECTKO OrpaHW4YeHOo. B kadecTBe mnpumepa MOXKHO TPHUBECTH pa3pabaTbiBaeMble
dapmalieBTHUECKHE TPENapaThl MM COBPEMEHHBIE YHEPTOEMKHE B3phIBUATHIC BEIIECTBA,
/i€ yBeJIMYeHHE MacChl MaTepuasa, y4acTBYIOIIETO B SKCIIEPUMEHTE, MOKET MPUBOAUTD
K MOSIBJICHUIO HEOTPaBJAaHHBIX YKOHOMUYECKUX PHUCKOB HIIH e HEXKENIATeIbHO C TOUKU
3peHusi 0e30macHOCTH dKcrepuMenTa. Kpome toro, ucnons3zoBanue metoqoB JICK He
MO3BOJISIET PEAM30BBIBATH OBICTPHIE CKOPOCTH HArpeBa/OXJIAKIEHUS 0O0pasIoB, UYTO
TaKKe TUMUTUPYET 00JIaCTh MPUMEHEHHSI JTAHHOW METOUKHU MPU U3yUYEHUH, K IPUMEDY,
IPOLECCOB 3aKaJKM W M30TEPMHYECKOM KpHcTauM3auuu noiaumepoB. Crenyer
YTOYHUTH, 4TO coBpeMmeHHbie mpubopsl JICK obecreunBarOT BO3MOKHOCTH PabOTHI C
obpaznamu Maccod ot 0.1 mo mpumepro 100 Mr mpu MakCUMaJIbHOM CKOPOCTH
HarpeBa/oxnaxaenus 10 750 °C/muH.

Taxxe crmemyer OTMETUTh, 4YTO TMPH CO3JAHMM ¥ BHEJAPEHHWU HOBBIX
AKCIIEPUMEHTATBHBIX METOAMK MW HAyYHOTOo OOOpyJOBaHMS OTPOMHBIM HMHTEpeC
BBI3bIBAET BO3MOKHOCTh OOECIEYEHHUsI HEKOTOPBIX TOMOJIHUTEIbHBIX MPEUMYIIECTB,
TaKUX KaK BO3MOXXHOCTh COBMEIIEHHUSI C JIPYTUMHU MeToAamMH (PU3UKO-XUMHUYIECKOTO

aHaaM3a JUIs MpoBeacHHs iN SitU M3MepeHHuH HECKOJIbKUX MapaMETPOB HMCCIIETYEeMbIX
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cucteM. CTOMT OTMETUTh, YTO 3a4acTyl0 MMEHHO KOMOWMHHPOBAHHME HECKOIbKUX
METOJIMK M TIpoBeleHUe IN Situ M3MEpeHMid JaeT HE TOJHKO BBIUTPHIII BO BPEMCHHU
DKCHEPUMEHTA, HO MW NPEAOCTABISET MNPUHIUIIMAIBHO HOBBIE AHAIUTHYECKUE
BO3MOKHOCTH, YTO MTO3BOJISIET MOHATh MEXAHU3MbI CJIIOKHBIX MPOUCXOMISIIUX B CUCTEME
npoiieccoB. B 0c00EHHOCTH BO3MOKHOCTh IPOBEJICHUS TAKUX SKCIIEPUMEHTOB SIBIISIETCS
KJIIIOYEBOM TMpu paboTe ¢ CUCTEeMaMH CO CIO0XHOM MHOroda3sHOM CTPYKTYpOH,
XapaKTEPHOU IS MOJIMMEPHBIX MAaTEPUAJIOB.

B nanHO#l paboTe omucaHO pa3BUTHE METOJa HAHOKAJOPUMETPUUM M  €ro
COBMEILIEHUE C CHHXPOTPOHHOM HAHO(OKYCHOW PEHTIC€HOBCKOW Au(pakiuen s
UCCIJIEIOBaHMS CJIOKHOTO (pa30BOT0 TOBEIEHUS HAHOCTPYKTYPHUPOBAHHBIX 00pPa3lioB
YaCTUYHO-KpUCTANINYECKUX ToiuMepoB. Cama mo cebe HaHOKAIOPUMETpPHUS, WU
CBEpXOBICTpasi KAJIOPUMETPHUS Ha YUIIE, BIIEPBhIE ObLIa Mpe/jiokeHa B kKoHile 20 Beka u
MOJIy4Yrjia Cephe3HBIN TONYOK B pa3BUTHM Oyiarogaps uzooOpereHuro cencopoB MEMS-
tumna. OCHOBHbIE MPUHLMUIIBI JAHHOTO METO/AA M KPAaTKUil 0030p UCTOPHUM €ro pa3BUTHS,
a TaKke BO3MOXKHOCTH €T0 MPUMEHEHHS OyayT paccMOTpeHBl B TiiaBe 2. PasButwhe
HAHOKAJOPUMETPUU 3HAYUTEIBHO PACIIUPHIIO OOJACTh NPUMEHEHUS TEPMHUYECKOTrO
aHaM3a, 0JTHAKO eIe 00JIee aKTyabHBIM BOIIPOCOM Ha CETOIHSIIHUMN JICHD SBISICTCS €€
COBMEUICHHE C JAPYTMMH MeEToAaMu (PU3MKO-XMMHUYECKOrO aHaiu3a sl JIy4Ilero
NOHUMAaHUS U OOBACHEHHUSI CIIOXKHBIX MEPEX0/I0B, UMEIOIINX MECTO B XOJI€ HarpeBOB U
OXJIQKJICHU 00pa3I0oB MOJUMEPHBIX MaTepHaIOB. B CBsi3M ¢ 3TUM B HacTosIIEeH padoTe
MPEIaraeTcsi COBMENIEHNE HAHOKAIIOPUMETPHUH C ONITHYECKOM MUKPOCKOIIMEN U MUKPO-
¥ HaHO(OKYCHOW CHHXPOTPOHHOMN PEHTTeHOBCKOM audpakiuei s mpoBeaeHus in Situ
HKCIIEPUMEHTOB [0 HCCIIECJOBAaHUIO CTPYKTYpbl U Terio(u3nueckux CcBOMCTB. B
YaCTHOCTHU, B AUCCEPTALMK OYIyT OMHMCAHBI MPOIECCHI IBOJIOLMU MUKPOCTPYKTYPHI B
X0JIe OBICTPBIX HArpeBOB HEKOTOPBIX IMOTY>KECTKOIEIHBIX MOJIUMEPOB, 00JIaTaromux

q)CHOMeHOM MHOX>XECTBCHHOI'O ITJIaBJICHU .

Teopernyeckasi U MPaKTUYECKAsT 3HAYNMOCTh
Teopernyeckas 3HaYUMOCTh JAHHOW PabOTHI COCTOUT B OOBICHEHHH (heHOMEHa
MHOXECTBEHHOTO  IIJIaBJICHUST W TPOIIECCOB  IUIABJICHUS-PEKPUCTATUIAZAIIUU

MOJIYKECTKOLENHBIX MOJUMEpOB. J[aHHBIA BOMPOC OOCYX AAETCSI MUPOBBIM HAy4YHBIM
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COO0ILECTBOM YK€ Ha MpoTskeHUH S50 JIeT U HE HaXOOUT OJAHO3HAYHOTO OTBETa MpHU
UCIIOJIb30BaHUU CTAHJAPTHBIX METOIUK (DU3MKO-XMMHYECKOro aHaiu3a. B cBoro
ouepelib, IMEHHO Ha PUMEpE NAHHBIX ITOJIMMEPOB IT0KAa3aHa MPAKTUYECKasl 3HAYUMOCTh
IIPEUIaraéMoro MeToJa II0 COBMEUIEHUIO HAHOKAJOPUMETPUM M CHHXPOTPOHHOU
HaHO(OKYCHOM PEHTIeHOBCKON auppakuuu Ui ucciaenoBaHus (a3oBOro MoBeACHUs
HaHOCTPYKTYPUPOBAHHBIX 00pa3LOB YAaCTUYHO-YIOPSJOUYEHHBIX MOJIUMEPOB U JIPYIHX
CIIOXKHBIX cucTeM. B pabote moka3zaHo, 4YTO MpPEII0OKEHHBIA METO] 1a€T BO3MOKHOCTD
IIPOBEJCHUS SKCIIEPUMEHTOB, HEJOCTYITHBIX YYEHOMY COOOLIECTBY PaHEE, IIPU 3TOM €ro
VCIIOJIb30BAaHUE OIPABIAHO C TOYKHU 3PEHUS YHUKAIBHOCTH U y4eTa dKOHOMHUYECKOU
BBITO/IbI MpU (YHKIIMOHUPOBAHUM B JAOOPATOPHBIX yclIoBUSX. B xonme mpoBeneHHON
paboThI OBUIN MPOBEAEHBI COBMECTHBIEC SKCIEPUMEHTHI C YYEHBIMU BEIYIIIMX HHCTUTYTOB
Poccuiickoit akamemMuu HayK M yHUBepcUTeTOB Pd, moarBepkaaromye HHTEpEC

HAyYHOT'O COOOIIECTBA K PA3BUTHUIO JAHHOTO HAIPABIICHHUS.

Hayuynas HoBH3HA

Cam mo cebe MeTOJ HaHOKAJIOPUMETPUU OTHOCHUTEIBHO HEJABHO Hayall
OPUMEHATHCA JJI1 HMCCIEAOBAHUS TOJUMEPHBIX MaTepuaioB M €IMHCTBEHHBIM Ha
CETONHAIIHUAN JIeHb KOMMEPYECKH JTOCTYIHBIM nprbopom siBisiercst Flash DSC Mettler
Toledo. Opnako, maHHBIE [puHOOpP 00JagaeT pPSIOIOM HEOOCTATKOB M JEJIaeT
3aTPyAHUTENbHBIM COBMEIIEHUE C IPYTUMU METOAAMH (PU3UKO-XMMHUYECKOTO aHAIHU3a.
PaHee B Hay4HOU JIUTEpaType OMUCHIBATIOCH X SitU COBMEIICHUE HAHOKAJIOPUMETPUH C
METOJIaMHU PEHTTEHOBCKOM TU(PPaKIIH TUISL U3Y4YECHUS o0pa31oB
HAHOCTPYKTYPUPOBAHHBIX OOpAa3IOB MOJIMMEPHBIX MaTepuasoB, OAHAKO B JIAHHOMN
paboTe BIEpBbIE OMUCAHO WX IN SitU COBMEINIEHHE C BBICOKUM TEMIIEPATypHBIM U
BPEMEHHBIM pa3pelIeHueM 3KkcnepumenTa. Kpome Toro, BaXKHO OTMETUTH BBIHOCUMOE Ha
3alUTYy TOJIO)KEHHE, Kacaloleecs pacCMOTPEHHUs] U OOBSICHEHUS MEXaHHU3MOB
IUTABJICHUSA-PEOTAHU3AIMY, HMMEIOIIUX MECTO B XOAE€ TEpMHUUYECKON 00paboTku

OOJIBIIMHCTBA YaCTUYHO-KPUCTAINIMYCCKHUX ITOJYKECTKOUCIIHBIX IMMOJIUMEPOB.

Henun u 3apaun
B cBs3m co BCeM BBINICTICPEUYMCICHHBIM, II€BI0 JAHHOW paOOThI SBISETCS

UCITIOJIb30BAaHUE METOOB CBEPXOBICTPON KAJTOPUMETPUHM HA YUIE U MX COBMEIICHUE C
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IPYTMMH METOAaMU (DU3MKO-XUMHUYECKOTO aHaju3a MAJii HCCIETOBAaHUS MPOIECCOB
¢da3oBbIX TIpeBpalieHuii W 00BACHEHHS (EHOMEHAa MHOXKECTBEHHOTO TUIABJICHUS
HOJYECTKOLEMHBIX MONMUMEepoB. [l JocTMKeHus 5TOM 1enu B pabore ObuH
MOCTaBJICHBI U YCIIEUTHO PEIICHBI CIASAYIONINE 3a/1a4H:

1) Iposenenwue in Situ wccieq0BaHUS CTPYKTYPHI M TEIUIO(MU3INUECKUX CBOWCTB
HAHOCTPYKTYPUPOBAHHBIX  TOJMMEPHBIX  MaTepUAIOB  MPU  TTOMOIIH
CUHXPOHHOT'O COBMEILIEHHUSI METOJIOB CBEPXOBICTPOI KaJOPUMETPUHU HA YUIIE U
OIITUYECKON MUKPOCKOIIHH.

2) IlpoBenenue in Situ wcciaenoBaHUs CTPYKTYPBI M TEIUIO(GU3UISCKIX CBOMCTB
HAaHOCTPYKTYPUPOBAHHBIX  TMOJUMEPHBIX  MaTepHaioB  NpU  MOMOIIU
COBMEIIIEHUSI METOJOB CBEPXOBICTPO KaJOpUMETPUM HA YUIE U MHKPO- U
HaHO(OKYCHOM CHHXPOTPOHHON PEHTI€HOBCKON AU(PPAKIIHH.

3) OObsicHEeHHEe MPOIIECCOB, MPOTEKAIOIINX MPU U3MEHEHUH MUKPOCTPYKTYPHI B
X0Jie OBICTPBIX HAarpeBOB OO0pPAa3IOB TOJY>KECTKOIEHHBIX MOJIUMEPOB,

06Hana101u1/1x (1)6HOM€HOM MHOXCCTBCHHOI'O ITJIaBJICHUA.

MeTtoabl

XapaktepHass OCOOEHHOCTh TpeIJaraéMblX METOJIOB — 3TO BO3MOXHOCTb
POBEJCHUS HKCIIEPUMEHTOB C UCIIOJIB30BAHUEM 00pPA3I0B, Macca KOTOPHIX COCTABISIET
CAVHUIBI HAHOTPaMM WJIM JaXe COTHM NHUKOIPAMM, UYTO MO3BOJSET HCCIEA0BATH
CTPYKTYpPY U TEIUIOPU3UYECKHE CBOWCTBA HAHOCTPYKTYPUPOBAHHBIX 0Opas3IoB,
HEJOCTYIHBIX ISl TPAJAULHMOHHBIX METOAUK CKaHUPYIOLIEH KalopuMmeTpuu. Bricokas
YyBCTBUTEIBHOCTh, HEOOXOAUMAs JJi pabOThI C 00pa3aMu Majoi Macchl, JOCTUTAETCS
GJaromaps UCHOJIL30BAHMIO BEICOKMX CKOPOCTEH HarpeBanus/oxnaxaenus (1o 10°K/c) B
pEeXHMME SKCIEPUMEHTOB C TOCTOSIHHBIMU CKOpPOCTAMU HarpeBa u oxjaxaeHus (DC
KUIOPUMETPHUS) U B PEXKUME MOAYISAIMOHHONU KajmopumeTpuu (AC kamopumerpus).
Kpome TOro, B HCIOIB30BAHHOM OKCIEPUMEHTAJIBbHOM YCTAaHOBKE pEAM30BaHA
BO3MOYHOCTb IIPOBEJICHUS H3MEPEHUS CO CKOPOCTSIMU HarpeBa, XapaKTepHbIMU KaK IS
knaccnyeckor JICK, tak u mia AC u nnsa DC kasiopumeTpus, a Takxke BO3MOKHOCTh
COBMEILIEHUS IIPEIJIaraéMoro METo/ia ¢ CHHXPOTPOHHON HAaHO(OKYCHON PEHTT€HOBCKOM

nudpakiye 1 onTuYecko MUKpockomnuen. [lociaeaHee cTano BO3MOKHBIM OJiaroaaps
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peanu3anuyd OTKpBITOro uHTep(deiica wucnompzyemoro HaHokamopumerpa ©u  e€ro
uHTerpanuu B HaHOpokycHyto JuHuio D13 EBponeiickoro meHtpa CMHXpOTPOHHOTO
uznyuyeHus (ESRF, I'peno0ns, @paniins), a Takke B onTHueckre MUKpockonsl Carl Zeiss
nuHelkn  Axioscope. i cpaBHEHHST W TNPEIBAPUTEIBHON  XapaKTEPUCTHKH
TEIIO(U3UUECKUX [apaMETPOB HCCIEIYyEMbIX MAaTepUajoB OblIa HCIOJIb30BaHA

CTaHAapTHas MeToauKa TudPepeHnanbHON CKaHUPYIOIIeH KaJOpUMETPHUH.

BoiHoCHMMBIE HA 3a1UTY MOJIOKEHU S

- Pa3paboraH KOMIUIEKCHBIA OSKCIEPUMEHTAIBHBIA METOJN HCCIEOBaHUS,
COBMEIIIAIOITUN METO/T HAHOKAJIOPUMETPUH C HAHO- U MUKPO(POKYCHON CHHXPOTPOHHOM
PEHTTeHOBCKOM nudpakiuei.

- JlokazaHa akTyaJbHOCTh IMpPEAaraeMoro KOMIUIEKCHOTO METOJAa MPHU MOMOIIU
IIPOBEJICHHUSI HOBBIX, paHee HEIOCTYIMHBIX YYCHOMY COOOIIECTBY, AKCIICPUMEHTOB Ha
o0pasiax YaCTUYHO-KPUCTATUIMYECKHUX TOTYKECTKOIETHBIX MTOJIMMEPOB.

- HccnepmoBanbl  mpomecchl  CTPYKTypoOOpa3oBaHUSI M IUIABJICHUS
MOJTY>KECTKOIIEITHBIX MOJUMEPOB HA MPUMEPE THITMYHOTO apOMaTUYECKOTO MoJudupa,
noJii(TpUMETHIICH TepedTanaTa).

- TlokazaHo, dYTO Ha TEPMOJMHAMHYECKYI0 CTAOMJIBHOCTh KPHUCTAJIOB
MOJTY>KECTKOIIEITHBIX MOJIMMEPOB B 3HAUYUTEIIHLHOU CTETICHH MOJKET BIIUATH HE TOJIBKO UX
TOJIIIIMHA, HO TaK)Ke U APYrue GaKTOPBI;, CPEAU MOCIEAHUX, TPEATIOI0KUTEIHLHO, OTHIM
U3 BOKHEHIIHMX SBISICTCS OTPUIIATEIHLHOE JABJICHUE Ha KPUCTAUT CO CTOPOHBI COCETHUX
aMophHBIX oOsacTeil, YTo O0OBsICHACT (EHOMEH MHOXKECTBEHHOTO TILIABJICHUS
IOJTY>KECTKOIIEITHBIX TTOJIMMEPOB.

- DBONIONUA MHKPOCTPYKTYpPhl 00pa3lioB MOJIU(TpUMETUJIEH TepedTanara),
3aKpUCTAJUITM30BAaHHBIX MPH Pa3JIMYHBIX YCIOBHSX, OblIa MCClEJ0BaHA B Xxoje IN-Situ
AKCIIEPUMEHTOB TP HarpeBax ¢ pasnuyHbiMu ckopocTsimu (oT 1 °C/mun mo 180 000
°C/mun). Iloka3zaHo, 4TO HE TOJBKO TeMIIepaTypa KpPUCTALIU3AINH, HO U CKOPOCTh
HarpeBa ompeessieT MeXaHu3Mbl IIaBlieHus oopasia. Tak, s oopasiia, MmoJy4YeHHOTO
IIpY OJHUX U TEX XK€ YCIOBHUSAX HA Pa3HBIX CKOPOCTIX HarpeBa MOYKHO HAOJIOIATh Kak
MPOIIECCH  PEeKPUCTAIUIM3AlUU-TIIIABIICHUSI, TaK M MHOXKECTBEHHOE IIJIaBJICHUE

U30TEPMUYECKU C(HOPMHUPOBAHHBIX KPUCTAILIIOB.
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JlocTOBepHOCTH pe3y/ibTaTOB

JIOCTOBEpHOCTh ~ MOJIyYEHHBIX B paboTe pe3ylbTaToB  IMOATBEPKAACTCA
MHOT'OKPAaTHO BOCIIPOM3BENEHHBIMHM UCXOJaMH IIPOBEIEHHBIX 3KCIEPUMEHTOB, a TAKKe
COrJIacOBaHMEM  HM3MEpPeHMH W  HAOMIOACHUH, MPOU3BEACHHBIX  PA3MMYHBIMU

HCCIICAOBATCIIbCKUMHU METOAaMMU.

Anpobanusi padoThl

ITo Teme nuccepranuu ObLIO OMyOJWKOBAHO 5 cTaTel B BBICOKOPEHUTHMHTOBBIX
pEIEH3UPYEMBIX JKypHaIax, pekoMeHoBaHHbIX BAK u 1 MoHOTpadus B BUjE IJIaBbl B
KHUTE 1O/ U31aTeIbcTBOM Springer. OCHOBHBIE Pe3yJIbTaThl paOOTHI TOKJIAIBIBATINCH U
o0cyXIanuch Ha 8§ MEKIyHApOIHBIX U BCEPOCCUICKUX HAYUHBIX KOH(EpEeHIUIX, cpenu
koTopeix: X International Conference on X-Ray Investigations of polymer structure
(2016, VYcrtpon, Ilombmia), 2-as MexayHapoaHas HayuyHas koHgepeHuusi «Hayka
oynymero» (2016, Kaszaub, Poccus), 4th International Soft Matter Conference, (2016,
Grenoble, France), XXIII MexnayHapoaHas Hay4YHas KOH(EPCHIUS CTYACHTOB,
aCUpaHTOB U MOJOAbIX yueHblx "JlomonocoB-2016" (2016, Mocksa, Poccus), XXII
MexnyHaponHas HayuHas KOH(EpEHIHUs CTYIACHTOB, aCIUPAHTOB U MOJIOJBIX YUEHBIX
"JlomonocoB-2015" (2015, MockBa, Poccust), Xumus 3JIE€MEHTOOPTaHHUUYECKUX
coenrHeHnid u noaumepos (2014, Mocksa, Poccust) u ap. [lomydeHHble pe3yabTaThl
HEOJHOKPATHO OBUIM OTMEYEHbl [UIJIOMAMU W JPYTUMU Harpajam, a TaKxKe
cnocoOcTBOBau nojaue 4 nareHtos POD.

Crtpykrypa auccepranum

JHuccepranrionHas paboTa COCTOUT U3 BBEICHHUs, TUTEPATypHOTO 0030pa (riiaBa
1), sKcnepuMeHTalIbHONH uYacTh (raBa 2), OOCYXICHHs pe3ysbTaToB (riiaBbl 3-6),
3aKJTFOYCHUSI, 0JIArOTAPHOCTEN U BBIBOJIOB, @ TAKXKE CIMCKA IIUTUPYEMOU JINTEPATyPhl U
MPUIOKEHUS.

Jlutepatypublii 0030p (Ty1aBa 1) BKIIOYaeT B cels IIeCTh paszzienoB. B Hux
3aTparuBalOTCS BOMPOCHI 1O TEPMOJMHAMHUKE KPUCTAUIM3AIMU ¢ TUJIaBJICHUS
MOJIUMEPOB, OMHUCHIBAIOTCS OCHOBHBIE OOUIEHPHUHATHIE MOJEIM KPUCTAIUIM3ALUUA U

TUJIABJICHUS TTOJIMMEPOB U OoJiee oIPpOOHO pacCMaTPHUBAETCS MPoIiecchl PopMUpOBaHUS
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CKJIQTYaTON JIAMEIUISIPHOW MUKPOCTPYKTYPBI M PocTa CHEpPOTUTHUECKUX CTPYKTYp B
X0J1€ KPUCTAJUIN3ALNK TOJIUMEPOB.

DKcrepuMeHTalIbHAsS YacTh (I1aBa 2) COCTOMT U3 MIECTH Pa3/ieioB, COJAEPKAIIUX:
1) OCHOBBI METOIOB KaJOPUMETPHUM; 2) ONHCAaHUE METOAa MOAYISIUOHHON
KaJIOpUMeTpuu; 3)  ONHCaHWE  CBEpXOBICTPOM  KaNOpUMETPUM  HA  YHUIE
(HaHOKAJTOpUMETPUHU) 4) COBMEIIICHUE HAHOKAJOPUMETPHUH C Pa3IMUYHBIMH METOJaMU
(U3UKO-XMMHUYECKOTO aHAJIN3a; 5) OMHUCAHUE SKCIEPUMEHTAIBHBIX 00pasmoB. Tak Kak
HacTosimiass ~ paboTa  TOCBAIEHA  pa3paboOTke W NPUMEHEHUI0  HOBOIO
AKCHEPUMEHTAIILHOIO METO/a, JaHHBIM pa3fesn OTpaxaeT 3HAYUTEIbHYI0 4YacTb
OpOBEJCHHOW paboOThl, HANpPaBIEHHOW Ha pEIIeHHE TEXHUYECKOM CTOPOHBI
nocTaBleHHOW B pabore 3amauu. Kpome Toro, ang mpeaiaraeMoro Meroja ObLId
pa3paboTaHbl METOJUKH MPOOOMOATOTOBKH IKCIIEPUMEHTAIBHBIX 00Pa3IlOB, YTO TaKKE
OTPa)XEHO B TJIaBe 2.

N3noxxenne u o0CYKIEHUE SKCIEPUMEHTAIBLHBIX PE3yJbTaTOB COCTOUT M3 TPeX
maB. B rmaBe 3 omumcaHbl MpoBENEHHBIE HCCIeAOBaHUS (Ha30BBIX IMPEBpaICHUN
nou(TpUMeTUIeH Tepedranara) mpu TOMOIIM TPAJAUIIMOHHBIX METOAOB (DU3UKO-
XUMUYECKOTO aHaIM3a, TAKUX KaK ONTHYECKas MUKpPOCKOmus u auddepeHImaibHo-
ckaHupymomas kajnopumerpus. [lokazaHo, 4TO 1Ji1 OTBETa HA HEKOTOPHIE BOIPOCHI,
3aTparuBaroIIre MPOIECChl TUIABJICHUS TMOTY>KECTKOIEIHBIX MOJUMEPOB, HEOOXOIUMO
UCIIOJIb30BaTh MPUHIMIUAILHO HOBBIE SKCIEPUMEHTAIbHBIE METOAUMKH. B  cBOIO
ouepenb, TrigaBa 4  TOCBAIIEHA  HCCIEAOBaHUIO  (a30BBIX  MpEeBpalleHU
OKCIIEPUMEHTAJILHBIX O00pa3IoB MpPU TOMOINMA COBMEIIEHUS HAHOKAJOPUMETPUU U
ONTUYECKOM MHUKPOCKOIIUM W BKJIIOUAeT B ceOsl TaKWe AacMeKThl, KaK: KaauOpOBKa
HAHOKAJIOPUMETPUUECKUX  CEHCOPOB,  DKCIEPUMEHThI MO  MOMAYJISIIMOHHOU
KaJIOpPUMETPUHU, OIEHKA MacChl O0pa3IloB, HCIIOJH30BAHHWE CBEPXOBICTPHIX HATPEBOB
o0pa3uoB u Jp. ['maBel 5 U 6 MOCBSLIEHBI HCCIECIOBAaHUIO (PA30BbIX MpEBpALIEHUN
noJu(TpUMETHIICH TepedTaiaTta) NpH IOMOIIM eX-situ u in-Situ  coBMmerIeHus
HAHOKAJOPUMETPUU W HAHO- W MHUKPO(DOKYCHON PEHTTCHOBCKOW JU(PPAKIUH,

COOTBETCTBCHHO. I[aHHble TJIaBbI ITOCBAIIICHBI OIIMCAHHUIO (beHOMCHa MHO>KECTBCHHOTI'O
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IUIaBJICHUA TIOJIYKCCTKOLCHIHBIX ITOJIMMCPOB a TAKKC PACCMOTPCHHUIO IIPOLECCCOB
PEKPUCTAIIIN3AMNUU-TUIABJIICHUS IIPU PA3JIMIHBIX SKCIICPUMCHTAJIbHBIX YCJIOBUAX.
B KOHIIC pa6OTI>I H3J1aracTCia 3aKIOUCHHUC, BKIIIOYas BBIBOABLI, JaJicC CICAYIOT

OJ1arogapHOCTH, CIMCOK LIUTUPYEMO TUTEpaTyphl U MPUIIOKEHHUE.
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I'maBa 1l JlureparypHsbiid 0030p.

B pamkax gaHHON paboOThl, pa3yMeeTcs, HEBO3MOXHO MOJHOCTbIO OXBATUTH BCIO
JUTEpATYypy MO  KPUCTAUIM3AIMU  MOJHUMEpPOB, OJHAKO  Mbl  IOIBITAEMCS
CKOHIICHTPUPOBATHCS HA pabOTax, OCBEIAIOIIUX CaMble BaKHbBIE aCIIEKThI ATON 00JIacTH.
B nanHoM paznene OyayT pacCMOTPEHBI OCHOBBI TEPMOJMHAMUKH KPUCTAIA3AIUU
MOJINMEPOB U OMHUCAHBl BO3MOXKHBIE CITOCOOBI MOJYYEHHS] YaCTUYHO-KPUCTAITMYECKUX
MOJIUMEPHBIX  CTPYKTYyp. Kpome Toro, OyayT [A€TaJbHO ONUCAaHBI  MOJICTH
CTPYKTYpOOOpa30BaHus B MPOLIECCe KPUCTAIM3AIMH [TOJIMMEPOB U3 pacijiaBa, Tak Kak
UMEHHO TaKWM METOJOM OBUIM TOJIYYCHBI IKCIIEPUMEHTAJIbHBIE OOpa3Ibl B JAHHOMN
pabore. B KoHIle TaBel MPUBEAEHBI HEKOTOPHIE TOJOXKEHUS KJIACCMUECKOW MOJIENH
ABpamMH, 4YacTO HCIHOJIB3YeMOM IS KOJMYECTBEHHOTO OMHUCAHUS KUHETHUKU
KPUCTAJUTM3AIMH IOJTMMEPOB, a TakXKe 0oJiee MopOOHO pacCMOTPEHbI C(HEePOTUTHUECKUE
CTPYKTYpBI, 00pa3yroluecss Npu KpUCTAUIM3ALUU OOJIBIIMHCTBA JITMHHOLIETOYEYHBIX

MOJIUMEPOB.

1.1 TepMoamHaMHKA KPUCTANIU3ANUM U NJIABJIEHHS MOJTUMEPOB.

Tonpko w3 cooOpakeHMH TEPMOAMHAMHKH MOXHO 3aKJIIOYUTH, YTO KPHUCTAJLI
uMeeT OoJiee HU3KYI0 BEJIMYMHY CBOOOJHOM 3HEPrMM MO CPABHEHHUIO C >KUIKUM
COCTOSIHMEM (TIPU TEMIIepaType HIDKE TEPMOAMHAMUYECKON TOUKM TuIaBieHUS T,°) B
cily4ae OECKOHEYHO AJIMHHOTO KPUCTAJLIA C OOJIBIION MOJIEKYJIIPHON Maccol oJIuMepa.
Ha pucynke 1.1 cxematudecku n300pakeHO M3MEHEHHE cBOOOmHOM sHepruu ['mb6ca
(AG) s KUOKOWM W KPUCTAIUTMYECKOW (pa3bl B 3aBHCHMOCTH OT TEMIIEPATYPHI.
HeobxoaumbiM (HO HE TOCTATOYHBIM) YCIIOBHEM JTFOOOTO CaMOITPOU3BOIHHOTO (Ha30BOTO
npeBpalieHus (715 U30TEPMUYECKUX U M300apHBIX IPOLIECCOB) BISAETCS OTPULIATENIbHAS
BenuunHa AG. OOpa3oBaHuMe KPUCTALUIMYECKONW (a3bl BEACT K YHOPSIOYCHHIO
MOJIMMEPHBIX IIeTe ¥ MOHMKEHUIO CBOOOTHOW PHEPTUU CHCTEMBI IPU TeMIlepaTypax

ke T,°.
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Takum o00pazom, mporiecc (GOpMUPOBAHUS KpUCTAUITMUECKOW (a3pl  mpu
TeMIIEpaType HIKE pPaBHOBeCHOM Temmeparypel 1uiasienus (Typ)'  Oymer
CaMOIPOM3BOJILHBIM, TOT/Ia KaK OOPATHBIN MPOIIECC — IUIABJICHUE — T.€. (GOPMUPOBAHKE
XKHUIKON (as3pl, OyneT camMOIPOU3BOJIBHBIM TIpU Temiieparype Bbiiie T,,. B cBo
ouepeilb, B TOYKE IUIABJICHUS HAXOJUTCS TOYKA PABHOBECHUS MEXKAY JKUIKOH U

KpUCTaJTMUecKoi ¢dazaMu, pu KoTopoil AG = 0 B 000MX COCTOSTHUSIX MOJIUMEPA.

a) ! 0)
]

S/H/V

Pucynok 1.1 — TloBeaenue TepMoguHaMUIEeCKUX (DYHKITUN B OKPECTHOCTH PaBHOBECHOM
TeMIepaTyphl IJIaBJIeHUs: a) cBoOoAHas »Heprusi ['mb6ca; 0) >HTpOINHUs, SHTAIBINS U
o0BeM.

B ciydae nnaBieHus Ipu MOCTOSIHHON TemmepaType Ty, -

AG= AH—TAS =0uT =T (1.1
AH, H.—H

T, = ASf= S’*‘_S“p (1.2)
o Sk~ Swp

Takum o00pa3om, H3MEHEHHUS OHHTAIBIUU U DHHTPONHH OYAYT ONpEIeNiTh
PaBHOBECHYIO TEMIIEPATYPY ILJIABICHHS KPUCTAJUIOB MoJauMepa. BuiHo, 4To yBennueHue

sHauenuss AH; Breder K yBenudeHuro Ty, OJHAKO CTOMT OTMETHTh, YTO 3a4acCTyrO

JOMUHHUPYIOIIUM B ONpEACICHUN 3HaUeHUs T, SIBJISIOTCS SHTponuiHbie 3G ¢dexThl. B

! B 1o Bpemsa kak T,° sBIseTcs TEMIEPATYpOil IUIABICHMS OECKOHEYHO IJIMHHBIX KPHCTAIIOB IONHMEpPA C
0GeCKOHEUHOMN MOJIEKYIISIPHON Maccoi, Typy MpecTaBiisieT cO00i TeMIepaTypy IiaBieHus OECKOHEUHO JJIMHHBIX KPHUCTAILIOB
nojmMepa ¢ KOHEYHO# MoJIeKyIIsipHOl Maccoit. B ciydae M — oo, T2 - T,°.
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Tabmune 1.1 npuBenensl 3Hauenus Tp,, AHy u ASy JI HEKOTOPBIX HOJIUMEPOB IS

JIEMOHCTpAIIMH 3aBUCHMOCTEH MKy HUMHU [1].

Tabmuua 1.1 — 3navenus Ty,, AHy u AS; s HEKOTOPBIX HOaKUMEpPOB [1].

IHoaumep T, (°C) AH, ([l}i{ /Moﬂb) AS; ([[;K /K . MOJIb)
[MommyTuinen 137,5 4.020 9,8
[Tomu(1,4-nuc-u3onpen) 28 4,390 14,5
[Tonu(nexameTuneH 80 50,200 142,3
cebakar)

[Tonu(nexameTuneH 69 41,840 121,3
alerar)

ITonu(nexameTuieH 216 34,700 71,1
cebakamu)

[Toau(nexameTuneH 214 36,800 75,3
areTaMu/I)

Kak mokasano B Tabmuue 1.1, y nmommamumoB npu MeHblieid Benuumne AH
Temneparypa Ty, BbIIE B CIEACTBHE Oosee HM3KOM Benuuunbl AS. JlanHOoe HH3KOE
3HaueHue ASy 00yCIIOBICHO HU3KMM 3HAYEHHEM Sy JUIS aMUJIOB B JKMIKOM COCTOSHHH,
YTO B CBOIO oOdYepeab OOYCIOBJICHO HAJIWYHUEM BOJOPOAHBIX CBSI3E€H, a TaKxKe
MOBBIIEHHOM KECTKOCTHIO MTOJTUMEPHBIX LIETIEM.

3anumem n3meHnenue sHeprun [ mboca kax

dG = VdP — SdT, (1.3)
rne V u S — o6beM u sHTpomus ¢a3bl COOTBETCTBEHHO; IOCIIC YErO BO3BMEM

YaCTHBIC ITPOU3BOAHBIC I10 Pu T, IMOJIYUHM:

(%¢/ aT)p ==s u (%) =v as

Ha pucynxke 1.1 moka3aHo u3aMeHeHHE TaHHBIX BEJIMYHUH C POCTOM TeMIIepaTyphl B
UJICaTM3UPOBAHHOM Cllydae NpH PaBHOBECHOW TemmepaType miasieHus T,. [lepBbie
MIPOU3BOJIHBIC AHEPTruM [ MOOca moka3pIBalOT 00pa3oBaHUE CTYNIEHBKH B TOUKE (Da30BOro
nepexojia, 4YTO CBHUJAETEILCTBYET O (pa3oBOM mepexoie mepBoro poja. Jlanubie
COOOpakKeHMsI OCHOBBIBAIOTCS HA CHJIBHO YIPOIIEHHON Monenu (mpu GpopMUpOBAHUU

MaKpOCKOMMYECKUX KPUCTAJUIOB) M pPAacCMaTpUBAIOTCA TOJBKO C TOYKUA 3PEHUS
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TEPMOJMHAMHUYECKUX OTpaHUUYEHUI, He Oeps BO BHUMaHUE KUHETHYECKHE I(PPEKTHI,
dbopMy U pazmep 00pa30BaBIINXCS KPUCTAILIIOB, UX UCTHHHYIO IPUPOTY U MOP(OJIOTHIO.
OnHako, Kak OyJeT MOKa3aHo Jajiee, MIMEHHO JJaHHbIE ()aKTOPBI MOTYT CTATh KIFOYEBBIMU
pu U3yyeHuu (Ha30BbIX MEPEXO0B B MOJIMMEPax, a BOMPOCHI, KacarolIrecs MpoIeCCOB
(dopMHUpOBaHUS M TUIABJICHHUS YaCTUYHO-YIOPSIOUYEHHON MOJIMMEPHON CTPYKTYPBHI, J0
CHX TIOp aKTUBHO OOCYKJIatOTCSA YUYEHBIM COOOIIIECTBOM.
1.2 Kpucramimsanus noJJuMepoB: peajbHasi MUKPOCTPYKTYPa M MOJIeJIN
[Iporueccrl kpucTaIIN3aluy NOTUMEPOB MOKHO Ipy0O pa3AeauTh Ha 3 TPYIIIIbIL:

1) kpuctammM3anys B Mporecce moIuMepu3alny,

2) OpUEHTAIMOHHAS KPUCTAIUTA3AIINS;

3) KpuCTaJUIM3aIMs U3 paciiaBa Wil PacTBOpA.

Kpucmazmus*auuﬂ 6 npoyecce nojaumepuzauuu

B nanHOM ciydae monmmepu3alysi 4acTO COIMPOBOXAAETCA (OPMHUPOBAHHEM
MaKpOCKOIIMYECKHX OTIENBHBIX MOJIMMEPHBIX MOHOKPUCTAIOB [2], WTO B Ipyrux
YCIIOBHSIX SIBJISIETCS] YPE3BBIYAMHO pEAKUM sABiIeHHEM. [Ipu Takom mporecce MOHOMEPBI,
oOpa3ymollie KpUCTaJl, MOTYT OBITh COEAMHEHBI B LEMU IyTeM TBepAodasHou
HOJIMMEPU3ALMN C COXPAHEHUEM CTPYKTYPbl MCXOJHBIX «MOHOMEPHBIX» KpPHUCTAJIOB.
«OOBIYHBIN» TOJUMEPHBIN KPUCTAIL, T.€. KPUCTAJI KOHEYHBIX Pa3MEPOB, MOJy4aeTCs B
XOJI€ XUMUYECKUX PEaKLUil Ha rpaHule a3 *KUAKOCTh/TBEPAOE TEJIO WU Ta3/TBEPIOE
TEJO, a HE BCJIEACTBUE U3MEHEHUS (PU3NYECKOTO COCTOSHUS BEILECTBA, KaK B ClIydae
TUIAYHOTO TIporecca Kpuctaumsanuu [3]. Koneunsie cBolicTBa c(hOpMUPOBABIIHXCS
KPUCTAJIJIOB MOTYT OBITh OUYE€Hb MHTEPECHBIMM, K IMPHUMEPY, KPUCTAILIbI NOJUTHA3UIIA
(pucyHok 1.2), noigy4yeHHbIE JaHHBIM METOJIOM, POBOJAT JIEKTPUUECKHUI TOK MTOA00HO
METajulaM BJIOJIb OCH, COHAIIPaBJIEHHOW C HANpPaBJICHHEM OPHEHTALMU MOJIUMEPHBIX
LENel, a TaKkKe MEePEXOAIT B CBEPXIPOBOASILEE COCTOSHUE NPU 3HAUYUTEIBHO HU3ZKUX

Temreparypax [4].
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Pucynok 1.2 — Ilpumep MakpOCKOIMHYECKOTO MOHOKPHCTAJJIA, IOJYYEHHOTO IPH
KPUCTAILIU3AIIH B X0JI€ TTOJIMMEPH3aIH IMoInuTHa3mia [2].

MexaHu3M JaHHOTO nponecca MOKET IMPCACTABIATH coOoi IIoCIaca0BaTCIIbHO
MMPOTCKAarOIMEC IMTPOUCCChI ITIOJIUMCPU3AIUN U KPUCTAJUIM3allH, KaK ITIOKa3aHO Ha PUCYHKC

1.3 (a), a Takke OZHOBpEMEHHBIC MPOLECCHl MOJIMMEPU3ALNN U KPUCTAIU3ALUU

(pucynok 1.3 (0)) [4].

Pucynok 1.3 — MexaHu3Mbl KpUCTAJUIM3AIMM TOJUMEPOB: (0) MOIMMepu3anus c
HOCIEAYIOLEN KpUcTauIn3alyen 1 (a) KpUCTaJIIM3alus B IPOLECCE TOIMMEPU3aLlUU.

B nmnepBoMm cilydae TNEpBUYHBIE W BTOPUYHBIC CBSI3M YCTaHABIIMBAKOTCS
OJIHOBPEMEHHO, B TO BpEMs KaKk B JAPYTOM CJy4dae IPOLECCHl IMOJIMMEPU3ALUU U
KPUCTAJUIM3AI[MN MOTYT OBITh pa3/ieleHbl U O3TOMY YYaCTKH HE3aKPUCTAJUIM30BAHHBIX
IOJIMMEPHBIX CETMEHTOB OIPENEISAIOT MHOTHE Ba)KHBIE CBOWCTBAa C(HOPMHUPOBAHHOU
CTpYKTYpHI [4]. B To Bpemsi kak MakpOMOJIEKYJISIpHAs KPUCTALTU3AIUS UMEET MECTO

JMIIb MPY KPUCTAJUIM3AIMHU U3 paciulaBa WIKA U3 pacTBOPa, KPUCTAILIM3ALIUS B POLECCE
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NOJIUMEPU3AIINHI MOXKET MPOTEKaTh U3 (pa3bl MOHOMEPA, HAXOASIIEr0csl B ra3000pa3HOM
WIN KOHJIEHCUPOBAHHOM COCTOSHUU. Takke UMEHHO TaKUM 00pa3oM MOXKHO IMOJIYYUTh
KPUCTaJUIBl CO CKJIAQQ4aToOM CTPYKTYpOH TMIpU TeMIlepaType HUXKE TeMIlepaTypbl

CTEKJIOBaHHUA (K IIPUMEPY, Ul nonu-napa-kcununena Ha 100 °C nmke Ty).

ODueHmaquHHaﬂ Kpucmauiuzayusi

OnHoit U3 0cOOEHHOCTEH MOIMMEPOB SBISIOTCS WX YHUKAIbHbIE MEXaHUYECKHUE
CBOICTBa, B YAaCTHOCTU CIIOCOOHOCTb BBIJEPKUBATH OONbIINE HAMPSHKCHUS WIN
neopmanuu. Kak npasuiio, B Xo/1€ pacTsbKEHUS IOJIMMEPOB MMPOUCXOAUT paclpsiMIICHUE
NOJMMEPHBIX IeNel U3 WX COCTOSIHMSA ¢ Hauboliee BepoATHOW KoH(popmaiuei u, Kak
CJIEJICTBUE, IMEET MECTO YMEHbIIICHNE KOHPUTYPALIMOHHON SHTponHH. TakuM o0pa3om,
IpY TOCTOSHHO JIEHCTBYIOUIEM HANpSIKEHUU MEPeXo]l B KPUCTAUIMYECKOE COCTOSHHE
OyJeT COMNpPOBOXKIAThCS MEHBbIIEH 3aTpaTod HSHTponuu. B CBOWO oyepeab JaHHOE
YMEHBIICHNUE SHTPOIUH IIJIaBJICHH MTOBBIIIAET TeMIIepaTypy iasiaeHus (hopmyna 1.2).
Takoli a¢pdexkr Xopomo AEeMOHCTPUPYIOT 0Opas3lbl HATypajJbHOIO Kaydyka H
NOJMU300yTHIIEHA: OHM YPE3BBIYAWHO JOJT0 KPHUCTAJUIM3YIOTCA TPU HOPMAIbHBIX
YCIOBUSAX, OJHAKO IPH PACTSHKEHUHM CKOPOCTh KPUCTAJUIM3ALMU  3HAYUTEILHO
BbIpacTaeT. CTOUT OTMETUTH, UYTO TMPOILIECC OPUEHTAIMOHHON KpHUCTAJUIM3AlMA B
MOJIUMEPAX BEAET K CHIKEHUIO COKpAIIAlOIIel CHIIbI, KOTOpasi BOSHUKAET B CUCTEME B
OTBET Ha pacTshkeHue. JlaHHbI akT MOXKeET ObITh O0BSICHEH TEOPHEN KayqyKOIOoJ00HOH
3IIACTUYHOCTHIO, B COOTBETCTBHM C KOTOPOW CHJIa, AEMCTBYIOIAs HAa (PUKCUPOBAHHBIC
KOHIIBI LIeN, 00paTHO MPOMOPIHMOHAIBFHA YHCIY CTaTUCTHUECKUX DJIEMEHTOB LIETIH U
pPacCTOSIHMIO MEXAYy KOHIaMH Ienu. Ha pe3ynbTUPYIOIIyI0 COKpAalarollylo CHIIY
BJIMSIIOT JIUIIb aMOP(HbIE yYaCTKH, OCTaBIIMECS TIOCTIE BKIIIOUEHUS 1IeTIel B KPUCTAJIIUT,
pa3Mep KOTOPBIX JIMIIb YMEHBIIACTCS B JaHHOM ciydae [5]. [laHHBINA mporecc MOXKeT
ObITh OINHUCAaH Kak pacTsDKEHUE MIJIUHHBIX TOJMMEpPHBIX Iene u (opMUpoBaHHE
GubpuIIApHBIX KpHUcTauioB. MHora opMupoBaHue Takoi BOJIOKHUCTONH MOp(hOoI0TUn
COIIPOBOXKIAETCS TOCIEAYIOUMM (POPMUPOBAHMEM AMUTAKCUATBHBIX KPUCTAITMYECKUX
CJIOEB Ha HMCXOJHBIX BOJIOKHAX, YTO MPUBOAMUT K MOSIBICHUIO CTPYKTYPHI THIA «IIIHII-

Kke0aby, Kak MoKa3aHo Ha pucynke 1.4 [6, 7].
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Pucynok 1.4 — Cxemarudeckoe mpecraBieHre 00pa3zoBanue MOpQhOIOTUY THIA «IIHII-
ke0aby Mpu OPUEHTAITMOHHON KPUCTAIIITU3AIUH.

Pucynok 1.5 — MukpodoTorpadguu Mmopdoaoruu Tiuna «muii-ke6ad», noaydeHHON mpu
KpUCTAIUIM3AIUH ou3THiIeHA [7, 8].

Bo mHOrHX paboTax BHEIIHUE KPUCTAJIUTHI TUIA «Ke0ab» OMucaHbl Kak 00JacTh
co ckimamuaTol MOpQOJIOTHEH, HE3aKPUCTAUIM30BAHHBIC B XOJ€¢ OpPHUEHTAIlWH, a
HayaJbHbIE  BOJIOKHHCTBIE  CTPYKTYPbl,  «IIWIIN», HUIPAIOT  pOJIb  LIEHTPOB
3apojplieoopazoBanus (mykieanuu) [9, 10, 11]. MuTepecen ToT (akT, 4TO B POJIH
[ICHTpa HyKJCAIMH BHICTyMaeT (YaCTUYHO) BBITSHYTHIC MOJUMEPHBIC IEMH, U ¢ TOYKH
3peHUs] TEPMOJUMHAMUKHM CYyIIECTBYeT Oojee mpeAnoyTuTenbHas Qopma s
KpUCTAJUTM3AllMU B BUJIEC BBITATUBAaHUS 1ieneid. OaHaKko, HECMOTPS Ha 3TO, UMEET MECTO
MMEHHO TIPOIIECC CKJIaAbIBaHMS Tenel 1 POpMUPOBAHUS CKIIATIATON KPUCTAILTUIECKOM
CTPYKTYphl. JlaHHBIN (akT sBISE€TCS OAHUM M3 apTyYMEHTOB B MOJIb3y KUHETUYECKUX
TEOpHiA, OMHUCHIBAIOIIUX MOJEIN KPUCTALIU3ANNKN TOJUMEPOB ¢ (opMUpoBaHUEM

ckaamauaTeix CTpykTyp [12]. JlamenspHble «ke0aObD» OOBIUHO PACIIONIOXNKECHBI BJIOJIb
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BBITSIHYTHIX Ilereii Ha paccrosaum oT 200 10 1000 A npyr ot apyra. Hexotopsie paGoTs!
CBUJIETEIBCTBYIOT O TOM, YTO CKOPOCTh pOCTa KPUCTANIOB B HaIpPaBJICHUM,
NEPIEHANKYJIIPHOM OCH PACTSKEHUs, HE 3aBUCUT OT CTEIIEHHU U CKOPOCTH PAaCTSKCHUS
matepuana [11, 13, 14]. Kpome Toro, B HAy49HO JINTEPATyPE OMUCHIBATIOCH, UTO «IITUILIN
COCTOSIT W3 TOJIMMEPHBIX IIeTel ¢ OOoJbIIeH MOJEKYIIPHOM Maccod, a Takxke, 4To
CYILIECTBYET MUHUMAaJIbHAS JJIMHA LIENU, HeoOXoauMas sl pOPMHUPOBAHUS CTPYKTYpPBI
notooHoro THMa [15].

KDMCWICUZJZLBCZMM}Z Uus pacnjiaea uiu pacmeopa.

Kpucrannmmszaius ruOKUX MaKpOMOJIEKYJI C BBICOKOW CTENEHBIO PETYISIPHOCTH
MOKET MPOTEKAaTh MPHU OOBIYHBIX YCIOBUAX M3 paciuiaBa WM PAacTBOpa, KaK B CIIydyae
CHHTE3MPOBAaHHBIX, TAK ¥ B CIIy4ae HATypalbHBIX MOJUMEpPOB. J[aHHBIN (akT, 4To B
MOJIUMEpax, TakKe, KaKk U B HHU3KOMOJICKYJSIPHBIX BEIIECTBAX, MOXKET HAOIIOAATHCS
Hamuuue OONBIIOTO TMepuojia W YINOPSIOYCHHE B KPUCTALIUYECKHX O00IacTsIX
0O0CyXKJaeTcsi HaydHbIM COOOIIECTBOM YK€ OKOJIO Beka. Eciam TOBOPHUTH TIPo
TPaJAWIIMOHHBIE  METOJbl  aHAJM3a  YaCTUYHO-KPHUCTAJUIM30BAHHBIX  TOJIMMEPOB,
KPUCTAIIM3AIUS U3 PACTBOPOB JaeT OOJbIIe BO3MOXKHOCTEH NSl (yHIaMEHTaIbHBIX
CTPYKTYPHBIX HCCIEIOBaHHM, TaK KaK B TaKOM CJIy4ae MOXXHO JIETKO H30JIUPOBATh
OTJICTbHBIE KPUCTAIUTHL. B CBOIO ouepenp, MpH U3YYCHHUH OOPa3IOB IMOJIMMEPOB,
3aKpUCTAIIIM30BAaHHBIX M3 paciijiaBa, TpeOyeTcs oOpamaThes K OoJiee crenuduaeckum
METO/IaM aHaJln3a, 0 KOTOPBIX Oy/IeT TOBOPUTHCS Jajee.

[Iporeccer HyKJI€ayu, pocTa, a Tak)Ke KMHETHKA KPUCTAITU3AIIMHU TIOJTMMEPOB U3
pacruiaBa mpeCcTaBisieT MHTEpEC Kak ¢ GyHIaMEHTAIBHON, TaK U C MPAKTUIECKON TOUKU
3peHus. 3a MOCJIETHNE HECKOIBKO JIECATKOB JIET OBLIN MPE/I0KEHBI HECKOJIBKO MOIeTIeH
KPUCTAJUTH3AI[UH, HEKOTOPHIE U3 KOTOPBIX OyIyT omucaHbl gajgee. CTOUT OTMETHTh, U4TO
BCE OHU JI0 CHUX TOp HHTCHCHUBHO OOCYXTAIOTCS HAYYHBIM COOOIIECTBOM. MOKHO
BBIJICIIUTH JIBa THMa MOp(dOJIOruii, 00pa3yromuXxcs B XOJ€ TAKOW KPUCTAJUTA3AINH:
MUIEIUIIPHAS. MOJICIIb M JTJaMMeIIpHbIN T Mopdosoruu [12]. B cBoto ouepes, pasHbie
JaMesuIaIpHble  MOPQOJIOTHH OTJIMYAIOTCS MEXKIYy CO0OM XapakTepoM CKJIag4aToin
CTPYKTYPBI, KOH(pUTYpalield TMOJUMEPHBIX METeH B JaMEIUIAPHBIX MavKaxX, HaTHIHeM
MepexXoaHBIX 00JACTEN MEX Ty KpUCTaUIMYecKor u amopdHoi dazoii, u T.1.
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1.3 Mojaean KpUCTAJVIU3AIUH MOJMMEPOB U3 PACIVIABJIEHHOI0 COCTOSIHUA

baxpomuamas muyennapnas MOo0ejlb

I'epman, ['errpocc u AOHI] BIIepBbie OMKMCHIBAIM JaHHYIO Mojeiab B 1930 r. [16]
U1 OOBSICHEHHSI CTPYKTYpOOOpa30oBaHMsl KelaTuHa, KoTopas faiee Oblia paciiupeHa
®mopu [17, 18, 19]. Moxens Oa3upyeTrcss Ha NPEINOJOKEHHH, YTO IOJMMEpPHBIC
CEerMEHTBhl  BBIIPSMIIAIOTCS M BBICTpaWBalOTCA C  0Opa3OBaHMEM  JIOKAJIbHBIX

KpUCTAJUTMYECKUX 00JIacTel, Kak MmoKa3aHo Ha pucyHke 1.6.

Pucynox 1.6 — bBaxpowuamas wmuuennspras wmoxaenb l[epmana u [enrpocca
KPUCTAIIM3AIUH MOJIuMepoB [16].

JlaHHBIE 00JIACTH MOTYT Jaliee pa3pacTaThCs B HAMPABICHUIX TOJTMMEPHBIX IIeTIeH
NyTeM MPUTATHUBAHUS K cebe MPUIIETAIoONINX CErMEHTOB IMOJIMMEPHBIX LEMeH, yxke
ABJIAIOIIMXCS YacThlO KpHcTayuinTa. bokoBoe paspacTaHue AaHHBIX KPUCTAJUTMYECKUX
obmacTeii Takke MOXKET OBITh CIIPOBOIIMPOBAHO MPUCOCTUHEHNEM CETMEHTOB COCETHUX
MOJIMMEPHBIX LIETIeH, OTHAKO U3 POCT JINMUTUPOBAH HAJMUYKUEM 3alleTUICHUI TOJTUMEPHBIX
HeTel B OKpYysKarolen kpuctamui amopdHoit ¢gaze. JlanHas MOENb YCIEIIHO 00BsICHSIIA
TOT (haKT, YTO TUIOTHOCTH 3aKPUCTATU30BAHHBIX MOJIMMEPOB MEHBIIE, YeM OKUIACTCS
U3 COOOpaKEHUH TUIOTHOCTH UX 3JI€MEHTApHOU SAUYEHKH, a TaKKe, Hanndue AU Qy3HOro
IUKa PACCESTHUS B SKCIIEPUMEHTAX 110 PEHTTEHOBCKOMY PaCcCesHUIO.

Kputnka oOIIHOCTM NaHHOM MOJAENM Haudajach C TMOSIBICHUS JOKAa3aTEIbCTB
o0Opa3oBaHMs B MPOLIECCE KPUCTAUIM3ALMU CTPYKTYpP MOJ Ha3BaHHEM «C(HEPOTUTHD).
®akT BO3HUKHOBEHHUS JAaHHBIX CPEPUUYECKH CHUMMETPHUYHBIX CTPYKTYp HE MOT OBITh
OOBSICHEH MPHU IMMOMOIMU MHIEIUIIpHON Moxenu kpucramumsanuu [20]. Kpome Toro,

HCCJIICAOBAaHUA C IOMOIIBIO HOHHpHSaHHOHHOﬁ ONTUYECKOMN MUKPOCKOIINH ITOKa3aJIn, 4TO
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B OOJIBIIMHCTBE CIy4aeB TMOJUMEpPHBIE Iemu B CHEpouTax MPEeUMYIIECTBEHHO
BBICTPAMBAIOTCS B TAHTCHIIWIBHBIX HarpaBieHusx. HecMoTps Ha TO, 4YTO OBLIH
NPEANPUHATH TIOTBITKU OOBSICHEHUS BO3HUKHOBEHUS C(EpPOJUTOB MPHU MOMOIIH
MUILICIUIIPHON MOJENHN KPUCTAJUIM3AINKU, BCE OHU ObLUIM OTBEPTHYTHI B MOJIb3Y MOJIEIU
CJIOKEHHBIX LIETIeH B TaMeIuIIpHOU cTpykType [21].

ﬂaMe]l]Z}ZDHCl}Z MOOeb

Ha cerognsmawmii 1eHh OOMENPUHATEIM CUUTAETCS, YTO OOJIBITUHCTBO MOJIMMEPOB
KPUCTAJUIM3YIOTCS. M3 paciulaBa WJIM M3 PacTBOpa C 0Opa3oBaHUEM JaMEJUIIPHON
CTpyKTyphl. IlepBoe J0Ka3aTeNbCTBO CYIIECTBOBAHUS JaHHOW CTPYKTYpbl OBLIO
npuBerieHo B paborax Crtopkca B 1938 1. [22], B KOTOPBIX OMUCHIBAIOTCSI PE3YIIBTATHI
AIIEKTPOHHOM Ju(dpaKIMK, MOKa3bIBAIOIINUE, YTO JUIMHA TOJMMEPHBIX ILerneil ropasio
OOJBITIE TOJIIUHBI UCCICAOBAHHBIX IJICHOK, YTO HATAJIKWBAET HA MBICIH O CJIOKCHUU
MOJMMEPHBIX IIEeMeH ¢ JanbHEHIIUM O0Opa30BaHUEM CKJIAA4aTOM yHOPSA0UYCHHOU
CTPYKTYphl. AHAJOTUYHBIE JKCIEpUMEHThl ObutM mocTaBieHbl lllnecunrepom u
Jlumepom B 1953 1., HO C WuCHONB30BaHUEM pePpPaKTOMETPUM U ONTUUYECKOMN
mukpockormu  [23]. OnxHako CTOMT OTMETUTh, 4YTO JIaMEJUIPHAs MOJCIb
KPUCTAJUTM3A[MN Hayaia HaOMpaTh MOMYJIAPHOCTD JHIIb ¢ 1955 r. mocne mybnukanuu
padoT Mo KpUCTAUIM3AIMK MoJMITHICHA [24, 25, 26]. CxemaTHueckoe MpecTaBlICHUE
JaMEJUIAPHON KPUCTAITMYECKON CTPYKTYPBI CO CIOKEHHBIMU IETNSIMU MTPEICTABICHO Ha

pucyske 1.7.

Pucynok 1.7 — CxemaTuyeckoe n300paxeHue JIaMeJUISIPHOU CTPYKTYpPBI C PETYJISPHO
CJI0’KEHHBIMU LETISIMHU.

B oOmem cnyyae kpucramzanmus ¢ (OPMUPOBAHHMEM  OTIEJIBHBIX
MOHOKPHUCTAJIJIOB HAOJIIOAaeTCsl MPU KPUCTAJUIM3ALMK IOJIMMEPOB U3 pa30aBIEHHBIX

pacTBOpoB. OHAKO, B ClIydyae KpUCTAJUIM3ALUMU U3 KOHIEHTPUPOBAHHBIX PACTBOPOB MJIU

22



U3 PACIUIaBICHHOTO COCTOSHUSI OOHAPYKMBAIOTCSI OOJI€e CIOKHBIE HAIMOJEKYIISIPHBIC
CTPYKTYpPBI, TaKHE€ KaK JEHAPUTHI, aKCHATUTHI U CHEPOIUTHI, KOTOphle (GOPMUPYIOTCS
pacTyIIMMU B paJuaJIbHBIX HAMPaBICHUSAX JJAMEJUIIPHBIMU CTeKaMu. MHOTOYHCIICHHbIE
HKCIIEPUMEHTAaJIbHbIE HAOMIOCHUS JaHHBIX CTPYKTYp MPHUBEIU K TOMY, YTO BOIMPOC O
MEXaHU3ME yMaKOBKU IMOJIMMEPHBIX LIEeNei B KPUCTAJUIMYECKYIO JIaMellb CTall OTHUM U3
[EHTPAJIbHBIX B MOJMMEPHON Hayke. B cBS3u ¢ 3TUM, OBUIO MPEASIOKEHO HECKOIBKO
MoJeJe  CKIaAblBaHHUA TMOJUMEPHBIX Lened ¢ o0pa3oBaHMEM  YACTHYHO-
KPUCTANTNYECKON CTPYKTYPHI.

Cxema MoOJenM HEPETYJIAPHOTO CKJIaJbIBaHUS IENeil (Tak Ha3blBaeMas MOJEIb
KOMMYTAaTOpPa), BIIEpBbIe NipeioxkenHon dnopu, npencrapinena Ha pucynke 1.8 [18, 27,
28, 29]. BepxHsisi U HWXKHSS TPAHMIIBI JIAMEIIA COCTOSAT U3 CKJIAJIOK Pa3HbIX Pa3MepoB,
KOTOpBIE€ U GOpMUPYIOT aMOp(hHYIO Pa3zy MKy KpUCTATUNIECKUMHU JamensaMu. Kpome
TOTO, JAHHbIE CKJIAJIKU MOTYT U BOBCE HE ()OPMHUPOBATHCS, IIPU TOM BHITSIHYThIE YYACTKH
MOJIMMEPHON 1enmu OyayT TJIOTHO YHaKOBaHBI B HECKOJBKHX COCEIHUX JaMelsx, a
OCTaBIIHMECS 3alleTJICHHbIE YYacTKH OyIyT BXOAUTH B amopdHble obnactu. [Ipu stom
BEPXHSISI U HUKHSIS IOBEPXHOCTHU JIaMeJiel MpeACTaBiIsioT coooit muddy3Hyro rpaHuily —
3HaYEHHUE UX IUIOTHOCTU HAXOJUTCS MEXAY TAaKOBBIM y KPUCTAILUIMUECKON U aMOp(HO

dazamu.

e

Pucynok 1.8 — Cxema HeperyasipHON MOJIENH CKJIAJIbIBaHUs IIETeH, MOKa3bIBaroIas
MOBEPXHOCTH JlaMeJiel M MEXKJIaMeJUIApHbIA aMopdHBIM cioi, chopMUpPOBAHHBIN
CKJIQJIKAMU Y HEPACTPSMIICHHBIMUA CETMEHTAMU MOJUMEPHOM LETIH.

B cBoto ouepens Mozenb GopMHUPOBAHUS JTaMEJIEH C PETYISIPHBIM CKJIaIbIBAaHUEM

LEeNEd MMEET HECKOJIBKO pa3sHOBUAHOCTEU. K mpumepy, naeanu3upoBaHHas MOJEIb C
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IJ1aIKOM MOBEPXHOCTHIO JaMeliel, MpeIcTaBiIeHHas Ha pucyHke 1.9, xapakrepusyercs

YEeTKOM TpaHUIel MeX Ty KpucTaiumueckoi u amopduoit dpazamu [30].

Pucynok 1.9 — WpeanusupoBaHHass MOJENb CKJIAAbIBaHUS Lienedl ¢ oOpa3oBaHUEM
IJ1aJIKOM MIOBEPXHOCTH JIAMEIIEH.

Moaenp HEpOBHOM MTOBEPXHOCTH JIAMEJIEN MPEAIIOIATAET, YTO LETHU TOYHO TaAKKE,
Kak U B MPEIBIAYIIEM CIy4ae, CKJIAIbIBAIOTCSA B INIOCKOCTH POCTA JIAMEIU, HO MOTYT
MPOUCXOJUTh HE3HAUUTEIbHBIC BapUAIIUU JJIMHBI CIIO)KEHHOTO CErMEHTa MOJUMEPHOU
nenu (pucynok 1.10). Kpome Toro, mporieccbl MHOKECTBEHHON HYKJICAIuu U TE(PEKTHI,
oOpa3zyromuecst  Onmaromapsi  KOHIIAM  TMOJUMEPHBIX  IIeNed, TakKe  BHOCSAT

JOTIOJIHUTEJBHYIO IIEPOXOBATOCTh I'PAaHUIIBl pa3jiena KPUCTAUINYECKONM M aMop(HOI

das [31].

e

Wby Y

Pucynox 1.10 — Mogens ckiaapiBaHus Iiened ¢ oO0pa3oBaHUEM IIEPOXOBATOM
MTOBEPXHOCTH JIAMEJICH.

1.4 Tepmoaunamuka (pOPMHPOBAHUS CKJIAAYATON JAMEISIPHON CTPYKTYPBbI
Paznuynble TepMOAMHAMHUYECKHE TEOPUU ObUIM MPEAJIOKEHBI Al OObSICHEHUS
(opMUpPOBaHUA CKJIAAYATON CTPYKTYpPbhl C TOYKHM 3PEHHS MHUHHUMHU3ALHUUA CBOOOJHOMU
DHEPIUM NPU OIpPEAENeHHON ToamuHe Kpuctaiuia. K npumepy, llerepnun, @umep n

PCﬁHXOHBﬂ pa3pa60TaJm AHAJIMTUYCCKHUEC BBIPpAXKCHUA JJIA AJIMHBI U IICpHUOda CKHa,anTOﬁ
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CTPYKTYpBI TIOJIUMEpa, 3aKPUCTAUTM30BAaHHOTO NIPU ONpeAelieHHON Temmeparype [32].
OnHako, Hay4YHBIM COOOIIIECTBOM ObLIA IMPOKO MPHUHSTA ApYyTasi TEOpus, pa3paboTaHHas
Jlayputuenom u Xog¢dmaHom, aenarouias aKLEHT Ha KUHETHMYECKHUX acCHeKTax
npoIieccoB Kpuctamm3anuu noarumepos [30].

Kak yxe ObUIO Cka3aHO paHee, U3 OOIMMX TEPMOAMHAMMUYECKUX COOOpakKeHHUH
SICHO, YTO TOJMMEpHBbIE LENU IpU KPUCTAUIM3ALMU TEPEXOASIT B COCTOSIHHE C
MHUHHMMAaJIbHON cBOOOIHOM sHeprueit I'nbbeca (G). B cBorwo ouepenp, Ha pucyHke 1.11
IPEJICTaBICHbl TEMIIEpaTypHbIE 3aBUCUMOCTH CBOOOAHOM »dHepruum I['nbbca pns

pa3nuuHbIX ()a30BbIX COCTOSHUI MOINMEpa.

TO

nia

Pucynok 1.11 — 3aBucumocTth cBOOOAHOMW sHepruu ['mbOca OT TemmepaTypbl s
KHUJKOTO COCTOsIHUA TonuMepa (1), KPUCTAIIIMYECKOTO COCTOSHUS TIOJUMEpa Co
CKJIaTYaTON CTPYKTYPOH (2) ¥ C BBIIPSAMJICHHBIMU LIeTsiMU (3).

W3 mpuBeneHHOTO BhIlIE Tpaduka MOKHO 3aKIIOYUTh, YTO AJIS MOJMMEPHBIX
neneit 6yner 0oJsiee BBITOJHBIM BBHIIPAMUTCS (3) MPU OXJIAXKICHUU HIKE TEMIIepaTyphl
T, Koraa cBOOOHAS SHEPTHS TAKOTO COCTOSHHUS CTAHOBHUTCS HUXKE CBOOOIHON SHEPIUM
KUAKOTO cocTosHus. OgHaKo, TaHHBIA 001Ul rpaduK HE IPUHUMAET BO BHUMAHUE TOT
(akT, 4TO NMPOLECCY BHIIPSIMIICHUS NOJUMEPHBIX LIENIEH OUEHb CHUIIBHO MPEMSTCTBYIOT
3aleIICHNsT MaKpOMOJEKyld. B CBA3M € O3TUM, LEeNu IEepexomsaT B COCTOSHHE,
TEPMOJMHAMHUYECKH 00Jiee HEBBITOAHOE (2), OAHAKO 00Jiee BEPOSITHOE C TOUKU 3PEHMS

KHHETHYeCKUX 3(PhekToB. ITOT HAKT MOKHO OOBSICHUTH IpaduKOM, MPUBEIECHHBIM Ha
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pucyske 1.12, Ha KOTOPOM TTOKa3aHbI SHEPTETUUECKHE Oapbephl IPH TIEPEXO0IE TOJINMEpa

N3 JKUAKOT'O COCTOAHUA B HACTUIHO-KPHUCTAJNIMYCCKOC COCTOSSHUC.

G

© | Gew &
|‘|'”J“” C|5| m,inp

Pucynok 1.12 — CBobojHast 3Heprus, COOTBETCTBYIOWIAs >KHJIKOMY COCTOSIHUIO
nosumepa (Gyx), KpUCTAIIIMYECKOMY COCTOSHUIO MOJMMEpa CO CKIaA4aTol CTPYKTYpOu
(Gexn) 1 ¢ BompssMiIeHHBIMHA TETAMH (Gyunp), @ TaKXKe dHEpreTuyeckue Oapbepbl mpu
TIEPEeX0/Ie U3 OJTHOTO COCTOSIHUS B IPYTOE.

Kaxk BuaHO o pucysky 1.12, sHeprerudeckuii 6apbep npu nepexoje B COCTOSTHUE
C BBIIPAMIICHHBIMU LENSIMU BBIIIE, YEM MPU NEPEXOAE K CKIaa4aToi crpykrype. Takxe,
cBoOoaHast sHeprus ['mb0Oca B cilydyae CKIAA4aToil CTPYKTYphl BBILIE, YEM B Cllydae
COCTOSIHMSI C BBINPSMIICHHBIMU LEIMSMU, MO3TOMY JaHHbIE COCTOSIHUSI OYIyT HUMETh
pasHble TEMIIEpAaTypbl IUIABJICHUSA, Kak IOKa3aHo Ha pucyHke 1.11. JlanHble
CcoO0OpakeHHs MPUBOJIAT K TOMY, YTO HaOJI0/laeMast TeMIlepaTypa MIaBjIeHus: YaCTUYHO-
KPUCTAJUIMYECKOW CTPYKTYpbl ToJiuMepa OynerT 3aBUCETh OT JJIMHBI CKJIAJOK,
YIaKOBAaHHBIX B JIAMEIUIIPHOU CTPyKType. M3 3TOro MOXKHO 3aKJIIOYUTh, YTO TOJIILUHA
KPUCTAJUIMUECKUX  JlaMeJiel, TOJy4YeHHBIX [pU  ONpPENEJICHHON  Temmeparype
KPUCTAJUIU3AIUH, OyAYyT ONpeaenaTbcs HanOoiee ObICTPO paCTYLUIMMHU KpUCTAIIIAMH TIPU
JAHHOM TemIeparype, a He TeMH, KOTOpbIE SBIISIIOTCS HauOoliee TEPMOJAMHAMUYECKHU
CTaOMIJIbHBIMU.

Ucxons w3z dopmyn (1.1) m (1.2), mpuBeACHHBIX BBINMIC, MOXHO 3aIMCaTh
cBOOOAHYIO AHepruto ['mb06ca Kak cieayonyr GyHKIUIO0 TeMIIepaTyphl:
. AH (Tl'g'l - T)

AG To

(1.5)
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B cBowo ouepens maHHBId  (a3oBBIA  Tepexod  OymeT BO3MOXEH TpHU
MePEOXTKICHNUHN, OTIPEIETICHHOM, KaK

AT = (T% —T) (1.6)

Teopus Jlaypumuena-Xoddmana

VTBepmz{eHHe, 4dTO CKOPOCTHb pOCTa KPpUCTAJIOB IMPOIIOPHHUOHAIIbHA 3KCIIOHCHTC
-1 /
BCJIIMYHMHBI 06paTHOFO MNEPCOXTAKIACHHUA e AT CBUACTCILCTBYET O TOM, YTO

KPHUCTaJLTU3AIHS SBIISICTCA HPOLIECCOM, KOHTPOJIMPYEMBIM HyKJIeaIen
(3aponpimieobpazoBanreM). CyliecTByeT JABE IJIaBHBIX TEOPUH, NPUHUMAIOLIHE BO
BHUMAaHUE KUHETHKY KPUCTAUIM3ALUN MOJUMEPOB: «BTOPUYHAS TEOPHUS HYKIICALUN,
npeioxkeHHas Jlayputiuenom u Xoddmanom, u «dHTponuiiHas Tteopus» Caepa
(«Teopus mepoxoBatoir moBepxHocTu») [30, 31, 33]. XoTst 00e KUHETHYECKHEe MOJEIN
OCHOBBIBAIOTCS HAa BBIYMCIICHUU BEJIMYUHBI PHEPreTUYECKOro Oapbepa, (uznueckas
nOpupoAa JaHHBIX OapbepoB mpexanonaraercs pasHod. I[IpenmymiectBo Monenu
Jlayputuena-Xogdmana 3akiroyaeTcss B TOM, UTO B Hell OepyTcs BO BHHUMaHHE 00a
npoiiecca, TO €CTh KaK HyKJiealus, Tak U poCT KpUcTauioB. CTOUT TakKe OTMETUTH, YTO

B I[aHHOﬁ TCOPHUHU IMOBCPXHOCTD JIAMCIUIIPHOTI'O KpUCTAJLJIa CHUTACTCS FH&I[KOIZ.

Pucynok 1.13 — Moaens dhopmupoBanus Jamenu no teopuu Jlayputiena-Xoddmana,
JEMOHCTPHUPYIOIIasi TMPOIECCHl HYKJIGAllMd W POCTa CKJIQJI4aToro JIaMeJUIIPHOTO
kpuctamia. G TOKa3bIBaeT HaIpaBJICHWE OCHOBHOTO pPOCTa KpHUCTaIa, KOTOPOE
HaOMOaeTCs, HampuMep, B OKCIEPUMEHTaX C HCIOJIb30BaHUEM ONTHYECKOU
MHUKPOCKOIIMH, @ § — CKOPOCTh pocTa B OOKOBBIX HAmpaBlICHUSX. L COOTBETCTBYET
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IIMPUHE JTAMEJUIIPHOTO KpHCTaslIa, N — TONIIWHA JIAMETH, paBHAS JUTHHE OJHON CKJIAIKA
MOJINMEPHOM TIETH. Ge ¥ G — TOBEPXHOCTHBIC SHEPTHH BEpXHEH U OOKOBOW I'paHEH.

(1) (2) 3) (4) () (6)
Pucynok 1.14 — Cxema mnpucoeivHEHHMs NOJMMEPHOM WLENu K JIaMelld B XOJE
Kpuctam3anuu no Teopun Jlaypuruena-Xoddmana. (1) —monumepHas wLemnp c
3alericHusMe; (2) — YaCTUYHOE paclyThIBAHUE CErMEHTA IOJUMEPHOM IemH,

aKTUBUPOBAHHOE cOCTOsiHME (3) — MOJHOE pacHpsMiIeHHE M (POPMUPOBAHUE ydacTKa
NOJMMEPHON Ienu ¢ KoHdopmarmend Kpuctamia; (4-5) — MOBOPOT M YaCTHYHOE
pacnpenesneHue JIpyroro CerMeHTa TOW jK€ MOJUMMEPHOW Ienu, aKTHBUPOBAHHOE
coctosinue; (6) — momHOe pacnpsmieHHe W (HOPMUPOBAHHE CIICIYIOMIETO YYacTKa
MOJIMMEPHOM TeNH ¢ KOH(POpMAIMEH KpHUcTasia.

Orarbl mporecca KPUCTALIU3AINA CXEMaTHYHO M300paKeHbl Ha pucyHke 1.14.
[lepBbim marom B Teopun JlayputieHa-Xoddpmana sBiseTcss NpUCOSIUHEHUE CErMEHTa
MOJIUMEPHON IeNu K TJIaJKONM OOKOBOW MOBEPXHOCTH JIaMEIH, YTO MPUBOAUT K
00pa30BaHUIO €€ AKTUBUPOBAHHOTO COCTOSIHUSA. Takum o0pa3om, GopMupyercs [iBe
HOBBIX JIATEPAJILHBIX MMOBEPXHOCTH TOJIIMHOW D u juymHOW h, M Bo3pacTaer 3HaueHHE
o0111eit CBOOOTHOM SHEPTHH CHCTEMBI Ha CIIEAYIONIYIO BETUINHY:

Ag, = 2bho, (1.7)
rJie 0 — MOBEPXHOCTHas 3Heprusi OOKOBOM rpanu jamenu. B monenu Jlayputuena-
Xobhdmana paHHBIM IIAr 3aJaeT CKOPOCTb poOCTa JIaMEIM UM COOTBETCTBYET
MaKCHUMaJbHOMY »JHepreTuueckoMy Oapbepy (pucynok 1.14). Benuuumna 53TOro
SHEPreTUYecKoro Oaphepa BO3pacTaeT C YBEJIWYEHUEM TOJIIMHBI Jamenu h. [lanee
«3aXBAYEHHBII» MOJMMEPHBIA CErMEHT BBIPABHUBAETCS U MPUHUMAET KOH(POPMAIIUIO
KpUCTaJlZIa B COOTBETCTBHM C MOPAIKOM (00o03HaueH Ha pucyHke 1.13 TeMHO-cepbiM
IIBETOM ), CPOPMHUPOBAHHBIM B CKJIaA4aTOM CTPYKTYpPE U TaKUM 00pa3oM BBICBOOOKIaET

KOJINYCCTBO S3HEPIruu, COOTBCTCTBYIOIICC }UICJ'IBHOﬁ SHEPTUHM KpUCTAJIN3AIIUN:
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8o ="%/pc, (1.8)

rIe a — IIUpPUHA Y4YacTKa TMOJHMMEPHON 1IN, NPUHUMAIOIIETO KOH(MOPMAITHIO
KpucTayia. Jlamee mpoMCXOAUT TMpoLecc CKIAAbIBaHUA aJCOpPOMpPOBAHHOM Ha
MOBEPXHOCTh KpHUCTAJlIa LENHU BI0JIb OOKOBOM MOBEPXHOCTH Jamend. JJaHHbIN mpoliecc
CHIDKAeT OOIIYI0 CBOOOHYIO SHEPTHIO CUCTEMBI Ha CIIEIYIOIIYIO BEITHUNHY:
Ap, = (n—1)ab(20, — hAGy)

DBoJIOIMS CBOOOHOM 3HEpruM mnpejcrabiieHa Ha pucyHke 1.15. Ilozunusam (1-6) Ha
rpaduke COOTBETCTBYIOT aHAJOTHMYHBIE CTAIUU POCTa JIaMEJH, MPEICTaBICHHbIC Ha
pucynke 1.14. O4eBUIHO, YTO CHUIKEHHE CBOOOJHOM DHEPIHMM Ha CTaJAUU YINAKOBKH
HOBOTO CETMEHTA IIeTIH B JIAMEJTb BCET/Ia MIPEBBINIACT BEIMUYNHY MTOBBIIIECHUS CBOOOTHOM

DHEPIUU IIPHU NEPEXO0/I€ B AKTUBUPOBAHHOE COCTOSTHUE.

2)

&)
EHpHcoe/:[m?;IeHHe /
‘HoBoro cermenta |
(1) | | |
0 1 2 3 4

Homep NPHCOCATHHECHHOT O
MOTHMEPHOI0 CErMEHTA

Pucynok 1.15 — DBotorus CBOOOIHOM SHEPTUM JJaMeIu B X0JI€ MIPOIIECCOB HYKJIeallun
U pOCTa B COOTBETCTBUU ¢ Teopuent Jlayputiena-Xoddmana. (1) —mmoaumepHas 1emnb ¢
3anerieHusIMu; (2) — 4YacTUYHOE pACHyThIBAHME CETMEHTa MOJUMEPHOW IIeIH,
aKTUBUPOBAHHOE COCTOsIHME (3) — MOJHOE pacHpsMIIeHHE M (POPMUPOBAHUE ydacTKa
NOJMMEPHON Ienu ¢ KoHdopmarmel Kpuctamia; (4-5) — MOBOPOT M YaCTHYHOE
pacrpesieieHue JApPYroro CerMeHTra TOW J>K€ MOJMMEpPHOM LeNu, aKTUBUPOBAHHOE
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cocrosiHue; (6) — mMOJHOE pacmpsMiIeHre U (OPMUPOBAHUE CIEAYIOIIETO ydacTKa
MOJIMMEPHOH 1enH ¢ KoH(pOopMaluen KpucTasuia.

O003HaYUM KOHCTAHTBI CKOPOCTH B cirydae repexona (1) — (2) cumBoiom A4, (2)
— (3) - B; (4-5) — (6) - B, (3) — (4-5) wim (6) — (4-5) — A. Hcnonn3ys ypaBHCHHE

Appenunyca J1si KOHCTaHTbl CKOPOCTH, MOXKHO HAITHCATh:

2bho
4, = pe—7) (1.9)
2bho,
A = pel="7r%) (1.10)
abh(AG)
B=B, = ,Be<_ KT ) (1.11)

B naHHBIX BhIpaXeHUAX [f YUMTHIBAET 3aMeJJICHHE MpoIlecca M3-3a TPAHCIOPTa
MOJIMMEPHBIX CETMEHTOB IO HAMpaBICHHUIO K (POHTY pOCTa JIaMeIu WM HaoO0OpoT, B
IPOTUBOIOJIOXKHOM HampaBieHUH, a AG COOTBETCTBYET U3MEHEHUIO CBOOOTHOM SHEPTUU
IpY TUIABJICHUU KPUCTAIIMUYECKON CTPYKTYPBHI.

B Ttoxe BpeMsa 3(h(EeKTUBHOCTh MPEOJOJCHUS JHEPreTUYecKoro Oaprepa
HYKJICAIIMH MPH MPUCOSANMHEHUHN HOBBIX YYaCTKOB MOJMMEPHOM IenH ¢ KoHpopMaruen
KpUCTaJlZIa MOXET OBITh 3alKcaHa B BHJIE BBIPAXEHHUS AJSi CKOPOCTH OOpa30BaHUs

KPUCTAIIOB, UMEIONUX ToJuHy h [34]:

NyAo(A—B
SCh) = ;1)_0](9 n 31) = NoAo(1 - B/A), (1.12)

riae N, COOTBETCTBYET YHCIY MOJUMEPHBIX CErMEHTOB, YYaCTBYIOIIUX B TPOIECCe U
ompenenseTcs cienytomen GopMyon:

Ny = Cyn, (1.13)
II€ N — YHUCIO YYAaCTKOB MOJUMEPHOM LIeNH OJWHAKOBOW TOJILIMHBI, MPUHUMAIOUIUE
koH(popmanuio kpuctaia. Cornacao mozaenu Jlayputuena-Xoddmana, uHTerpanbHas
3 PEeKTUBHOCTh  NPEOJIOJICHUS  DHEPreTUYecKoro  Oapbepa  HyKJIe€allud  MpH
MPUCOCIMHEHUNA HOBBIX YYaCTKOB MOJIMMEPHON Ienu ¢ KoHpopMalmel Kpucraiia

3aMUCBIBACTCS CIICTYIOITUM 00pa3oM:

[00]

hi S(h)dh, (1.14)

u
20,
N

ST:
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rae h,, — amHa MoHomepa. Takum 00pa3oM, CKOPOCTh MPUCOEIUHEHNS HOBBIX Y4aCTKOB
MOJMMEPHBIX IENeN K pacTyllen Jamenu (MU CKOPOCTh HYKJICalMi) MOXKHO 3alucaTh,

Kak.

S St
—_—=— 1.15
L mna (1.15)

I =
rI€  7N; — KOJIMYeCTBO NPUCOEJMHEHHBIX HOBBIX YYaCTKOB TIOJUMEPHBIX IIenei
TOJILLIMHOU A.

CkopocThs pocta B OOKOBOM HampaBlICHUH ¢, IPUBEAEHHAs Ha pucyHke 1.13, ¢
yaetoM ¢opmyi (1.10) u (1.11) MoxHO 3anucath CIEAYIOMUM 00pa3oM:

g =a(A—B)
g=apP <e(_%) — e(_%gm)) (1.16)

CkopocTh HyKJ€auuu [ MU CKOPOCTh pOCTa KpUCTalla B JaTepajbHBIX
HaIPaBJICHUSX g ONPEEISAIOT BEIMYUHY CKOPOCTH pocTa jlamenu G .
B 3akmrouenme paccMoTpenmsi acriektoB Teopum Jlayputiena-Xoddmana

3aIUILIEM BBIPAXKEHUE JJIS1 CPEIHEN TOIIUHBI JAMEJICH:

hi [20, , hS(W)dh
(h) = hy = — ASG, (1.17)
T
2
hy = Ge/AG + §,rme (1.18)
_ KT (AG+49/, 16
 2bo\AG + 29/, (119

I[J'IH CPpCAHUX, TUIIMYHBIX B OKCIICPUMCHTAX, CTCIICHEH NEPCOXTAKIACHNUA MOKHO

YIPOIIECHHO 3aIIHCaTh:
KT
" bo

B cootBerctBum ¢ popmynamu (1.18) n (1.20) MOKHO 3aKIIFOYUTH, YTO TEOPHUS

5 (1.20)

Jlayputiiena-Xoddmana yTBEepkKIaeT, YTO HadalbHas JIaMeJUISIpHAs TOJIMHA (T.€.
TONIMMWHA CPOPMUPOBAHHON JlaMelId elle JI0 TMpoliecca YTOJIIEHHUs) OOpaTHO

POTNOPIIMOHANIbHA BETMYMHE NiepeoxyiaxkaeHus AT .
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CTouT OTMETHTh, YTO B JaHHOW pabOTe OCBEIIEHA JIMIb Majias 4acTh TEOPUU
Jlayputiiena-Xoddmana, KoTopas BKIIOYAET TOMHUMO JTOTO IIUPOKHA CIEKTP
YTBEP)KICHHUM, Kacarolluecss MEXaHM3MOB Kpucraumusanuu noaumepoB [35]. Tak, B
YaCTHOCTH:

e IlpuBoasaTcs  3aBUCHMOCTM  TOJUIMHBI  JIAMENM  OT  BEJIIMYHHBI
nepeoxyiaxaenus AT.

e Haxonarcs mapaMmeTpbl, KOTOpBIE OINPEAEISIOT 3aBUCUMOCTh CKOPOCTHU
pocta namenu ot AT.

e OOBsCHAETCS MPUPOJIa TOBEPXHOCTHBIX SHEPTUN IPAHEH JTAMEJH Ge U G.

e PaccmarpuBatorcss 3¢ (deKThl, CHOCOOCTBYIOIIME U MEMIAOIINE POCTY
KPUCTAJUINYECKOU JIAMEIIH.

e OOBsCHAETCS BIMSHUE MOJIEKYJISIPHOIO Beca Ha CKJIa/IbIBAaHUE LIETIeH U T. 1.

B To xe Bpemsi maHHas Teopus ObUIa CYIIECTBEHHO AOpa0dOTaHa 3a IMOCJEIHUE
HECKOJbKO jecsaTwietuir. K mpumepy, ObuM caenaHbl TOMPABKU, CBS3aHHBIC C
MEPBUYHON HYKJIeallMeil, U BBEJACHA KUHETHKAa OOBEMHOM KpHUCTaUIM3aluH, (HaKTop,
YUHUTHIBAIOMIMI pa3BeTBIICHUE JlaMenedl W (OpMUPOBAHHUE CIOXKHBIX IEHIPUTHBIX U
ChEepOoIUTHBIX CTPYKTYp, OOpa3oBaHHE KOJBIEBBHIX C(EPONTUTOB B  CIEICTBHE
3aKpy4HMBaHMs Jamenei u ap. [36, 37, 38, 39, 40, 21].

Peoicumvl pocma namenisipuvix Kpucmainios

MO>XHO BBIIETTUTH TPH PEXKHUMa POCTA JTAMEJUISIPHBIX KPUCTAIOB, HAOII0JaeMbIX
B 3aBHCUMOCTH OT BEJIMUUHBI niepeoxnaxaeHuss AT. Ux cxeMmatndeckue npeicTaBiIeHuUs
npuBefeHbl Ha pucyHke 1.16. Ilpum Hu3kux BenumunHax AT CKOpPOCTh HYKJIC€AIUU
OKa3bIBACTCS CJIMIIKOM MAaJICHbKOW, YTO JUMUTHPYET CKOPOCTh pocrta Jiamenu G.
Hauubiii pexum pocta (I Ha pucynke 1.16) MOXkHO Ha3BaTh MOHOHYKJICAIIMOHHBIM
pPEXKUMOM, B KOTOPOM CKOPOCTh POCTa JIaMeNHu OyAeT 3amuChIBATHCS CIEIYIONUM
obpazom:

G; = biL (1.21)

Bo Bropom ciryuae (11 Ha pucynke 1.16) ckopocTh HyKIJIealluy i COTIOCTaBUMa C g

U JIOCTUTAET 3HAYCHUSA, KOT/Ia Ha (PpOHTE pacTyiiel JiaMeld BO3HUKACT OJTHOBPEMEHHO

HCCKOJIBKO INCHTPOB HYKIICAIIMH, KOTOPLIC B TIIOCIICACTBHUHU pPACTYyT B OOKOBBIX
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HaANpaBJICHUSX U GOPMUPYIOT HOBBIN ClIOW Jamenu. B naHHOM ciiydae CKOpPOCTh pocTa

JJaMCJIN 3allMChIBACTCA, KaK:

Pucynok 1.16 — Cxemaruueckoe u3o0paxeHne pe:KMMOB 00pa3oBaHUs (DPOHTATBLHOIO
CJIOSl KPUCTAJUTMUECKON JIaMeNu TPH Pa3IMYHBIX COOTHOIICHHSIX MEXIY CKOPOCTBIO
Hykieanuu (i) ¥ CKOPOCTBIO POCTa JIaMeIH B OOKOBBIX HarnpaBieHHsX (J).

JlaHHBIM IBYM pEKHMaM MPUCYIIE CBOWCTBO, YTO Tiepea (GOpMUPOBAHHEM HOBOTO
CJIOS1 JIaMEJIH, TIPEIBIAYIINNA CIION B IETIOM JOJDKEH OBITh 3aM0JTHEH CETMEHTaMH LIETeH ¢
KoH(opmalmen KpucTamia. ITo OTIMYaeT UX OT pexuma pocta jgamenu 11, koTopsiit
BO3MOXKEH TPH OYCHb BBICOKMX 3HAYCHHSIX mepeoxyaxiacHus. OH xapakTepu3yeTcs
BBICOKMM 3HAYCHHEM CKOPOCTH HYKJICAIWH [ 1O CPaBHEHHUIO ¢ g U (HOPMUPOBAHHEM

HEpPOBHOTO (PpoHTA poCTa JIaMeTu B CHJIy TOSBJIICHHS MHOXXECTBEHHBIX IIEHTPOB
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HyKJIeannu. B maHHoM ciiydae, Kak u B ciry4ae pexkuMma |, ckopocTs pocTa Jamenu Oyaer
3aMKCHIBATHCS CIICTYIONTUM 00pa3oM:
Gy = bil (1.23)
B maHHOM city4ae opueHTAIHs CKIaIbIBAHUS [IESITH HE CTPOTO JIATEpAIbHA U MOYKET
OBITh OPUECHTHPOBAHA B HAIPABJIICHUU POCTA JIAMEIIH.

Jlanee nepenuiieM BRIpaXEHUs s [ U g ¢ uctonb3oBanueM Gopmyi (1.9-1.16):

— Nﬂﬂ (kT kT >e(—4b00'e AGfkT) (124)

" mahy, \2ba  2bo + AG,
abShAGf —2abae
g=ap <1 — e< /kT)> e( /kT> (1.25)
B maHHBIX BBIp@XCHHSX [§ MOXHO 3alucaTh MPH TIOMOIIY YPaBHEHUsT AppeHryca
[39]:
-U*
g = el Irar-1) (1.26)
rne U* — oHeprus aktuBauuu nuddysuu, T, — TeMmmneparypa, HpHU KOTOPOW

IpeKpalaeTcs JJr000e IBIKEHUE MOJIMMEPHBIX LENei, a | — HEKOTOPBIi TeMIepaTypHbIN

(bakTop, 3aMMCHIBAIOIIMIICS B BUJIE:

I7ie BbIpaXKeHHE B CKOOKaX — YaCTOTHBIN (paKTOp, N — YUCIIO MOJIUMEPHBIX CETMEHTOB,
NPUXOSIINXCS Ha TOJIIMHY KPUCTaIa, a K — YUClieHHast KoHcTtaHnTa [35]. Mcmonb3ys
Beipakenust (1.24) u (1.25) nns i u g, 3anuiieM oOIIyI0 CKOPOCTh POCTa JIAMEIUIIPHOTO

KpucTasuia yepe3 BbipaxkeHue (1.26):

—U* -K
G, = GOIe( v /R(T—Too))e( gI/TATC>, (128)
—U* -K
GII — GOIIe( v /R(T—Too))e< o TATC>‘ (1.29)
U -K
G = Gome( /R(T_Tw))e( 9”1 TATC), (1.30)

rac

_ Nobj (kT kT
%7 h, \bo 2bo+ abAG;

(1.31)
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4o00,T,
Kg1 = Kgii = 2Kgyp1 = ¢ m/kAHf (1.32)

B nannom ciydae B popmynax (1.28-1.30) nepBblit SKCIIOHEHIIMATBHBIN YJIEH OTBEYAET
32 TPAHCHOPT MOJMMEPHBIX LIETIEH K MOBEPXHOCTH PACTYILEH JIaMeIu, a BTOPOM — 3a
npoliecchl BTOpHYHON Hykjieauuu. s GonbpmmHCTBa noiauMepoB 3HaueHus U™ u Ty,

cocransoT okoso 1500 kan/mons u T; — 30 K coorsercTenHo [35, 41].
3uauenus KoHcrant Hykneaunu Ky, Kgpp, Kgppp 1 Go; MOTYT OBITH ONIpETIENEHBI

OpU MOMOUIM TOCTPOEHHS TPapHUKOB 3aBUCUMOCTEH CKOPOCTH pocTa cdepoimuTa OT

Temnepatypsl B koopauHaTax Jlayputnena-Xoddmana: InG + U*/ R(T-T,) "

BEPTUKAIIU U 1/T AT. Tl0 ropusoHTany. Ha pucynke 1.17 npencraBieHbl THIIMYHBIC
c

3aBUCUMOCTH JJIs1 OOJILLIIMHCTBA MOJIMMEPOB B KoopauHatax Jlayputnena-Xoddmana.

InG + U*/R(T -T+30)

0 1/TAT,

¢

Pucynox 1.17 — [IpumepHblii BU 3aBUCUMOCTH CKOPOCTH POCTA JIAMEIIU OT TEMIIePaTypPhl
B OOBIUHBIX KOOpJWHATax (cieBa) U B koopauHatax Jlaypurtiena-Xoddmana (crpasa).
Kouncrautsl Ky;, Kgyy, Kgppp OTIPENETSIOTCS M3 HAKIIOHOB JIMHEHHBIX YYaCTKOB (HHKHHUH,

CpeIHMI U BEpXHUI COOTBETCTBEHHO) Ha rpaduke crpana.

HDOM€CC nepeuviHoco 3aD00le€06pa30661HM}Z

st Toro, 4TtoOBl Hayaics MTPOIECC KPHUCTALIM3AMA W POCTa KPUCTAJUIOB,
OTMMCAHHBIA  BBINIE, I HAYajJia JOJDKEH TPOWTH  TPOILECcC  TMEePBUYHOTO
3apoiplieoOpa3oBanus (MEpBUYHOM HyKJearuu). BooOie, mnepBuYHas HyKJealus
MOXET  OBbITh  ompeneraeHa  kKak  (GOpPMHpPOBAHHE  MaJOro  KOJMYECTBA

3aKpUCTAIININ30BAHHOT'O Marcpualia BCJIICACTBHUC q)HYKTyaHI/II/I IIJIOTHOCTHU B

35



nepeoxyaxaeHHoM paciuiae [42]. Hykneanus nenuTcs Ha J1Ba BUJA: TETEPOTESHHAS U
roMmoreHHas. IIporecc reTeporeHHoil HykJealuu MPOTEeKaeT B cllydae, €clid MpOoIecce
HYKJI€al[iy U pOCTa HAYMHAETCS Ha MOBEPXHOCTHU IPYroi (pa3bl, K NpUMepy, Ha YaCTULIAX
Jpyroro MaTepuaa, MonaBiIuX B MOJUMED, WM HA TPaHULIE pa3/iesia KpUCTAUIMYECKOM
u amopdHoil ¢a3. B cBorw ouepenb, roMoreHHas HyKJealus HE MNpPelycMaTpUBAET
HaJM4Ke Apyrou (aspl B BEIIECTBE U MPOLECC MEPBUYHOTO 3apOAbIIICO0PA30BAHUS CaM
1o ce0e CIOHTAaHHBINM U MOYKET HauaThCs B JTI000 o0actu Matepuaia. Takum o6pa3om,
IpoliecC MEPBUYHOrO 3apObIIIe00pa30BaHUsI MOXKET ObITh KaK I'e€TepOreHHBbIM, TaK U
TOMOTE€HHBIM, a MPOLECC BTOPHUYHOTO 3apOAbIIIe00pa30BaHUs, ONMHUCAHHBIM paHee, Mo
CBOEH MPUPOJIE MOXKET OBITh JUIIb TeTeporeHHbIM. Kpome Toro, mporeccsl nepBUYHON
HYKJICallMd MOXHO pa3/Ie]NTh Ha TEPMUUECKUE U aTepMudeckue. Eciu Bce epBUYHBIC
HYKJICALIMOHHBIE IIEHTPBI HAUMHAIOT (POPMUPOBATHCS MPUOIU3UTENHLHO B OJTHO U TO K€
BpeMs, JaHHBIN MPOIECC ABISAETCA aTepMUYECKUM. [JaHHBIN nmporecc MOKET MPUBOIUTh
K GOpPMUPOBAHUIO CPEPOIUTHBIX CTPYKTYP MPUMEPHO OJMHAKOBOTO pa3Mepa B MpoIiecce
U30TEePMUYECKON KpUCTAIUIM3alu. B cBot0 ouepennb, eciiu GopMUpyroTcst chepoIuTHbIC
CTPYKTYPBI Pa3HBIX pa3MEpPOB U IICHTPHI HYKJICAUH TOSBIAIOTCS B XOJE Mpoliecca
KPUCTAJUIM3AlMM, TaKOM TpOIeCC MEPBUYHOIO 3apoJblIeo0pa3oBaHUs SIBISIETCS
TepMHUECKUM. Yalie Bcero roMoreHHasi HyKJiealus — 3T0 TEPMUIECKHI mpoIiece, Toraa
KaK reTepOTeHHAs — aTePMHYUECKHIA.

Hnst  hbopmMupoBaHus TEPMOJMHAMHYECKH CTAOMJIBHOTO IIEHTpa HyKJIealuu
JOJKeH OBITh TPEOJIOJICH SHEPreTHYeCKHid Oaphep, MPH 3TOM €r0 MUHHMAaJIbHBIC
HEO0OXOMMBIEC pa3MEPBhl 3aBUCAT OT BEJIMUWHBI JAaHHOTO Oapbepa, 1y (popmMupoBaHus
OONBIIMX IIEHTPOB HyKJICAMH HE0OX0oauMo Oosbilie BpeMeHU. be3yclioBHO, CKOPOCTh
NEPBUYHOTO 3apOJIbIIe00pa30BaHUsl 3aBHCHT OT BEIUYMHBI TEPEOXTKICHUS U
ctpemutcs k 0 mpu Temnepatype, O1M3K0M U Temmeparype 1iasiaeHus. Haobopot, npu
YBEJIIMYEHUHN TIEPEOXIIKICHUSI CKOPOCTh MEPBUYHON HYKJI€AIUH BO3PACTAET, OHAKO

onATh cTpeMutcs K 0 mpu TemrnepaTypax HUKE TeMIEPaTypbl CTEKIIOBAHUSL.

1.5 AHanu3 ABpaMHu JJisl ONMUCAHUA KMHETHKHM KPUCTA/UIM3AINH B 00beMe
HaubGonee »hdexkTUBHBIM # TMOMYJISPHBIM METOJOM aHaju3a IIPOIECCOB

KPUCTAILIM3AIMU TIOJIUMEPOB B 00beMe siBisieTcst Teopust Aspamu [1, 4, 43]. Crour
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OTMETUTh, YTO [JAaHHBIA METOJ HWMEET PAJ OrPAaHUYCHUW NOpPU MNPUMEHCHUU, U
HECOOJIO/ICHNE HEKOTOPhIX 00s3aTEIhHBIX YCIOBHUH MOXET MPUBECTH K HEBEPHBIM
pe3YyJIBTAaTOM, YTO JOJT0O€ BPEMS MPEMATCTBOBAJIO IUPOKOMY PACIIPOCTPAHEHUIO TEOPUU
ABpamu. MareMaTUueCcKyl0 ~HMHTEpPOpETalMi0 JaHHas Teopus Nodyyuna ¢
MCIMOJIb30BaHUEM pellleHrud MateMmatuyeckoil 3amaunm Ilyaccona B 1837 r, xoropas
MO3BOJISIA HAUTH BEPOSITHOCTH MPOXOXKIACHUS OMPEEICHHOT0 KoJindecTBa (hpoHTOB F
pacIpOCTPAHSAIOIMINXCST BOJIH Yepe3 ONPEACICHHYIO TOYKY IPOCTPAHCTBA:
e—F oF
F! '’

rne F — cpeanee uucio (poOHTOB BOJIHBI, MPOXOASAIIEEe Yepe3 JaHHYI0 Touky. Eciu

P(F) = (1.33)

NPUHUMATh POCT 3aKPUCTAUIM30BAaHHBIX CTPYKTYp B oObeMe MaTepuayia Kak
pacnpocTpaHEeHUE BOJIHOBBIX (DPOHTOB, BEPOSTHOCTH TOTO, YTO TOYKA MaTepuasa

OCTAHETCS HE3aKPUCTANIN30BaHHOM Oy/IeT paBHATHCS:

P(0) =eF, (1.34)
P (0) Taroke npeacTaBisieT coO00# BEPOATHOCTH TOTO, YTO OMPEACIICHHAs TOUKA OCTACTCS
amMop(hHOM, M €ClIM CUYUTATh KOJWYECTBO 3aKPUCTAUIM30BAaHHOTO MaTepuana 6, To

KoJinuecTBo amopdHoro matepuaina oyner 1 — 6. Toraa

1-0=P00)=eF (1.35)

In—— = F (1.36)
1-6

f=1—eF (1.37)

Teneps 3aza4a CBOAUTCS K MOTy4eHUIO PyHKIMU F 1S Pa3IMYHBIX THIOB BO3MOYKHBIX
reOMETPHUl BOSHUKAIOMINX KPUCTAITMYECKUX CTPYKTYyp. B nanHoi#l pabore mpuBeneHbl
JIMIIb KOHEYHBIE Pe3yNIbTaThl BEIUUCICHUM JaHHON (DYHKIMU HAa OCHOBE JINTEPATYPHBIX
naHHbBIX [4, 44]:

1) JIByMepHBIi ciy4ail pacTyIIUX JUCKOB B OJTMHAKOBBIA MOMEHT BPEMCHHU:

F = nG2Nt? (1.38)

2) JIByMepHBIil ciTydaii ZUCKOB, PACTYIIHX C OAUHAKOBON CKOPOCTBIO N
_ T .
F = gGZNt3 (1.39)
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3) TpexmepHsblii cinydaii pacTymux cep B OTUHAKOBBIII MOMEHT BPEMEHHU:

_ 4
F = §7T63Nt3 (1.40)
4) TpexmepHblii cay4daii cdep, pacTyIIHX ¢ OAUHAKOBON CKOPOCThIO N
- T .
F = §G3Nt4 (1.41)
O61ryro hopMyITy MOXKHO 3alMcaTh CISAYIOIIUM 00pa3oM:
0 =1—eKt" (1.42)

Beipaxxenue (1.42) sBasercs ypaBHeHuemM ABpamu, a K U n — aBa nmapamerpa
ABpamu, SBISIOIIUECS KOHCTAHTOW Kpuctamwm3auuu (K) u mokaszarenem ABpamu (n).
IlepBplii mapameTp oOTBe4aeT 3a (OpMy pacTyLIEro KpucTamia, a Takke 3a THI
MEXaHHU3Ma HYKJI€allud M KOJMYECTBO O0Opa30BaHHBIX ILIEHTPOB Hykieanuu. B cBoro
oudepeb BTOPOil MapaMeTp OTBEYAET 3a FEOMETPHIO POCTA U TUIT MEXAHU3Ma HYKJIEal1H,
HO HE 3a KOJIMYECTBO 00pa30BaHHBIX LIEHTPOB HYKJICALIUH.

Panee mnpu omnucaHMM MEXAaHU3MOB POCTA KPUCTAUIOB BO BHUMAHUE HE
IPUHUMAJINCh SIBJIEHUSI IEPEHOCA, TAKHE KaK MEPEHOC TEIUIOThI NMPU KPUCTAIUIM3ALMH,
TPAHCHOPT MAaKPOMOJIEKYJI K TIOBEPXHOCTH (PPOHTA PACTYILIETro KpucTayuia u T.4. O1HaKo
3a4acTyl0 MMEHHO SIBJICHHSI MEPEHOCA SBIIAIOTCSA JUMUTUPYIOIIMMHU B OMNpPEIEICHUU
CKOPOCTH pOCTa MOJIMMEPHOT0 KpUCcTaLIa. B 11e510M, pereHue 1aHHoi npo0aeMbl MOKHO

y4eCTh, IPUHUMAs BO BHUMaHHE ClleAyIoniee ypasHeHue [4, 44, 45]:

G = - (1.43)

raie Kk — koHctaHTa auddys3un. Takum oOpa3zom, skcmoHeHTa BpemeHH B (1.42)
camwkaercs Ha daktop 0.57 mis G B ciaydae, eclid MPOIECCHI POCTa B 3HAYMTEIHLHOU
CTCIICHH KOHTPOJUPYIOTCS mporeccamu nuddys3un. Pazinuanbie 3HAYCHHS TOKa3aTeIs

ABpamM# JIsl pa3HbIX TUIIOB HYKJIEAIIMU U TEOMETPUU KPUCTAIIOB MPUBEICHBI B TAOIUIIE

1.2 [43].
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Tabnuna 1.2 — nmokazarenu ABpaMu AJisl pa3IUYHBIX THIOB HYKJICAIMU M T€OMETPUU
KPUCTAJLIOB.

IMoxka3zarear ['eomerpust Tun CxkopocTthb pocra
ABpaMu KPHCTAJLIIA HYKJIealun onpeaessieTcs:
0.5 CTep)KEHb aTepMUYECKUI g dysuei
1 CTEpKEHb aTePMUYECKUI HYyKJICalluen
15 CTEpKEHb TEPMUYECKUN b dysueit
2 CTEPKEHb TEPMUYECKUN HYyKJICaluen
1 JIACK aTepMUYECKUI muddys3ueit
2 JIACK aTepMUYECKUHI HYyKJICaluen
2 JIUCK TEPMUYECKUN g dysuei
3 JIACK TEPMHUYECKUI HYyKJICalluen
1.5 cdepa aTepMUYECKUIN g dy3uei
2.5 chepa TePMUYCCKUI muddysueit
3 chepa aTepMUYECKUI HyKJIealuein
4 chepa TePMUYCCKUI HYyKJIealuein

Yaime Bcero /i onpeeieHns COOTHOIIEHNS KpUCTANIMYeCKOW U aMopdHOH (a3
OPUMEHSIOT MeToabsl auddepennmanbHoil  ckanupyromed kanopumerpun  (JCK),

KOTOpBIE OY/IyT OIKCAHBI B CIIEAYIOIICH T1aBe JaHHOM pabOTHI.
_ AH(D)
= AH(e) (1.44)
rae AH (t) — sHTaNbIHs IUIaBIeHus 00pasiia, 3aKPUCTAUTM30BAHHOTO B TEUEHHE BPEMEHU
t, a AH(0) — SHTAJbBIHS TUIABJICHUS, COOTBETCTBYIOIIAS (JOPMUPOBAHHIO TOIHOCTHIO
3aKPUCTAJUTH30BAHHOTO 00pasiia. B cBoto ouepenp Ha pucyHke 1.18 mpencraBieHb
THITUYHBIC 3aBUCHMOCTH ABpaMH, MOTyYCHHBIE IPH U30TEPMHUIECKON KPHCTAIUTH3AINH
nonmuamuna [46], npeacraBienHbie B koopauHatax log(—In(1—6)) =logK +

nlogt no BepTukanu u logt no ropusoHTand. HakioH JMHEWHBIX  YYacTKOB

IPEICTABICHHBIX 3aBUCUMOCTEN COOTBETCTBYIOT apaMeTpy ABpamu N.
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Pucynok 1.18 — Tunuunbie 3aBUCUMOCTH ABpaMH, MOJYyYEHHbIE IPU U30TEPMUUYECKOM
KPUCTAJUIM3Al[MM U3 paciuiaBa oOpa3loB mnojuamuaa. HakioH JIHHEHHBIX y4acTKOB
COOTBETCTBYET MapaMeTpy ABpamu N, OoTBedawomeMy 3a (HopMy KpPUCTAJUIOB U THII

HYKJICAlINH.

O,HHaKO CTOUT OTMCTUTL, YTO IMPHMCHCHUC aHAJIM3a ABpaMI/I HECHUACAJIBHO U HEC

IPUHUMAET BO BHUMaHHE PsiJ IPOOIIEM:

1)

2)
3)
4)
5)

6)
7)
8)

VYpaBHeHue ABpamMu CTpPOro MNPUMEHUMO JUIsl 3ajlad, Korja oObeM
MOCTOSIHEH, YTO HE SBISETCS CIydyaeM Mpolecca KpUCTaUIM3aluu
ITOJIUMEPOB.

JlaHHast MOJIeJIb MoJIaraeT MOCTOSTHCTBO (DOPMBI AUCKA/CTEP KHS/CPEpHI.
[Tomaraercs, 4TO POCT BO BCEX paauaIbHbIX HAIIPABICHUSAX OJUHAKOB.
Takol aHanu3 HE NPUHUMAET BO BHUMaHUE HAIMYUE BPEMEHU UHAYKIUU.
PexxuM HykIlealuu MOKET OBITh JIMOO TEPMUUECKUM, JTHOO0 aTePMUUYECKUM,
HE JIOIYCKAETCSI CMEIIEHHOIO PEXUMA.

[ToapasymeBaeTcst mpoliece MOJHON KpUcTauih3anuu o0pasia.
YUuTBIBAETCS CIIy4yalHOE PACIPENEICHUE IEHTPOB HYKJICALUH.

XOpo1Io NPUMEHUMO TSI IEPBUYHON HYKJICALIUH.

Takum 00pazoM, pu padoTe ¢ IKCIEPUMEHTATBHBIMU JAHHBIMU MOTYT BO3HUKATh

pa3IuYHbIE

3HAaUCHUA N, KOTOpPBIC HE COOTBCTCTBYIOT HH OJHOMY H3 CJIy4acB,

NCPCUNCIICHHBIX BbBIINIC, H yTOOBI HE BO3HHUKAJIO JaHHBIX np06neM, HGO6XO,Z[I/IMO

COrj1aCoBbIBATbL IIOJYYCHHBLIC JaHHBIC C JaHHBIMHU ONTHYECKOM MHKPOCKOIINH,
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PEHTIC€HOCTPYKTYPHOTO aHajiu3a W T.1. JJISI TOrO, YTOOBI TOYHO YCTAHOBHUTH MapameTp

ABpaMu U CKOpPPEJIMPOBATH €r0 ¢ HAOJII0IAEMBIMUA KPUCTAJUIMYECKUMU CTPYKTYPaMHu.

1.6 Cheponurnueckue CTPYKTYpbI (chepomThi)

O6pa3zoBaHue JaHHBIX OOJBIIMX (MHUKPOHHBIX pPa3MEPOB) CHUMMETPUUYHBIX
TPEXMEPHBIX CTPYKTYp YK€ JaBHO HaOJIOaIoCh HE TOJIBKO B X0J€ KPUCTAJUIM3AINU
MOJIMMEPOB, HO U MPU KPUCTAJUTM3ALMHU PA3ITMYHBIX HEOPTaHUYECKUX MaTEPUAJIOB, B T.4.
meTaiioB [47, 48]. Ha camom Jiesie, oHM ObLIN HaliIeHBI Ja)Ke B 00pa3iiax TOPHBIX MOPOJI
c JIynsl, uTo nmoaTBepxAacT (hakT 00 UX pocTe B TeUeHHE (HPOPMHUPOBAHUS CIIOEB TOPHBIX
nopox [49]. B ciyuae momumMepoB, chEpoTHTHYSCKUE CTPYKTYPhI HAOIOJAIOTCS IPU
MOMOIIM METOJIOB ONTUYECKOM MHKPOCKONUHU B IMOJISIPU30BAHHOM CBETE U COCTOST U3
KPUCTAJUIUTOB, PACTYIIUX U3 LIEHTPA, T.€. LIEHTPA MEPBUYHON HYKJICALNH, B PAIUATIBHOM
HamnpasjieHUU. Ha cerogHsmHui [IeHb YK€ M3YYEHO MHOIO Pa3sHOBUIHOCTEH
cepoauTOB, X MPUMEPHI IpuBeaAcHbI Ha pucynke 1.19 [50, 51, 52, 53, 39]. Kak 6b110
YIOMSHYTO paHee, mporecc o0pa3oBaHUS JaHHBIX KPHUCTAUIMYECKUX CTPYKTYP
HAYMHAETCS CO CIOHTAaHHOTO MOSIBICHUS IEHTPOB 3apOAbIIIIe00pa3oBaHUs B JIIOOBIX
TOouKax oOpa3ua (B OTCYTCTBUE JPYTUX MOBEPXHOCTEH, KOTOPbIE MOTYT CITIOCOOCTBOBATH
MOSIBJICHUIO TIEHTpa Hykieanuu). [IpuBeneHHbIE paHee BBIKIAAKH IOKa3ald, YTO
KOJIMYECTBO LIEHTPOB HYKJI€ALMH 3aBHCUT OT TEPMHUUYECKON umcropuu oOpasua. [anee
CJIeyeT MPOIecC pOCTa B paArabHOM HAINpPABICHUHU C OJMHAKOBOW CKOPOCTHIO (OTATH
Ke, 3aBUCAIICH OT TEPMHUUYECKON WCTOPHH TMOJIMMEPHOro o0pasiia) 10 MOMEHTa
CONPUKOCHOBEHHUS JABYX cdeponuroB. B wurore mnpu MakcuUMajabHOW CTENEHU
KPUCTAJUIMYHOCTH TOJIMMEpa MpPHU 3aJlaHHbIX YCJIOBHUSAX BeChb 00BbEM oOpasua Oyaer
3allOJIHEH TaKUMH C(HEpPOTUTHUYECKUMH CTpyKTypamu. Pasmep cdeponutroB Moxer

COCTaBJIATh OT HCCKOJIBKHX MUKPOH 0 HCCKOJIbBKUX CAHTHUMCTPOB.
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Pucynox 1.19 - Ilpumepbl cdeposuTUUECKUX CTPYKTYp, OOpa3OBaHHBIX B XOJI€
KpUCTAUTM3AIMA  TIONU(TpuMeTuiaeH Tepedranara). M3BecTHO, YTO 4YacTUYHO-
KpUCTAIUTMYECKAass CTPYKTypa JaHHOTO TIOJMMEpa  XapaKTePU3yeTCs  CUIIbHBIM
JBYJy4EIPEIOMIICHUEM, TpU 3TOM (a30BbIM CABUT MOXKET AOCTUTaTh A/4. Bemnuuna
(a30BOro cBUra 3aBUCUT KaK OT TOJILIKHBI TOJTMMEPHON MJICHKH, TaK U OT OPUEHTALIUU
ONTHUYECKON HWHAMKATPUCHI 00pas3lla, M MO3TOMY HaOIIOAAIOTCS pAa3IUYHbIE IIBETa
Cc(EepOTUTHBIX CTPYKTYP.

CdeponanTsl — ONTUYECKHA AHU3OTPOIHBIE CTPYKTYPBI, KaK BUHO MO pUCYHKY 1.19.
B OGonpmmHCTBE Ciy4aeB MpU MOMOIIM METOJIOB MOJSPU3ALMOHHOW ONTHUYECKOM
MUKpPOCKOIIMA MOXXHO HaOmoAaTh (popMUpoBaHUE C(HEPOIUTOB THUNA «MATbTUUCKUI
kpect». OOpa3oBaHUE «MATbTUHCKOTO KPECTay SIBJISICTCS CJICICTBUEM CHEIU(PUIECKOTO
pacnoJIoKEHUsI ONTHYECKUX HWHAMKAaTpuc. Kak BHIHO 1O cXeMme, NPUBEICHHOW Ha
pucynke 1.20, ogHa U3 oceil HalpaByieHa TOYHO paarualibHO. B 1aHHOM cilyyae npu4yuHa
SBJICHUSI JBOMHOrO JIy4ENpPEJIOMJIEHHS OYEBHMJIHA: OHA JIEKUT B AHU30TPONUU

OpHUCHTAINH ITOJIMMCPHBIX HGHCI?I B KPUCTAJUIMYCCKUX JIaMEJIAX, BEAb U3JIOKCHHBIC PAHCC
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MOJCIN CBUIACTCILCTBYHOT O TOM, 4YTO IIOJMMCPHBIC CCTMCHTBI OPUCHTHPOBAHBLI

NEPIEHIUKYIAPHO paanycam CPepouTOB.

Pucynok 1.20 — CxemaTtndeckoe u3o0paxxeHre MOJOKEHHUS ONTHYECKUX MHIUKATPUC B
cheponutax. JlaHHb (EHOMEH SBISETCS MPUUYUHOW BOSHUKHOBEHUSI «MaJIbTHMCKOIO
KpecTa» TMpu HAOMOAEHUU C(HEpPOTUTHUECKUX CTPYKTYp METOJaMH ONTHYECKOU
MUKPOCKOIINHY B TIOJIIPU30BAaHHOM CBETE.

Cnenyer oOpaTuTh BHHMAaHHE Ha CIOXHYIO C(EpPOIUTUYECKYIO CTPYKTYpY.
[Ipumensiemble METO/IBI €€ UCCIIEIOBaHUS JOBOJIBHO IIMPOKU, U HEKOTOPbIE U3 HUX OoJiee
noApoOHO OyAyT pacCMOTpPeHbl BO BTOpOWM YacTH JaHHOW paboTbl. Ha ocHoBe
U300paKeHH, MOJTYYEHHBIX METOAAMHU 3JIEKTPOHHON MUKPOCKOIIUU U ATOMHO-CHJIOBOU
MUkpockonuu (pucyHku 1.21 u 1.22), MOKHO 3aKJIFOYUTh, YTO CPEPOJIUTHI COCTOST U3
JaMene, B JaHHOM cllydae TOJIMHOM oOkoiao 10 HM, cierka 3aKpydyeHHBIX U

OPraHU30BaHHBIX B JTJAaMCJIJIAPHBIC ITAYKH.

=

--____—-

: =

l_-__ ‘_‘N.__:“_"_
e -
——
h. -.. _.= — - -

METOAAaMU IEKTPOHHON MHUKpOCKOTUH [54].
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Pucynok 1.22 — WM300pakeHne MOBEPXHOCTH YACTUYHO KPUCTAUIMUECKOro oOpasia
nosuinakTuaa [55].

[IpuBenennbie MuKpodoTOorpadum BBICOKOTO pa3pemieHUS TUIUYHBI IS
OONBIIMHCTBA TOJMMEPOB U CBHUJACTEIHCTBYIOT 00 OCHOBHBIX OCOOEHHOCTSIX
MOp(hOJIOTMH  YaCTUYHO  KPUCTAUIMYECKHX  IOJMMEPOB: HX  MHKPOCTPYKTypa
MIPEICTABIISIET COOOW CIOKHYIO CHUCTEMY, COCTOSIIIYIO M3 KPUCTALIUYCCKUX JIaMeJieH,
KOTOpBIC HAKJIAIBIBAIOTCS APYyr Ha JApyra CIOSMH W Pa3AeisioTcs amMopGHBIMU
obylacTsiMu  mojauMepHoro  matepuana. PucyHoxk 1.23  mpencraBisier  coboi
MukpodoTorpaduio MEHTPATLHON YacTH ceporanTa M30TAKTUYECKOTO IOJIUCTHPOIA
(uIIC) (cnmeBa) M cxemaTHYEeCKOE H300paKeHHME, MOKA3bIBAIOIIEE PA3BETBICHHYIO

chepoIUTHUECKYIO CTPYKTYpY (CIipaBa).

crpykrypsl  ulIC, monyueHHass METOAOM DSJEKTPOHHOH MHKPOCKOIHH BBICOKOTO
paspeliieHus; (cipaBa) CXeMaTHIECKOe HPE/ICTABICHHE Pa3BETBIICHHOM
cepoaUTUIECKO CTPYKTYPHI [56].

Kak BUAHO MO mpencTaBICHHOMY PHUCYHKY, LIEHTpaJibHas 4acTh CQepoiauTa

NpeACTaBIsAeT COOOH CTPYKTYPY, COXPaHSIOUIYIO CXOACTBO ¢ (OpMOM HMCXOJIHOMU
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JaMeJUIAPHON Mmavku, oOpa3oBasiel cheponut. B xone ee pocta mo Mepe yBeTUICHUS
MOBEPXHOCTH C(EpoanTa, YCTAHOBIMBACTCS CTAOMJIBHBIM CHUMMETPUYHBIA POCT,
dbopMHpYyIOTCS HOBBIE OTBETBIEHUS. TakuMm o00pa3oMm, pOCT M BETBIEHHE — JIBa
HEOOXOJMMBIX YCIIOBUS TOSBICHUS CPEPOTUTHIECCKON CTPYKTYphl. Boamm oT 1meHTpa
cdeposiuTa KpUCTAJUIMUECKUE CJIOM BCETJia MapajlielbHbl palnyc-BEKTOPY cepoiuTa,
YTO COIVIACYETCS C TMPEANOJIOKEHUSIMU, TMOJTYYEHHBIMU U3 CBOMCTB JBOIHOTO
JTy4YenpenoMIIEHUS.

Ha camom perne, MexaHu3Mbl pa3pacTaHus ¥ BETBICHUS JJaMEJUISIPHBIX KPUCTAJIOB
JI0 CHX TIOp SIBIITFOTCS TIPEeIMETaMu OOCYXKIEHUSI Cpelnn HayqHoro coobmectBa. CTouT
OTMETUTh, YTO YACTOTA BETBJEHUS OMNpPEIECISET JaTepalbHYIO IIHUPUHY JaMEUISIPHBIX
KpucrtamuioB. Kpome Toro, BeTBIeHUE — OIMH U3 BaXKHBIX (DAKTOPOB, HEOOXOAUMBIX IS
HEMPEPBIBHOTO 3aKpPy4HMBAHUs JlaMeliel B MOMEHT BPEMEHH, KOrja BO3MOXKHOCTb
MOBOPOTAa OrpaHMYEHA BEIUYMHOW JlaTepaibHOW mUpUHBI jJamenu [57]. CymiecTByer
HECKOJIbKO MOJIejeli MEXaHU3MOB 00pa30BaHUs TaKOW pa3BETBICHHON CTPYKTYphl. [lo
OJIHOW W3 HUX MPEANoJiaraercs, 4Tro MPUYUHOW Tpoliecca BETBJICHUS SBISIOTCS
MOpGoIoTHYeCKUe HECTAOMILHOCTH, BBI3BAaHHBIC TPAIUCHTHBIM mojieM nuddy3uu, T.e.
HE3aKPUCTATN30BAHHBIC JIOKAJIBHBIE YYaCTKH, PACIOIOKEHHBIE Ha (POHTE pocTa
namenu [58]. JIpyras Mojenb OCHOBBIBACTCS HA MPEANOJIOKECHUH O BO3SHHUKHOBEHUH
HaIpsHKEHUN Ha TOBEPXHOCTU (PPOHTA pOCTa JaMeNH: B MPOIlecce pPocTa CTaOMIbHOCTh
JaMeny JIMMHUTUpPOBaHa JaTepalbHOM MMPUHON L, U mpuU JOCTUKEHHH MaKCUMyMa
HIUPUHBL (POHTA JIAMENH A, KPUCTANI HAYMHAET MPOLECC ACJIEHUs] Ha JIBE JOUYEepHUE
JaMenu, Kak TMoka3aHo Ha pucynke 1.24. CTouT OTMETHUTb, YTO HAaIpaBJICHHUE
3aKpyYMBAHUSI UCXOJHOM JIlaMeNM OCTAaHETCS TaKUM K€ y Jo4YepHuX Jiameneil. Jlanee
JIOUepHUE Jamenu OyayT MpoAOoJKaTh POCT Kak B JIaTepajbHOM, TaK U B PaUaIbHOM
HaIpaBJICHUSIX U MPU JOCTIKEHUN KPUTHUYECKUX PA3MEPOB OIATH OYIyT MPETEPIeBaTh

IpoIiecC pa3/IeiCHUs Ha HOBBIC JIouepHue iamenu [59].
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(a)

(b)

Pucynok 1.24 — Cxemaruueckoe H300pa)k€HHE Mpoliecca BETBJICHUS JIAMEIIISIPHBIX
KPUCTAIJIOB. (a) — MpoIlecC pOCTa HMCXOMHOM JIaMenH, JOCTIKEHHE KPUTHYECKUX
pa3sMepoB U pa3jieiicHHE Ha JIBE JouepHue Jamen; (D) — mpolecc MOBTOPHOTO BETBIICHHUE
JaMeIUISIPHBIX KPUCTAIIOB.

Kak yxe ynoMuHanoch, B IpoIecce pocTa U 3alOJHEHHs MPOCTPAHCTBA JIaMeNn
MOTYT 3aKpY4YHMBAaThCS: UMEHHO JAHHBIN (QakT OOBICHSIET (POPMHUPOBAHUE KOJBLEBBIX
chepoautoB (pucyHok 1.19). B nanHOM citydae, moMuMO 00pa3oBaHUs «MaJIbTUMCKOTO
KpecTa», MOXHO HaOI0JaTh OcCia0lieHHne MHTEHCUBHOCTH BJIIOJIb OKPYXHOCTEH ¢
onpeeIeHHbIM OCTOSIHHBIM MEPUOIOM. DTOT (PEHOMEH ObLT AETAILHO N3YyYEH MHOTUMU
TpyNIaMH YYEHBIX U MPEACTaBIsAET CO00M pe3yabTaT 3aKpyUHBaHUS KPUCTATIMYCCKUX
JaMesiel B TeJTMKOUIBI BIOJIb pagnyc-BekTopa cheponuta (pucynok 1.24). Jlanusiii paxr
MOJITBEPIKIAETCS KaK MUKPOQPOTOTrpadusiMu, MOTYYCHHBIMH METOAAMH SJICKTPOHHOU
MHUKPOCKOIIMK BBICOKOTO pa3pelieHusi, TaKk U METOJaMU MAaJIOyTJIOBOIO pPacCesHus

peHTreHoBckux nyuei [60, 36, 39, 37].

Pucynox 1.25 - Cxemarudeckoe H300paK€HHE OJIHOBPEMEHHOTO BETBJICHUS

KPUCTAJUIMYECKUX JIaMEeJIEH U UX 3aKPYUMBAaHUE B IIPOLIECCE KPUCTAILTU3ALMY TOJTUMEPOB
[39].
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Wtak, B 1aHHOW TNIaBe ObUTM PacCMOTPEHBI KJIACCHUECKHE PAOOThI MO KUHETUKE
KPUCTAJUIM3AIMd U MOP(OJOTUM YaCTUYHO KPUCTAJUIMUECKUX TOJMMEpOB. boimu
OTMMCaHbI OCHOBBI TEPMOIMHAMUKH MPOIIECCOB KPUCTAITU3AIINH, @ TAKKE MOJIEKYJISIPHBIC
MEXaHU3Mbl (POPMUPOBAHUS YACTUIHO-YIOPSTOUYCHHON TOTMMEPHONU CTPYKTYPHI.
Oco0oe BHUMaHHE YJEICHO KPUCTAIU3AIlMU MOJMMEPHBIX MaTepraioB M3 pacillaBa:
MOJIPOOHO OIMKCaH MPOIIECCHl EPBUYHON HYKJICAIIMH, POCTa JTAMEJUIIPHBIX KPUCTAIIIIOB
1 00pa30BaHUs CTPYKTYp CO CIOKHOU Mopdomoruenn — chepoauToB. CTOUT OTMETHUTH,
4TO BCE TIPUBEIEHHBIC pe3ylbTaThl Omaromaps OypHOMY pa3BUTHIO HOBBIX
AKCIIEPUMEHTATILHBIX METOJIOB, KOTOpBIE OYIyT pPacCMOTPEHBI B CIEIYIONIEH TiaBe

JTAHHOU pabOTHI.
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I'maBa 2 JkcnepuMeHTAJbHAS 4aCTh. MeTOABI U MATEPHAJIBI

B nanHoil rmaBe OyayT pacCMOTpPEHBI OCHOBHBIE SKCIIEPUMEHTAIBHBIE METO/IBI,
HCIIOJIb30BAHHEIE pH A3y4YECHUU IIPOLIECCOB CTPYKTYypOOOpa30BaHUs
AKCTIIEPUMEHTAIILHBIX TTOJIUMEPHBIX 00pa3iioB. KpoMe Toro, oTaenp»HOe BHUMaHUE Oy1eT
YACJICHO OJKCICPUMCHTAJIBHBIM MCTOAWKAM IIPUTOTOBJICHUSA O6p33HOB JaCTU4YHO-

KPpUCTANNINYCCKUX ITOJIMMCPOB.

2.1 OCHOBBI M€TO10B KAJIOPUMETPHH

VYxe Oosiee ABYX CTOJIETUHM, CO BpeMEHHM M300peTeHus: kajiopumerpa JlaByasbe-
Jlantaca, KaJOpUMETPUYECKHME OSKCHEPHUMEHTBHI  HMCHOJB3YIOTCS Ui U3Y4YECHUS
TEPMUUYECKOTO TOBEJICHHUSI MaTEpUaJIOB KaK oJlHa U3 Hanbosiee 3PGHEeKTUBHBIX METOIUK
TepMudeckoro aHamusa [61]. Mexaynapoanas Kondeneparus Tepmudeckoro AHanmsa
u Kanopumerpuu (International Confederation of Thermal Analysis and Calorimetry,
ICTAC) nmaer cnenyrolee omnpeeiecHue KaJlOpUMETPUU: «IIOCPEJICTBOM HU3MEPEHUS
MOTJIOUIEHHOTO WJIM BBICBOOOXIEHHOTO TEIIa BO3MOKHO N3YUEHHE B3aUMOCBS3H MEXTY
CBOMCTBaMH 00pa3la U €ro TeMNEpaTypor B TEUEHHE KOHTPOJIMPYEMOTO HarpeBa WM
oxnaxaeHus» [62, 63]. Kamopumerpus HUCMIONB3yeTcsl MOBCEMECTHO, B YaCTHOCTH
U3YYaroTCs 3HAOTEPMHUYECKHE U IK30TEPMUYECKHE IPOLIECCH], UMEIOIINE MECTO IPHU
(a30BbIX MPEBPALIEHUAX B XOJI€ HAIPEBA U OXJIAXKACHUS PA3IMUHbIX BEIIECTB.

Ha ceromnsimamii  neHp Hawbosee TMOMYJISPHBIM ~ METOJOM  SIBIISICTCS
nuddepenuuanbias ckanupytromas kanopumerpus (CK), koTopas ocHOBbIBaeTCsl Ha
U3MEPEHUH PA3HOCTH TEIUIOBBIX MOTOKOB, BBIPAKAEMBIX B PA3HOCTH DJIEKTPUUYECKUX
MOIIHOCTEW, HEOOXOIMMBIX JIJIsl HarpeBaHus (OXJIaXKIEHHUS ) TUTIIS ¢ 00pa3lioM U IyCTOro
(3TanmoHHOrO) TUTIS 110 3a1aHHoM TeMinepatypbl. JICK no3Bossier onpenenuTs BETUYHHBI
TEIMJIOEMKOCTEH, KaK XKHUIKOH, TaKk U TBepAOH (a3, TeMrepaTypbl (Ha30BbIX MEPEXO0JI0OB,
COOTBETCTBYIOIINE HM3MEHEHMSI DHTAIBINHH, dHTponuu u 1p. Takum obpazom, JICK
ABJIIETCS OAHOM W3 Haubosiee A(P(PEKTUBHBIX METOAMK NPU H3YYEHUU KUHETUKHU
KPUCTAJUITM3AIMd W TEPMOJUHAMUKH JPYruX (Ha30BBIX MPEBpaIeHUul, MPUCYIIUX
nonumepaM. CymectByer aBa tuna ycrpouctB JICK, OoCHOBaHHbIE Ha IPUHIIUIIE

HU3MCPCHHUA PA3HOCTH TCINIOBBIX ITOTOKOB M Ha ITPHUHIMXIIC KOMIICHCAITUKY MOIITHOCTH.
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[lepBsiii THI NIpeACTaBISET COO0M MPUOOP, B KOTOPOM MPEAYCMOTPEHO MECTO IS
pasMelleHusl ABYX TUIJIeH: ¢ 00pa3loM U ¢ 3TalloHOM (pedepeHcoM), Kak MMOKa3aHO Ha

pucyske 2.1.

06933611‘ YTAIIOH

AT R

A

OO1mii HarpeBaTeNb

Pucynoxk 2.1 — Cxema ycrtpoiictBa JCK, oCHOBaHHOTrO Ha NpPHUHIIMIE H3MEPEHUS
Pa3HOCTH TETUIOBBIX TOTOKOB.

B nanHOM ciydyae m3Mepsercs pa3HMIA TEMIIEPATYP MEXKAY IABYMsI TUIJISIMU
IIOCPEACTBOM IIOABEAEHHBIX K HUM TEPMOPE3UCTOPAM C WU3BECTHBIMU BEIMYMHAMU
TEIJIOEMKOCTH WJIM TEIUIONPOBOAHOCTU. Pa3HocTh TemoBeix moTokoB (heat-flow

difference, HF) paccuntbiBaeTcs ciieayromum oOpa3om:
_ AT 1 1 dT; dAT
HF = R_r+ATO (R_S_R_r>+(cr_CS)E_CrF' (2.1)

rae

AT — pa3uamiia Temneparyp obpasiia u 3TajoHa;

AT, — pa3nuna TemnepaTyp o0pasiia 1 3TaJloHa BOJTU3M MOBEPXHOCTH EUH;

T, — Temnepatypa 00pasua;

R, R, — TepMHuuecKre COMPOTUBIICHUSI MEX]y MEYKON U 00pa3lioM U ATAIIOHOM,
COOTBETCTBEHHO;

Cs, C, — TETUIOEMKOCTH 00pasiia U 3TaloHa, COOTBETCTBEHHO.

B OonbIMHCTBE CilydaeB B XOJ/€ dKCIIepUMEHTa u3Mmepsiercs: Benmunaa AT, Bce
OCTaJIbHbIC BEJIMYMHBI ONPECISIOTCS Mpollecce KanumOpoBKH mpuOopa. Xopommwid
TETUIOBOM OOMEH MEXIy THIJIIMH M HarpeBaTelIbHOW TEUbI0 JOCTHTaeTcs Oiaromapst

IpOJayBKE ra3zoM (K NpUMepy, a30TOM WM reivem). BenwuumHa TtemioBoro oOMeHa

MCHACTCA, KOraa 06paseu MCHACT CBOC COCTOSAHHC HJIM MCHJCTCA KOHTAKT 06pa3ua C
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TUTJIEM B CJICICTBHE HECKOJIBKHMX MPOBEACHHBIX SKCIIEPUMEHTOB, YTO B CBOIO OUYEpPEb
NPUBOJUT K HEKOTOPBIM MpoOiieMaM, K MNPHUMEPY, K YBEIWYCHHIO IOIPEIIHOCTH
U3MEPEHUs TEIJIOEMKOCTH o0pasia 10 5% [64, 65].

Yro kacaercs JICK, OCHOBaHHBIX Ha MPHHIMIIC KOMIIEHCAI[MM MOIIHOCTH, B
JTAHHOM CJTydae 0Opasell ¥ 3TaJIOH MMOMEIIAIOTCS B JIBE MOJHOCTHIO HACHTHYHBIC TICUKH,
MUMEIOIIME OJMHAKOBbIC, HO OTCJIbHBIC HAIPEBATEIN U TEMIIEPATYPHbIC CEHCOPHI, KaK

MOKAa3aHO Ha PUCYHKeE 2.2.

obpasery ATaJIOH
T AAMANMAAWAAMWAMAN T WA T
HarpeBartelu
TeMIepaTypHbIe
CEHCOPBI

Pucynok 2.2 - Cxema yctpoiictBa JICK, oCHOBaHHOrO Ha MPUHIMIE KOMIICHCAIIUU
MOIIHOCTH.

YcTpoiicTBO M3MepsieT TemnepaTypy oOeux nedye M aBTOMaTHYeCKH, C YYETOM
KaJIMOPOBKM, KOMIIGHCUPYET  HEJOCTAIOIIYI0  MOLIHOCTb, HEOOXOJIUMYIO ISt
MUHUMHU3UPOBAHUS pa3HULbI TemiiepaTyp neueid. Takum oOpa3om, TeMiiepaTypbl 000MX
neyeil MpakTUYECKH OJUHAKOBBI B XOJE€ BCETO HArpeBa/OXJIaXKJEHHUSA, a MOIIHOCTD,
HeoOXoauMas IJ1sl MOJIIEPKAHUSI ATUX TeMIIepaTyp, OTIMYaeTCs 11l o0paslia v 3TajloHa.
K mpumepy, ecnin mmeeT MECTO HEKOTOphIM (Pa3oBBIM Tepexoji, BOSHUKAET pa3HUIA
TEMIIEPATYpP U TEMIOEMKOCTH (AC),) MeKITy 00pa3loM H 3TajJoHOM. UTOObI CBECTH 3Ty
pasHUIly K MUHUMYMY, HEOOXOAMMO YBEIMYUTH MOIITHOCTh HarpeBa OJHOW U3 Meuei Ha
BeIM4UnHY A@:

Ap = AC, - B, (2.2)
rze f — CKOpOCTh HarpeBa/oXJaKIeHUsI.
Kak mpaBuio, tunnynele 3kcnepuMmenTsl Mo JICK mpoBoasTcs co ckopocTsMu

HarpeBa/oxnaxjaenuss ot 1 nmo 100 °C/muH, 4TO 0O0YCIOBIEHO HEOOXOAMMOCTHIO
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IPOBEJCHUS KCIIEPUMEHTOB C XOPOIINM BPEMEHHBIM U TEMIIEPATYPHBIM Pa3peLICHUEM.
be3ycnoBHO, Ha CErOAHSIIHUN J€Hb TPOU3BOAUTEIN KOMMEPUECKUX MPUOOPOB
3asBIISIOT BO3MOYKHOCTh KOHTPOJIMPYEMBIX CKOpOCTEH Harpesa/oxnaxacaus jno 750 °C/
muH (k mpumepy, Perkin-Elmer DSC-8000/8500), oqHako, kak OyaeT ImoKa3aHo Jiajiee, B
JAHHBIX MPUOOpax € YBEIMYEHUEM CKOPOCTHM HarpeBa BO3HUKAET Pl HEM30EHKHBIX
npobiem. B cBowo ouepelb, BO3MOXHOCTb HCIOJb30BAHUS BBICOKUX CKOpPOCTEH
HarpeBa/OXJaXJIeHUsI HEoOXoAuMa sl YBEJIMYEHHUS HWHTEHCUBHOCTH CHUTHaJla OT
00pa3IoB MajIoi Macchl HUIM OT 00PAa3I[0B C HU3KUMU SHTAIBIUAMU (ha30BbIX IEPEXOIOB.
Kpome Toro, mpu momMomu OBICTPBIX CKOPOCTEH OXJIXKACHHUS MOXXHO HPOU3BOIUTDH
3aKalKy o0Opa3loB, MperoTBpalias KpPUCTAIU3ALUI0O B XOJAE OXJKIACHHS, YTO
OTKpPBIBAET IIUPOKHE BO3MOXXHOCTH HCIIOJIb30BAHUS PA3IMYHBIX TEPMUYECKUX
nporpaMM Ui U3y4YeHUs pa3inyHbIX cucTeM. OJHaKo, Kak MOKa3bIBAeT MNpPaKTHKa,
yBEJIMYEHHE CKOPOCTH HarpeBa/oxnaxaenus B npuoopax [ICK npuBoguT K CHHKEHHIO
paspelieHuss Mo TeMIeparype, a Takke K YIIMPEHHWIO THKAa, COOTBETCTBYIOIIETO
¢dazoBomy nepexony. [locaennee, B CBOIO o4yepeb, BBOAUT HEOOXOJUMOCTD MOBBIIICHHUS
TEMIEPaTypbl CKaHUPOBaHUs 00paslia, YTO 3a4acTyl0 MPUBOAHUT K €T0 PA3I0KCHHUIO.
YactuyHo mpoOsemMbl MOBBIIMIEHUS CKOPOCTH HArpeBa/OXJaXIEHUS B SKCHEPUMEHTE
JCK Mornu Obl OBITH peIIeHbl IMyTeM CHUXXEHUS Macchl o0pasla, OJHAKO Ha
CETOAHSIIHUN JeHb MPUOOPHI HE 00JIATAIOT JAOCTATOYHOW UYyBCTBUTEIBHOCTHIO IS

paboThl ¢ oOpas3iamMu Maccoi menee 0,5 mr.
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Pucynok 2.3 — Bun kpuBoii JICK, cooTBeTcTByIOIIEH HarpeBy THUIIMYHOTO YaCTUYHO-
KPUCTAJUIMYECKOTO MOJIUMEPA.

B kauectBe nmpumepa Ha pucyHke 2.3 npuseneH Bua kpuBoil JICK tunmynOro
YaCTUYHO-KPUCTAIUIMYECKOrO IoiauMepa. C  MOBBIMIEHUEM TEMIEpPaTypbl MOXKHO
HaO0I01aTh ciieayomue (ha30Bbie MPEBPAIICHUS: IPOIIECC PACCTEKIOBBIBAHUS, MIPOIIECC
«XOJIOJHOW» KPUCTATM3AINK, JeTalbHO onucaHHbld B ['1aBe 1 Hactosiel paboThl, U
npouiecc raBieHus. llporecc cTEeKIOBaHMS AOITO OTOXIECTBISICA € (Pa30BbIM
NEPEX0JIOM BTOPOTO POJa, MPU KOTOPOM CKAUKOOOpPa3HO HU3MEHSETCS TEeIIOEMKOCTb
nosumMepa. JIumb CpaBHUTENBHO HEIABHO OblIa OKOHYATENBHO JI0Ka3aHa KUHETHYeCKas
npupoAa 3TOro mnepexona. JlaHHBII CKavyoOK TEIJIOEMKOCTH CBA3aH C PE3KUM
YBEIIMYEHUEM CETMEHTAJIbHOW MOJABHXKHOCTHU IOJUMEPHBIX Lernel. MOXHO 3aMETUTh,
YTO CKAYOK MO TEIVIOEMKOCTU 3aHUMAET HEKOTOPBIM MPOMEKYTOK IT0 TEMIIEPATYPE, YTO
JienaeT BIOOp OJHOTO KOHKPETHOIO 3HaueHHs Tg HECKOJIBKO 3aTPYIHUTEIbHBIM, HO
OOBIYHO cUMTaeTCs, 4To Tg SBISETCS TOYKa M3rHba KPUBON TEIJIOEMKOCTH, JTUOO U3
KJIACCUYECKOT'0 COOTHOIIEHUs Tutomiaaeii [66]. [To BenwunHe JaHHOTO 3HAYSHUS MOYKHO
CYIUTh O MHOTHX Ba)XKHBIX CBOMCTBax noiumepa. K mpumepy, ruOKocTh OCHOBHOI 11eTn
HalpsAMYyH0 BJIMSET Ha MOJABM)XHOCTh MAaKpOMOJEKYJbl, 4YTO, B CBOK OYEPE.b,
oOyclaBiaMBaeT 3HAUYECHHE TEMIEPATypbl CTEKJIOBaHUS. Takke, Ha MOJIBHKHOCTD
MOJIEKYJ, a, CJIEOBATEIIbHO, U HA TEMIIEPATYPY CTEKJIOBAHHUS, HETIOCPEICTBEHHO BIIUSET
KOJIMYECTBO M pa3Mep OOKOBBIX TPYMI MOJUMEpHBIX Iieneit [56]. B cBoro ouepens
KpUCTAJUIM3aUMsl — 3TO OK30TEPMHUYECKHMM MOpPOLECC, YTO  MOATBEPKIAAETCS
npuBeACHHBIMU B [7aBe 1 JaHHBIMHM, a TUJIaBJICHUE — OOpATHBINA 3HIOTEPMHYECKUI

MpoIecC,  COMPOBOXKIAIOIIMUCA  pa3pylIeHHEM  ClHabbIX  MEXMOJIEKYIISIPHBIX
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B3aMMOJICHCTBUM B MOJMMEPHBIX KPHUCTALIAX, NPUBOIAIIMHA K Pa3yNoOpsAI0YCHUIO
CTPYKTypsl. IIponecchl niaBieHUsT MHOTHX BELIECTB B PANE CIydaeB OO CUX IOP A0
BBI3bIBAIOT BOIIPOCHI M MPEICTaBISIOT Oosbmiol uHTepec. K mpumepy, HEKOTOpbIe
BEIIECTBA MOTYT XapaKTEPU30BaThCA IBYMS, TPEMsI U 00JIee YIHIOTEPMUICCKUMHU MTUKAMU
npu TuiaBieHun [67, 68], HekoTopbie MOKA3hIBAIOT HEOOBIYHBIC H3MEHEHHS TEMIICPATyPhI
TUTABJICHUSI [TPY M3MEHEHHH JaBJieHus [69]. B oCHOBHOM, NMEHHO M3yUEHHIO IPOIIECCOB
KPUCTAITM3AIMH U IJIaBJICHUS MTOJIMMEPOB MOCBSIICHA JaHHas paboTa.

CrouT OTMETUTB, YTO 3a4acCTYHO JAHHBIA METOJ MCIOJB3YETCS Uil OLICHKH
CTENEHU KPUCTAJUIMYHOCTH NOJMMEPOB. Tak Kak TEIJIOBOM MOTOK— 3TO KOJHWYECTBO
TEIUIOTHI, TIepeiaBaeMoi 00pasily B equHuIly Bpemenu, a kpusas JICK mokassiBaet ero
WU3MEHEHHUE OT TEMIIEPATYPBI B pacueTe Ha €AMHUILY MACChI IOJIMMEPa, MOXKHO 3aIUCaTh,

4qTO IIo1Iadb IIMKa I1JIaBJICHUA 6yz:eT paBHaA:

_ QT
S=0 (2.3)

rae (Q — KoIM4ecTBO TeIOThl, T — Temneparypa, t — BpeMsi, m — Macca oopasua. OTkyna
MBI 3aITUIIIEM TIOJTHOE KOJIMYECTBO TETUIOTHI, MTOTJIOMICHHOE TTPH TUIABJICHHUHN:

0= _py (2.4)
== H, .

Taxke 0003HaYMM, HAPUMEpP, MOJHOE KOJWYECTBO TEIUIOTHI, BRICBOOOKICHHOE TMPHU
Kpuctajuzannu Hy,. Takum 0o0pa3om, pasHOCTb 9TuX IBYX Benudud AH = Hy, — Hy,
SIBJIIETCS TEIJIOTOW IUIABJICHUS JIMIIb MCXOJHOW KPHCTAJUIMYECKOM YacTH IOJIUMEpPA,
CYILIECTBOBABIIEH €Ill€ A0 MPOIECCa KPUCTAJUIM3ALNK, IPUBEACHHOM HAa PUCYHKE 2.3.
3Has yAENbHYI0 TEIUIOTY I[UIABJIIEHHWA MoJuMepa, cooTBercTByromyo 100%

KpUCTATUIHOCTH (H;go,), MOKHO HANTH MacCy KPUCTALITMYECKOW YACTH MCXOTHOTO

IIOJINMeEpa:
AH

= (2.5)
HlOO%

me

B cBoro ouepenp cTemeHb KPUCTAIMYHOCTH @ OyIeT ONpPENeNsaTbCs MPOCTOU

bopmynoii:

@=—=— (2.6)



Kpome Toro, mo mijom@aau NUKa IUIaBIECHUS C HCIOJB30BaHUEM TaOIMUYHBIX
JaHHBIX  YACNbHBIX TEIUIOT IUIABJICHUS MOJMMEPOB TMPHU 3aJaHHOM CTEHEeHH
KPUCTAJUIMYHOCTH MOHO TaKUM K€ 00pa3oM OMpeAessiTh CTENeHb KPUCTAIIMYHOCTH
HoJIMMEpa Moclie mpolecca KpUCTallIn3aluu.

B nacrosiieit pabote myig npoBeneHus kinaccuueckux skcrepumentoB JICK u
NpEeIBAPUTEIILHON XapaKTEPUCTUKH HSKCHEPUMEHTANBHBIX O00pa3lioB HCIOIb30BAJIC
npubop Perkin-Elmer DSC-8000. [lanubpiii mpuOop OCHOBBIBACTCSI Ha MPUHIIHIIC
KOMIICHCAIIMM MOITHOCTH M TMO3BOJISIET MPOBOJUTH HKCIEPUMEHTHI CO CKOPOCTSIMHU
HarpeBa/oxnaxnaenus ao 750 °C/mun (12,5 °C/cex). UyBcTBUTENBHOCTH TpHOOpA
JIOBOJILHO BBICOKA, YTO CZEJIa’0 BO3MOKHBIM HCCIIE0BATh 00pa3Ibl MOJIUMEPOB MACCOM
or 1 mr. OTAenbHO CTOMT OTMETHUTh, YTO MPUOOP MMEET BO3MOXKHOCTH MPOBOAWUTH
HKCIEPUMEHTHI NPU OTPULIATEIBHBIX TeMIlepaTypax, YTO UYpe3BbIYaliHO MOJIE3HO NpHU
HCCIIEIOBAaHUM 00pa3lioB ¢ OTHOCUTEIBHO HM3KOM TemrepaTypoil cTekjioBaHMs. Bce
U3MEpEHHs] TPOBOAMUIINCH B a30THOW aTrMocdepe, YTO MPeIOoTBPAIANO ACTPaaallrio

HCCIICIOBAHHBIX 00pa3IloB.

2.2 MoayasiiuoHHAs1 KAJIOPUMeETPHUs

3anuiieM OCHOBHOE YpaBHEHUE KAJIOPUMETPUH:

i _ o dr (T, t) 2.7
at  Pdt f.o, 2.7)

dH . o .
rne —- - o0t TernoBor moTok, m3mepeHHsbiin J[CK,

C, — TEMI0EMKOCTh 00pasia,

dT
—, — CKOpOCTb Harpesa,

f(T,t) — TtemnoBoi MOTOK (KUHETHYCCKHM UICH), SIBISIOMIHICS (GYyHKIIHEH
BPEMEHU U TEMIIEPATYPHI.

Jlns mro6oro obOpasiia TErmaIoBOM MOTOK AOJKEH OBITh MPSIMO IPOMOPIIMOHANICH
CKOPOCTHM HarpeBa € Yy4Ye€TOM KUHETHYECKOrO 4YJieHa, MCXOJd U3 OIpeieieHus
TEIUIOEMKOCTH W TEIUIOBOTO IMOTOKA. JTO O3HAYaeT, YTO HYJIEBas CKOPOCTh HarpeBa
BJIeUeT 3a coOoil obOpamienue B 0 TerioBod motok. Takum obpazom, AJjisi TOTO, YTOOBI

SBHO BBIPa3UTh KHHETUYECKUH WIIEH, HEOOXOJUMO TMPOBECTH KaJOPUMETPUUYECKUI
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AKCIIEPUMEHT IO TEMIIEPAaTypHOMY CKAaHUPOBAHUIO C HYJEBOW CKOPOCTHIO Harpema.
HiMeHHO 110 3T0# puurHe OblIa BBEACHA MOTYIISIIMOHHAS KAJIOPUMETPHSI, TIEJTh KOTOPOI
pa3AeNIUTh JBE COCTABJISAIOININE, 00pa3yolre OOLINA TEMI0BOM MOTOK 1o dhopmyiie (2.7).
Kpome Toro, mpu HaOMIOJEHWM €Ba 3aMETHBIX MEPEXOJ0B, K MPUMEPY MPOIIecC
CTCKJIOBAHHUS TOJIMMEPOB C BBICOKOW CTEMEHBIO KPUCTAJUIMYHOCTH, YyBCTBHUTEIHLHOCTD
JCK Moxer ObITh HemoctaroyHoul. Cynss mo dopmyne (2.7) HeoOXoaumo JIuO0
YBEJIIMYUTH Maccy 00pasia, 1100 CKOPOCTh €ro HarpeBa, 4YTo JAOJHKHO B CBOIO OYepeab
HEN30€)KHO TPUBECTH K CHIIKECHHIO TOYHOCTH DKCIIEPHMEHTA, B CJIEJCTBUE TOSIBICHUS
TEMIIEpaTypHBIX TPAJAMCHTOB. B mMaHHOM ciydae TpEeuMYyIIecTBa MOIYJISIIMOHHON
KaJIOPUMETPUU OYCBUIHBI, TAK KAK OHA MCIIOJIL3YET OJTHOBPEMEHHO 2 THIIA CUTHAJIOB:

- MEJUICHHBIN TUHEHHBINA HArpeB ISl yBEITUYCHHSI pa3peIICHUs SKCIIEPUMEHTA,

- MOYJISIIIMOHHBIN CUTHAJ IS YBEIMYCHHSI YYBCTBUTEILHOCTH

Hpyrum orpanndenneM npumeHeHus JICK sBisieTcss HEBO3MOKHOCTD H3MEPEHUS
TEIUIOEMKOCTH 00pa3lia B H30TEPMHUYECKUX YCIOBHUSAX M TOIYYCHHS 3aBUCHUMOCTH
JTAHHOM BEJIMYUHBI KaK (YHKIIUU BPEMEHU; OJIHAKO, 3TO MOXKET OBITh PEaM30BaHO B
cilyd4ae MOMYJISIIMOHHON KaJOpUMETPUH, BCIEICTBHE MPUMEHEHUS K O00pasily IBYX
HE3aBUCUMBIX CUTHAJIOB, ONTMCAHHBIX BHIIIIC.

Teopust MOIYISAIIMOHHON KaJlopuMeTpuu OblIa pazpaboTtana B 1910, o koTopoi
JUTSL MaJIOTO WHTEpBaJia BPEMEHH HarpeB CUCTEMBI MOKHO pa3/IeINTh Ha HarpeB oOpasiia
¥ HarpeB okpykatomiei cpensr [70]:

(po + psin wt)At = cmAT + Q(T)At, (2.8)

r7ie Po + p Sin wt — BpeMeHHasi 3aBUCUMOCTb TEIIOBO MOIIHOCTH, MMOABOIUMON
K 00pasiy,

m, ¢, T — Macca, TeTUI0OEMKOCTh U TeMIiepaTypa o0pasiia, COOTBETCTBEHHO,

Q(T) — MOILIHOCTH TEILIOBBIX IIOTEPH,

@ - YTJI0Basi 4acToTa MOAyisnuu (0w = 21f)

AT — u3MeHeHue TeMIlepaTyphl 3a HUHTEpBal BpeMeHu At.

Ecnu npunsite, uto T =Ty + 0,0 K Ty u Q(T) = Q(Ty) + Q'6, nonyuum:
aqQ

(po + psinwt) = cm (i—i) + Q(Ty) + (ﬁ) 8 (2.9
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Ecnu MoniHoCTh, yXoasinas Ha IoTepH, paBHa py, cmAT = 0. [Ipu HanoxeHuu ycioBui

Q(Ty) = po u 6 = B,sin(wt — @) ypaBHenue (2.9) npuMeT BH/I:

p
6, = 2.10
° J(cmw)? + Q"2 (210
cmow
tan(p = (211)

0
roe 6 - aMIuMTyna MOIYJSIUM TEMIIEpaTypel, ¢ - pasHocTh (a3 KoieOaHwit
TEMIEpaTypbl o0pa3lla M MOIIHOCTH, NIpUIIOKEHHOM K oOpa3my. Yame Bcero
MIPEANOIaraeTcs, YTo PekuM aguadaTuiaeckuii M tan @ > 1 (sin¢@ = 1). Eciu pa3HocTh
da3 Omuska k 90°, KOppeKirs Ha MOTEepH TeIula He3HAYUTENIbHA, YTO O3HAYaeT, 4YTO
OCHWJUISIIINH TTOTEPH TeIlIa U3-3a OCHMILUISIINA TEMITIEPATyphl 3HAYUTEIFHO MEHBIIIE, YeM
OCIIMJUISIIIMA MOIIHOCTH HarpeBa. B MaHHBIX YCIOBHSIX TEIUIOEMKOCTh 00pasia

3aIMCHIBAETCS KaK
mc =— (2.12)

Bripaxxenue (2.12) siBisieTcsi OCHOBHBIM YPAaBHEHHEM MOJYJISAIIMOHHON KaJOpUMETPHUHU.
Ecnmm ycrmoBus cumtarorcs Heaamabatudeckumu, (2.12) mepenwiiercs B CIETYIOIIEM
BUJIC:

mc = wieosingo (2.12)

13 Beipaxkenus (2.12) MOXHO 3aKJIFOYUTh, YTO TEIUIOEMKOCTh 00paslia MOXKET OBbITh
JIETKO HaifJleHa yepe3 pa3HoCTh (a3 KoneOaHuil TeMreparypbl oOpasiia U MOIIHOCTH,
TPUIIOKEHHOM K 00pasity.
2.3 CBepx0ObIcTpas KAJOPUMeETPHUs HA Ynile (HAHOKAJIOPUMETPHs)

CaepxObicTpas ckanupytomias kanopumetpus (Fast Scanning Calorimetry, FSC),
WIM HAHOKAJIOPUMETPHS, MO3BOJISIET MPOBOIUTH TEIUIOPH3UIECKUE IKCIIEPUMEHTHI Ha
oOpaslax BECOM HECKOJIIbKO HAaHOTPaMM C MPHUMEHEHHEM YPE3BBIYaiHO BBICOKUX
ckopocreli Harpesa/oxnaxaerus (10 108 °C/cek). Ucnonp30BaHne BEICOKUX CKOPOCTEH

CKaHMPOBAaHUA IO TEMIICPATYPE AACT BO3MOXKHOCTH JOCTHYb KBaSI/I-a,Z[I/Ia6aTI/I‘{CCKI/IX
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YCIIOBHUH, TaK KaK TEIUIO HE yCIIEBAE€T PACCEMBATHCA M PACXOAYETCs JUIIb HAa HarpeB
aKTUBHOM 00J1aCTH HAHOKAJIOPUMETPUUIECKOTO CEHCOpa:

P(t) = C,(T) - B, (2.13)
rie Cp,(T) — cymmapHasi TEII0eMKOCTh CEHCopa 1 o0pasia.

WNHTepec kK HAHOKAJTOPUMETPHUM CYIIECTBEHHO BBIPOC B IMOCJEIHUE NECATUIICTUS
Onmaromapsi pa3BUTHUIO HAaHOTEXHOJIOTUW; JaHHAs METOJMKA CTajia OJHON W3 Hambosee
3G(}EKTUBHBIX C TOYKA 3pEHHSI XapaKTepU3alMu TemIo(QU3NYECKUX CBOMCTB
HAHOCTPYKTYPUPOBAHHBIX MAaTEPUATIOB B MAJIBIX KOJIMYECTBAX (HECKOJIBKO HAHOTPAMM).
B nanHOM citydae KOIMYECTBO TEIUIOTHI, TOTYyYaeMOM MIIH BEICBOOOK1aeMOii 00pasiom,
ypesBbIuaiino mMano (nopsaka 10® BaTr), u Takum 06pa3oM, HE MOKET ObITh H3MEPEHO
metogamu JICK. Kpome Toro, pabora ¢ oOpa3naMu Majaoil Macchl Aa€T OAHO BAXKHOE
NPEUMYIIECTBO, a HMEHHO BO3MOXHOCTb MPUMEHATh YPE3BbIYAMHO BBICOKHE
KOHTPOJIMpyeMble CKOpOCTH Harpea/oxnaxiaenus (mo 10° °C/cek), Tak kak ckopocTb
HarpeBa oOpaTHO MPOMOPIMOHAIbHA Macce o0pa3la NMpH 3aJJaHHOM MOITHOCTH HarpeBa
[71,72,73].

[Ipumep MEMS ceHcopa, UCHOIB3yeEMOT0 B  HaHOKaJIOPUMETPUUYECKUX
U3MEpeHUsIX, NpuBelneH Ha pucyHke 2.4. Kak mnpaBuio, oH mpeAcTaBisieT coOoi
3aKpEIUICHHYI0O B KPEMHHEBOU ompaBe MeMOpaHy M3 aMOp(QHOr0 HUTPUIA KPEMHUS
(SiNy) TommmuoMt g0 1 MxkM. Ha paHHy0o MeMOpaHy HaHECEHBI JJIEKTPO/IH,
BBITIOJIHAIONINE POJIb PE3UCTUBHBIX HarpeBaTesnedl u tepmonap. s HaArisgaHOCTH Ha
pucyHke 2.4 HarpeBaTeld 0003HAYEHBI KEATHIM M KPACHBIM LIBETAMH, a TEPMOIAphl —

(HOJIETOBBIM I[BETOM.
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Pucynok 2.4 — ®otorpadust HaHOKAJIOPUMETPUUECKOTO CEHCOpa (clieBa), yBeInYeHHAs
¢dotorpadus KpeMHHEBOW paMKH ceHcopa (IoceperHe) 1 MUKpopoTorpadust akTHBHOU
00J1acTH HAHOKAJIOPUMETPUIECKOTO CEHCopa (CIpaBa).

B nacrosimieit pabote s mpoBeAEHUsT SKCIEPUMEHTOB HCIIONIB30BAJICS MpUOOp
HanokamopumeTp, co3gaHHBII B Ja0OpAaTOPHBIX YCIOBHSIX Ha 0Oa3e jabopaTopuu
WH)XCHEPHOT0 MaTepuasoBeieHus Gpakynbrera GyHIaMeHTAIbHON (PU3NKO-XUMUYECKON
umwkenepun MI'Y um. M.B.JlomoHocoBa. JlaHHBIM TpHOOp MO3BOJSET MPOBOJIUTH
CTaHIapTHbIE HAHOKATOPUMETPUUECKIE U3MEPEHHSI C OUEHb MaJIbIMU 00pa3laMu, MacChl
KOTOPBIX COCTAaBIISIET €AMHUIBI HAHOTPAMM U JaXKe COTHU MUKOIPaMM. DTO MO3BOJSET
UCCJIEIOBATh C €r0 MOMOUIBI0 TOHKOIUICHOYHBIE 00pa3libl Ha IMOJUIOKKAX (HAmpUMep,
NOJIMMEPHBIE  IUJICHKH, TMOJy4YeHHbIE [EHTPUPYTUPOBAHUEM), MHUKPOPpPArMeHTHI
MOJIUMEPHBIX BOJOKOH, OT/AEJbHbIE MHUKPOUYACTUIBI PA3JIMYHBIX MOPOIIKOB U T.I.
Bricokast 4yBCTBUTENBLHOCTh, HEOOXOAMMAs ISl pabOThl ¢ oOpa3liaMu MaJioil Macchl,
nocturaerca Omaromaps peanu3anud B HaHokamopumeTpe BBICOKHMX CKOpPOCTEH
Harpesa/oxnaxaenus (1o 10° °C/cex) B pexume DC kamopumerpuu (TO €CTh B
IKCIEPUMEHTaX C TMOCTOSHHBIMU CKOPOCTSMH HarpeBa M OXJIaXJEHHUS) U BBICOKOU
yacTtore MoayJsiuuu temmneparypbl (mo 1.0 k['m st ceHCOpOB, MCHOJB30BAHHBIX B
naHHOU pabote) B pexkxume AC KamopuMeTpuu (WM MOAYJIALMOHHOW KaJIOPUMETPHH,
onucaHHoi panee). [Ipu sTtom, B HaHokamopumeTpe npeaycMoTpeHa BO3MOKHOCTh

MPOBEICHUS] U3MEPEHUSI CO CKOPOCTSMU HarpeBa, XapakKTepPHBIMH JI KJIACCUYECKOM
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JCK, u s AC u s DC kanopumerpun. @otorpadust MCHOIb30BaHHOTO MPUOOpa

IpUBe/IeHA Ha PUCYHKE 2.5, 2 OCHOBHBIE €r0 XapaKTepUCTUKH — B Tabmuie 2.1

Pucynoxk 25 -

dotorpadust
HaHOKAJIOPUMETPHUYECKHM CEHCOPOM.

Hanokanopumerpa ¢ MNOJKIIOYEHHBIM

Tabnuna 2.1 — OcHoBHBIE XapakTepucTiku HaHokanopumerpa.

Juama3oH TtemmepaTtyp oOpasiia B
pEeXXMME MEJJICHHBIX HarPEBOB

173 - 523 K (ot -100 mo +250 °C)

Juama3oH Ttemmeparyp oOpasiia B
pexuMe OBICTPHIX (32 HECKOJBKO
MC) HarpeBOB

173 - 573 K (ot -100 mo +500 °C)

ITorpemnocTs temriepatypsl | He xyxe 1.0 K
oOpasia

Pazpemenne mno  temmepartype | He xyxe 0.001 K
obpasia

MakcumanbHas CKOPOCTh HarpeBa
obpasia

1o 1 000 000 K/c

JIBa pexxuMa u3MepeHui

- pexum AC (Momynsiuus TeMIEpaTyphbl
OTHOCUTEJIBHO  3aJaHHOTO  ypPOBHA  WIIU
MOJYJISIUSL  TeMIEpaTypbl € CHHXPOHHBIM

JETEKTUPOBAHUEM Ha YJIBOCHHOM 4acTOTE)
- pexum DC  (HarpeB  uUMIIyJIbCcaMu
OPSIMOYTOJIBHOM HJIM MHOU (hOpMBI);

Tpu pexxuma Harpesa

- C TIOMOIIBIO BHEIIHETO HAarpeBaTess

- C IOMOIIBIO BHYTPEHHETO (YCTAHOBJICHHOT'O HA
MeMOpaHe 1aTuuKa) HarpeBaTess

- C TOMOINIBIO COYETAHMSI TUX HarpeBaTesen

YacToTHBIN JWama3zoH MOIYJISIUU
TeMnepaTypbl

oT 1.0 I't mo 40 xI'11;

Tounocte wu3MepeHus (¢HazoBOTO
CIBHTa TEMIIEPATyPHOTO OTKJIMKA
oOpasia

He xyxe 0.05°;
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MakcumanbHasi yactota BbIOOpKHU | 200 kI'11 (5 MKC);
(paspeleHue 1Mo BPEMEHN)
MakcuMalibHasi eMKOCTh Oydepa 100 000 maroB u3MEeHEHUS TEMIIEPATYPbI

Ha nanueiii MomenT HanokaiopumeTp npeaycMaTpruBaeT BO3MOKHOCTb PabOTHI €
HaHOKaniopuMeTpuueckumu cencopamu, cepun XEN-393 npousBoactBa kommnaHuen
Xensor Integration (Huaepaanabl), OMH U3 KOTOPBIX MpeacTaBicH Ha pororpaduu 2.4.
Hcnonp30BaHue MIMPOKOIO CHEKTPa PA3IUYHBIX CEHCOPOB IMO3BOJSET BapbUPOBATH
TaKkue MapaMmeTphl, Kak aKTUBHAas 00JaCTh CEHCOpA, MaKCUMallbHAasi CKOPOCTh Harpesa,
TeMIEpaTypHbIH AUana3oH U3MEpEeHU U Jp. Bo3MOKHOCTH mMpesjiaraeMoro mpuoopa
JIOBOJIBHO IIMPOKH: UCCIIEIOBaHNE HEPABHOBECHBIX COCTOSHUN BEIECTBA JUJIS JYYIIEro
NOHUMAHUS U ONTUMHU3AIMK YCIOBUN MOITYYEHUSI HOBBIX MaTepHUaliOB, BO3ZMOMXHOCTb
MOJYYCHHSI TOJIHOCTBIO aMOp(HOTro cocTostHus MeTawioB [74], momumepoB [75] u
HOJIYIIPOBOIHUKOB [76], M3ydyeHHEe TEPMOJMHAMUYECKMX M KMHETHYECKHX IPOIECCOB
IPH KPUCTAIUIM3AIMH U TUIABJICHUH MOJIMMEPOB [77], cBepXObICcTpast 3aKajika 00pa3IioB U
MOCJICYIONIEe WX W3yYeHHEe, ONTUMU3AIUS TEXHOJOTHH TPOU3BOACTBA HOBBIX
(dbapManeBTUYECKUX TMpenapaTtoB M B3pbIBYATBHIX BEIIECTB, HCCIACAOBAHUS MPU
pa3paboTKke HOBBIX TEXHOJOTHA OOpaOOTKM TOBEPXHOCTEH, OCHOBaHHBIX Ha
KOHTPOJUPYeMOH MOAUGUKAIMK TOBEPXHOCTHBIX CJIOEB  TOJIIUHON  TOpSJIKA
HECKOJIbKMX HAHOMETPOB U T.JI.

besycnoBHO cymiecTByOT aHanorn HuHOkamopumeTpa, K mpumepy Mpuoop,
paspaboranubiii rpynmnoi luka win kommepuecku goctynubiii Flash-DSC kommanuu
Mettler-Toledo [77, 78]. OnHako crouT OTMETHTH, 4T0 HaHOKaopuMeTp MMeEeT psi
MPEUMYIIECTB IO CpaBHEHHWIO ¢ HUMH. K mpumepy, mpuOOpbI-aHAJIOTH JIHIICHBI
BO3MOYKHOCTH TIPOBOJIUTH MOJYJIAIIMOHHBIE KAJIOPUMETPHUECKHE DKCIIEPUMEHTHI, M
TakKUM OO0pa3oM HE TMOAXOMAT IS W3Y4YCHHsS TMOBEACHHUS OOpa3loB B KBa3u-
U30TEPMHUYECKUX pPEeKUMax. bojee TOro, KOMIOHOBKA BBHIMICYMIOMSHYTBIX MPUOOPOB
NPUHITMIIHAIBHO HE II03BOJIIET COYEeTaTh HMX C JPYTUMH OKCIIEPUMEHTAJIbHBIMU
METO/IaMH, TOCKOJBKY HW3MEpPHTENIbHAs sYeiiKa CMOHTHUPOBAHA HEMOCPEACTBEHHO B
camom mpubope. HaobGopor, Hanokamopumerp COCTOMT W3 HABYX pa3HbIX OJOKOB,

KOHTPOJIbHO-U3MEPUTENbHBIA OJIOK U OJIOK HAHOKAJIOPUMETPUUECKOTO ceHcopa. Takum
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o0Opa3om, mpuOoOp MMEET OTKPHITHIN UHTEPEHC U MO3BOISIET COUETaTh CBEPXOBICTPYIO
KaJJOpUMETPUIO HA 4YUIE C JAPYTMMH METOAaMH (PU3MKO-XHMUYECKOTO aHaln3a
(onmTHyecKass ~MHUKPOCKONHMS, PEHTTEHOCTPYKTYPHBI  aHalu3, aTOMHO-CHJIOBas
MUKpOcKomus, PamaHOBCckass MHKpOCKOmusi M T.1.), KOTOpble OyayT moapoOHee

PacCMOTPEHBI HUXKE.

2.4 CoBMellleHHE HAHOKAJTOPUMETPHUH € ONITHYECKOI MUKPOCKOMUe

OnTuyeckas MHUKPOCKOTHS — OTHOCHUTEIBHO TIPOCTOM ¥ YPE3BBIYANHO
3pGEKTUBHBI METO[ I U3ydeHUus MOpP(HOJOTHMH YaCTHYHO-KPUCTALTUIECKUX
noymMepoB. Yare Bcero mpu paboTe ¢ MOJMMEpaMHu MPUMEHSIOT TPAHCMHUCCHOHHYIO
MUKPOCKOIIHIO, TPU KOTOPOH CBET OT HCTOYHHKA IMPOXOIAUT 4Yepe3 HCCIeTyeMbIi
oOpaszen,, U Jajee MpPU TMOMOIIM JHH3 U (DOKYCHPOBOYHOH CHUCTEMBI MOTY4aeTCs
YBEIMYCHHOE M300pakeHue. ECTh psll CYIMIECTBEHHBIX OTPAHUYCHUHN ISl IPUMEHEHUS
TPAHCMHCCUOHHOW ONTHYECKONM MHUKPOCKOIMU, M CBSI3aHBI OHU C pa3pemaromiei
CIIOCOOHOCTBIO, KOHTPACTHOCTHIO W OCBEIICHHOCThIO MaTepuaia. Paspemaromiyio
CIIOCOOHOCTh MHKPOCKOTIMM MOXKHO ONpEIEIUTh 4Yepe3 AJIUHY BOJHBI CBeTa A U

anepTypy MUKpockona A:
d=-— (2.14)

B ypaBuenun (2.14) d ecTb MUHHMAJIbHOE DPA3TUYUMOE PACCTOSHUE MEXKIY ABYMS
OTIENbHBIMU TOYKaMU. TakuM o00pa3oM, MaKCHUMaJbHO BO3MOXKHOE pa3pelieHHe
OonTHYECKOro Mukpockona coctaBiaseT 0.5 Mkm. OpHako, MOXKHO 3HAYUTEIBHO
yJIy4lIUTh JaHHOE 3HAu€HUEe Onarojaps yBEJIMYEHHIO OCBEIIEHHOCTH oOpa3ua WiH
NPUMEHEHHUIO (Pa30BOr0 KOHTpACTA.

OObIYHO, HCMONB30BAaHME KOHTpacTa B TPAaHCMUCCHOHHOM  ONTHYECKOU
MHUKPOCKOIIMM OCHOBaHO Ha CEJIEKTUBHOM IIOIVIOUIEHUHM CBETa pPa3HbIMU YaCTAMHU
uccienyemoro oonekta. K mpumepy, mossipu3zanimoHHas ONTUYECKas MHUKPOCKOIHUS
UCIOJIB3YETCSI CBOMCTBO JBOMHOIO JYYEHPUIIOMIIEHUS JUIs ONpPEAENICHUS Pa3IMYHbIX
Moponornueckux ocoOeHHocTel mnoaumepoB. Hekoropelie marepuanbl (K mpUMeEpy,

onucanHble B ['maBe 1) MUMEIOT CBONCTBO MEHSTh IUIOCKOCThH MOJSPU3ALUU JTUHEUHO
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NOJIIPU30BAaHHOTO CBETAa B Clly4ae SIBJICHUS JBOWHOIO JIy4eNpEeIOMIIEHUS MpHU
IPOXOXJACHUU CBETa uepe3 oOpaserr:
An =n, —n,, (2.15)

rme n, M N, — KOIPPUIUEHTH MPEIOMIIEHUS, COOTBETCTBYIOIIUE JBYM
NEePHEHANKYJIAPHbIM  HampaBieHusM. Crnenuduyeckoe ONTUYECKOe IMOBEACHHE
00yCJIOBJIEHO TeM (PaKTOM, YTO BEKTOP HAMNPSHKEHHOCTH 3JIeKTpuyeckoro mnoysa E u
BEKTOp DJJEKTPUYECKONM HMHIYKUHWHM HENapaJUieJbHbl B aHM30TPONHOM Cpene, 4To
OPUBOJAUT K AHU3OTPOIHOMY PACIPOCTPAHEHHUIO CBETA BAOJb JABYX Pa3IUUYHBIX
HaNpaBJICHUI ONTUYECKUX UHAUKATPUC (HapuMep, BAOIb KpUCTAIUIOrpaduuecKux ocen
KpUCTAJUIMYECKUX  MaTepuasioB). B cioydasx, Kkorja  CTeNeHb  JBOHHOTO
Jy4ernpenoMIIeHUs BBICOKA, pa3HOCTb (a3 MEXIy ABYX CBETOBBIX BOJH MOXKET JOCTUTATh
A/4. Takum 006pa3om, TUHEHMHO TOJISIPU30BAHHBIN CBET CTAHOBUTCS MOJISIPU30BAHHBIM 110
KPYT'Y, YTO IPUBOJMT K JOTIOJHUTEIBHBIM HHTEpDhepeHInoHHbIM 3¢ dextam [40].

B Hacrosmieit paboTe SKCHEPUMEHTHI 10 TOJSPU3AMMOHHON ONTUYECKON
MHUKPOCKOIHHU ObLIH MOocTaBieHbl Ha ipudope Carl Zeiss Axiscope Al, 060py10BaHHBIM
ONTUYECKUM MOJISIPU3aTOPOM U LIMPPOBOI LIBETHOM KaMmepoii ¢ pazpemenrem 1300x1300
NUKCceel v rIyOnHoM 11BeTa 32 OMTa U CKOPOCTHIO 3aIUCH J0 7 U300paKeHUI B CEKYHTY.
Jlnst uccrnenoBaHus CTPYKTYpooOpa3oBaHMs MpPHU KPUCTALIU3ALMU TMOJIUMEPOB ObLIO
peaan30BaHO  COBMELICHUE  MOJSIPU3ALMOHHOM  ONTHYECKOW  MHUKPOCKONHMH  C
HAaHOKAJIOpUMETPHEH, IyTeM KOHCTPYHMPOBAHUS CIIEHUAIbHOIO OJIOKa JepraTens

HAHOKAJOPHUMETPUYECKOTO CEHCOPa, CXeMa KOTOPOTo MPHUBEIeHa Ha PUCYHKE 2.6.

62



e
T
]
CEEE T T L1

—T
C—)
=10

L 6 o J a

Pucynok 2.6 - Cxembl Ojoka naep:kaTens JUisi HaHOKAJIOPUMETPUUYECKOIO CEHCOopa,
MpeAHA3HAYCHHBIN 1J11 UHTETPAllMi HAHOKAJIOPUMETPUU U ONTUYECKON MUKPOCKOIIHUH.

brok nmepxateneit mpencraBiseT CcOO0OM  MOIYJIBHYIHO KOHCTPYKITHIO,
COCTOSAIIYIO U3 CIAEAYIOIIMNX KOHCTPYKTUBHBIX YAaCTEH — KOHHEKTOpA, JIep KaTelis AJis
HaHOKAJIOPUMETPUUYECKOTO CEHCOpa, METAIUIMYECKON MIIACTUHBI U KoXyxa. J[aHHoe
YCTPOMUCTBO COBMECTUMO C OOJIBIIMHCTBOM M3 U3BECTHBIX ONTUYECKUX MUKPOCKOIIOB,
000pynoBaHHBIX X-Y CTOJIMKAMHU.

[Ipu »sToM peanuzanus OJOKa YYHUTHIBACT CHEHU(PUKY HCIOIb3YyEMbIX
HAHOKAJOPUMETPUUYECKUX  METOJIOB  HM3MEpPEHMsl, a  HMEHHO:  BbICOKas
YYBCTBUTEJIBHOCTh HAHOKAJIOPUMETPUUECKOTO CEHCOPa K JIEKTPUYECKOMY CUTHAIY;
UPOKUN Irana3oH Moxyssuuu temnepatypsl — oT 1.0 I'm go 40 xI'u; TouHOCTH
u3MepeHust (Ga3oBOro CMEIEHUs] TEMIIEPATYPHOro OTKiIMKa obpasia — Beime 0.05°;
MaKCUMaJIbHas 9acTOTa BEIOOPKH (pa3perieHue mo BpeMeHn) — 5 Mkc u ap. [loatomy,
OblIa peanu3oBaHa cTaOWJbHAsA I[epefaya aHaJOrOBOIO CHUTHAja, MOJYy4aeMOro
HAHOKAJOPUMETPUIECKUM CEHCOPOM 10 OJioKa ympaBiieHusl 0€3 KaKuxX-I1ub0 MmoTephb
WHTEHCUBHOCTH CHTHaja W  0€3  BHECEHHMsS  JOMOJHUTENBHBIX  IITyMOB.

CKOHCTpYMPOBAHHBIM J€p)KaTeNb TAKXKE BBIMOMHICT (YHKUUIO TEPEXOJHHKA C
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pa3beMa  HAHOKAJOPUMETPUYECKOIO CEHCOpa Ha 25-KOHTAaKTHBIM  paszbew,
WCITIOJIB3yEeMBIN B DJIEKTPOHHOM OJI0Ke yrpaBieHusi Hanokamopumerpa.

Kectkas ¢ukcanuss HAHOKAIOPUMETPUUYECKOTO CEHCOpAa Ha MPEeIMETHOM
CTOJIMKE ONMTHUYECKOTO MHUKPOCKOMNAa HeoOXxoauma it GyHKIIMOHUPOBAHUS, TaK Kak
aKTHBHas 00OJIACTh MCIIOJIB30BAHHBIX B Pab0OTE HAHOKAJOPUMETPUUYECKUX CEHCOPOB
cocraBiusier Bcero 100mxkm x 100MKM, 4YTO JefmaeT BO3MOKHBIM Kay€CTBEHHO
BU3YaJIM3UPOBATh TMPOUCXOISIINE TMPOIECCH B 00Opasie UMb TPH ONTUYECKOM
yBenuueHnun Oosiee, ueM B 50 pa3. dokanbHas IMIOCKOCTh OOBEKTMBA W IEHTP
AKTUBHOW OOJACTH HAHOKAJIOPUMETPUUYECKOTO CEHCOpa JIeKAT CTPOTO B OJHOU
MJIOCKOCTH, MapajuieIbHOM MIOCKOCTH NPEIMETHOTO CTOJIMKAa MUKPOCKOIIA.

[Ipn ABMKEHUM CTOJMKA MHMKPOCKONA BO3MOXXHO HAJIOKEHHE IOMEX U
MCKaXEHUE aHAJIOTOBOT'0 CUTHAJIa OT HAHOKAJIOPUMETPUUECKOTO CEHCOpPa /10 aHAJI0ro-
udpoBoro npeodpaszoparelis, a TAkKe CMEIIeHNe 00pasiia, MPUBOISIIEE K BEIXOAY U3
dokanpHON TUIOCKOCTU. [loaTOMY KpaiiHe BakHO ObLIO pa3paboTaTh CHUCTEMY,
00€eCTeunBarONIyI0 MPOCTPAHCTBEHHYIO YCTOWYMBOCTh HAHOKAIOPUMETPUUECKOTO
CEHCOpa B aKTUBHOM 00J1aCTU CKAHUPOBAHUSI MUKPOCKOIA TP NIEPEMEIICHUH CEHCOPa
BMecTe C OJIOKOM JepKaTens, a TakkKe OOCCIeYNTh MAaKCUMAaJIbHYIO 3alluTy
aHAJIOrOBOTO CUTHaja OT MOMEX, CBSI3aHHBIX C JBUYKEHUEM 00pasiia.

KoHTposnbHbIe OJI0KH, pUMEHSIEMbIE npu pabore C
HAaHOKJIOPUMETPUUECKUMU CEHCOpaMH, HYXKAAIOTCS B M3MEPEHUM OKpYKalolleu
TEeMIIepaTyphl, OMpeNeIsieMOil MOCPEeCTBOM BHEIIHEH Tepmomnapbl. Bo unzbexanue
TEMITEPaTypHBIX TPAJAMEHTOB W OMIMOOK MpHU 0OpabOTKE CHUTHAJIOB, MOTYyYAEeMBIX C
HAHOKAJOPUMETPUIECKOTO CEHCOpa, TepMOTiapa KOHTPOJIBHOTO OJI0Ka (pUKCHUpyeTCs B
HEIMOCPEJICTBEHHOW OJU30CTH OT AaKTHUBHOM 00JaCTH HAHOKAJIOPUMETPUUYECKOTO
CEHCOpA, YTO SIBJISETCS €IIe OJHONW KOHCTPYKIIMOHHON OCOOCHHOCTHIO MOJYJIBHOTO
JepKatens HAHOKAaJIOPUMETPUUECKOTO ceHcopa. Kpome TOTO, BCSA
CKOHCTPYHUpPOBaHHas cucTeMa 00JaJaeT KOMIAKTHBIMU pa3MepaMu U HeOOJbIION
TOJIIIIAHOM 711 BO3MOYKHOCTH (DOKYCHPOBAHUS CBETA C MCIIOJIH30BAHUEM PA3TMIHBIX

0OBEKTHBOB ONTHYECKHUX MHUKPOCKOIIOB. Ta1<>1<e, obOecreyeHa BO3MOKHOCTh pa6OTBI B

64



TPAaHCMUCCUOHHOM U OTpakeHHOM cBere. Potorpadusi HM3roTOBIEHHOIO OJOKa

JIEPKATENSl U YCTAHOBJIEHHOTO B ONTUYECKUI MUKPOCKOI NIPUBEIECHA HA PUCYHKE 2.7.

Pucynox 2.7 - ®otorpadus H3TOTOBICHHOTO M YCTAHOBJICHHOTO B ONTHYECKHUI
MUKPOCKOII OJI0Ka JieprKaTesieldl HAaHOKAIIOPUMETPHUUECKUX CEHCOPOB a TaK)K€ yCTaHOBKU
110 COBMEILICHUIO HAHOKAJIOPUMETPUH C ONITUYECKON MUKPOCKOIHUEN.

CTOUT OTMETUTD, YTO JJAHHASI YCTAHOBKA TAaK>K€ UCIOJIb30BaIach MpU KAIUOPOBKE
HAHOKAJOPUMETPUICCKUX CEHCOPOB U MPUTOTOBIICHUN SKCIIEPUMEHTATBHBIX 00PA3IIOB,
T.e. TPU HAHECEHUH TMOJUMEPHBIX MHKPOPPArMEHTOB Ha aKTUBHYI 00JacTh
HAaHOKAJIOPUMETPHUECKOTO CEHCOPa; NaHHBIM MpoIrecc OyJeT ONMucaH B KOHIE TEKyIIen

TJIaBHI.

2.5 CoBMellleHHe  HAHOKAJIOPUMETPUM € HAHO- W MHKPOGOKYCHOM
PEHTIreHOBCKOI JudpaKumei

3a mocnenHue Tmapy MECATKOB JIET METOIbl PEHTTEHOBCKOW MU(PPAKIIMU CTalA

OJHUMHU W3 HauboJiee FHPEKTUBHBIX MPU W3YUYCHHH MIMPOKOTO CIEKTpa MaTepUalIOB.

Pa3BuTue nmaHHBIX METOAOB CTajl0 BO3MOXHBIM Oarogaps TMOSBICHUIO HOBBIX

BBICOKOTEXHOJIOTHYHBIX JIETEKTOPOB PEHTTCHOBCKUX Jy4yed, a TaKKe YHUKAIbHBIX

ONTHUYECKUX (OKYCUPOBOUYHBIX CHCTEM, MO3BOJISIIOUIMX JAOOUTHCS CYOMUKPOHHOTO

paspemieHuss 0e3 OONBIION MOTEPU HMHTEHCHUBHOCTU. PEHTreHOCTPYKTYpHBIN aHau3
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MSTKUX YaCTHYHO-YHOPSAOYEHHBIX CpeJd C HCMHOJIb30BAaHHUEM CHHXPOTPOHHOTO
U3ITyYEHUS UTPAET KIIIOUEBYIO pOJb B PyHIaMEHTAIbHOM MaTepUAIOBEACHHH.

B Hacrosmieir pabore 3KCIEPUMEHTHI IO PEHTIeHOBCKON nudpakiuu ObLIH
poBe/ieHBI B EBporielickoM IIeHTpe CHHXpOTpoHHOTO M3myueHwust (European Synchrotron
Radiation Facility, ESRF, I'peno6nb, ®panius). JlaHHBIA IICHTP SBISCTCS CaMbIM
BBICOKOOHEpPreTUYeckuM B EBpomne CHUHXpPOTPOHOM TPETHEro IMOKOJEHUS C IOJIHON
sHeprueit B 6 I'3B, ympoiieHHas cxema ero yctpoiictBa u (otorpadus npuBeAeHbI HA

pucynke 2.8 [79].

HakonurensHoe Konbuo

Pucynok 2.8 — YnpoleHHas cxema cHHXpoTpoHa (cieBa) u pororpadus Eppomneiickoro
IIEHTPa CHHXPOTPOHHOTO M3TYYCHHsI C BEICOTHI ITUYBETO MOJIeTa (CIpaBa).

B omnuune OT THUOMYHBIX AUQPPAKTOMETPOB, TJ€ PEHTTEHOBCKUE JIy4d
TEHEPUPYIOTCA IyTEM TOPMOXKEHMS 3JIEKTPOHOB AHOJHBIM MAaTEpPHAIOM, K IPUMEPY
MEJIbI0, CHHXPOTPOHHOE M3IyYEHUE TMOSABISIETCS TpPU JABUKEHUU BJIEKTPOHOB C
PEISTUBACTCKUMHU CKOPOCTSMH [0 TPAEKTOPUSAM, HWCKPHUBICHHBIM CTaTUYECKUM
MarHuTHbIM NOJIEM. B TaHHOM Cily4yae 3JIeKTPOHBI UCITYCKAKOTCS JIEKTPOHHOM MMyHIKON
U CIIepBa YCKOPSIOTCA B JIMHEHHOM ycKopuTese (pUCyHOK 2.8), mocie Yyero nomnajarT B
OycTepHOe KOJIbLIO, TJIe M HAaKaITMBaIoT SHepruto. Koraa sHeprus 3JeKTpoOHOB JOCTUTAET
HY>KHOTO 3HA4Y€HUS, 3apsHKEHHbBIE YACTHUIBI MEPEMEIAalOTCsl B HAKOMUTENIbHOE KOJIBLIO,
I7Ie OHM LUPKYJIUPYIOT B YCIOBHUSX BBICOKOIO BakyyMa. B cBoro ouepenp 0osblioe
HAKOIUTEIBHOE KOJIBIIO UIMEET MHOKECTBO JIMHEHHBIX OTBETBICHUI B TAHT€HIIMAIBHBIX
HaIpaBJeHUsAX (PKCIIEPUMEHTAJIbHbIE TUHUHU, PUCYHOK 2.9), T1Ie TpaeKTOpHs JJIEKTPOHOB
U (dopMa DBIEKTPOHHOIO Iy4yKa KOHTPOJUPYIOTCS OJjarojapss HCHOJIb30BaHUIO

IMOBOPOTHLBIX H (bOKYCI/IPOBOIIHBIX MArdvToOB, BBIIOJIHAIOMIUME POJIb MAarHMTHBIX JIMH3.
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Jlamee 3JIEKTPOHHBIA JIyd MPOXOAUT YEPE3 OHAYJATOPBI, TAEC 3APSIKEHHBIC YACTHULIBI
BBIHYXKJICHBI KOJIE0AThCsl B CBSI3M C YEPEIOBAHHMEM IIOJIFOCOB MAarHUTHOTO TOJIS, YTO
MO3BOJISIET FEHEPUPOBATh KOTE€PEHTHOE CUHXPOTPOHHOE U3TydyeHUEe. OHIYyISATOPBI MOTYT
OBITh HACTPOCHBI TAKUM 00pa30M, UYTO KaXKJasi U3 IKCIIEPUMEHTAIBHBIX JTUHUNA MOXKET
M3MEHATh XapaKTEPUCTUKW CIEKTpa CHUHXPOTPOHHOrO u3nydeHus. Kaxpas wu3
OKCIEPUMEHTANBHBIX  JIMHUM  COCTOMT M3  OINTHUYECKOW, HKCIEPUMEHTAIBHON

KOHTPOJIBHOH CEeKITNH, KaK ToKa3aHo Ha pucyHke 2.9 [79].

OIITHYCCKAasA CCKIIUA

SKCIEpUMEHTATIbHAS
KOHTPOJIbHAS CEKIIHS : CEKLUs
Pucynok 2.9 - Cxema ycTpoilcTBa OKCIEPUMEHTAIBHOW JIMHUKM B ILIEHTPE

CUHXPOTPOHHOI'O U3JTYUYCHUS.

OnTuyeckass CeKUUs MO3BOJISIET PEHTTEHOBCKUHN Jyd (opMupyeTcs ¢ y4eToM
HEOOXOMMBIX IKCIIEPUMEHTAIbHBIX YCIOBUHN. Yalle Bcero 10CTYyIHO U3MEHEHHS TaKUX
apaMeTpoB, Kak OJHEPrus, MOTOK (OTOHOM M IOIEpPEYHOE ceueHue Iyudka. [lamee
c(OpPMHUPOBAHHBIN IMYyYOK MPOXOIUT B HKCIEPUMEHTAJIbHYIO CEKIHIO C CHCTEMaMu
KOHTPOJISL TOJIOKEHUSI 00pa3lioB, PETUCTPALMK OTPAKEHHBIX PEHTTEHOBCKUX JIyden
1ocJIe UX B3aMMOJEMCTBHS ¢ 00pa3LioM U T.A.

OKCIIepUMEHTHI, ONHMCAHHbIE B HACTOsIIEH paboTe, OBLIM IOCTAaBJIEHbI Ha
skcriepuMeHTanbHoi  smHuK  |D13.  JlanHas nwHUS  uMeeT 2 pasleibHBIX
SKCNEPUMEHTANIbHBIX ~ YCTAHOBKHM: TepBas  MO3BOJIIET  (POKYCHPOBAaThH  IYYOK
PEHTI€HOBCKUX JIy4el A0 HECKOJIBKUX MUKPOH, BTOPAsi — 10 HECKOJBKUX HAHOMETPOB. B
AKCIEPUMEHTAX C HAHOMETPOBBIM Pa3peIeHUEM UCIOIb30BAMCH TIACTHHBI DpeHens u

HaHO(OKYCUPOBOYHBIE JIMH3BI, PACIOJIOKEHHBIE Ha paccTosHuu 98 MeTpoB OT
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OHJIYJIATOPA, YTO MO3BOIHIIO CPOKYCHPOBATH IMMyYOK PeHTreHOBCKUX Jy4eit 70 100x100
HM B IIONEPEYHOM CEUYEHHHM IIPpU MOTEepE €ro HMHTEHCUBHOCTH 10 90%. JlanHas
HKCIIEpUMEHTAaJIbHASL YCTAHOBKA ObllIa UCHOJb30BaHa sl CKAHUPOBAHUS T€TEPOreHHBIX
HKCIEPUMEHTAIbHBIX TMOJUMEPHBIX 00pa3lloB C BBICOKHUM MPOCTPAHCTBEHHBIM
pa3penieHueM IpH UCIMOJIb30BAaHUM PEHTIeHOBCKOro myyka. CkaHupoBaHHe oOpasia
OCYULIECTBIISIIIOCH TyTEM MEePEBUKEHUS 00pa3lia MUHUATIOPHBIMU MbE€30-/IBUTATEISIMU B
IUIOCKOCTH, TEPIEeHIUKYISAPHOM OCH PEHTTEHOBCKOTO Jiyya. OHEprusi (OTOHOB B
OMMCaHHBIX dKCIEpUMEHTaX cocTaBisuia 14.9 k3B; 1 peructpanuu 1uparupoBaHHBIX
PEHTI€HOBCKUX JIydel ucnoib3oBaiucs aetexkrop FreLon CCD.

B skcnepuMeHTax ¢ MUKPOHHBIM pa3pelieHUuEM HCIOJIb30BAMCH OepHILIEeBbIC
JIMH3BI, PaCMOJIOKEHHBIE B TpaHC(hOKaTope MOJ BaKyyMOM Ha paccTOsSHUU 44 M OT
OHJIyJIATOPA, YTO IMO3BOJSUIO CPOKYCHPOBATh MYyUYOK PEHTICHOBCKUX Jiyued ao 14x17
MKM C MOTOKOM (poTOHOB B 10 pa3 BhlllIe, YEM B CITy4ae IKCIEPUMEHTAaX C HAHOMETPOBBIM
paspemennem  (2*10'! ®/c). Omnmcannas ycraHoBka ObUla HCIIOJB30BaHA IS
npoBeeHus IN-SitU SKCIIEPUMEHTOB 10 COBMEIICHUIO0 HAHOKATOPUMETPUU C METOJaMHU
MUKpPO(OKYCHON pEHTreHOBCKOM nudpakiuu. OHeprus (OTOHOB B OMHCAHHBIX
JKCIEPUMEHTax cocTaBimsuia 13 k3B; ana  peructpaumu  audparupoBaHHBIX
PCHTTCHOBCKUX JIy4ei MCIOJB30BAJICS BBICOKOUYBCTBUTENBHBIN JeTekTop Eiger 4M
xomnanuu Dectris [80], padotaromiuit Ha yactote 10 500 I'x ¢ 3aaeprxkkoit B 10 MKc.

B o0oux ciyuasx miisi KalmOpOBKH U HOPMHUPOBKHM BeKTopa paccesHus s (|s| =
inf rae 6 -yron ITOBCKOT HUS -JIJIMHA BOJIHBI) MCMOJIb30BAINUCH
2/131n8 e 8 -yron bparrosckoro orpaxkenus, a A a BO CII0JIB30BAJINC

oereHat cepeOpa (I MaJOyIJIOBOTO pAacCesHUs) M O-OKCHJ aJTIOMHHHUS (IS
IUPOKOYTIIOBOTO paccestHusi). [lomydeHHbie nByMepHBIE TU(PAKTOrpaMMbl  OBLITH
MPOUHTEPUPOBAHHBI IpU oMo nakera PyFAL.

Ha cerognsmHuii neHp ObUIa TpOBEIEHA CEpUsl YCHEIIHBIX OMNBITOB TIO
COBMEIICHUIO HAHOKAJIOPUMETPUH C MAaCC-CIIEKTPOMETPUEH W TPaHCMUCCHOHHOM
3JIeKTpOHHON MuKpockomnuei [81, 82, 83]. Takke, HEKOTOPBIC aBTOPBI COOOIATIHN 00 EX-
Situ sKcrepuMEHTaX ¢ HCIOJb30BAHUEM HAHOKAJIOPUMETPUU W CHHXPOTPOHHOM
PEHTIeHOBCKOM Audpakiuu I UCcleqoBaHus (Pa30BOTO MOBEIECHUS TOHKUX TUICHOK,

METAJIJIOB, a TakKyKe 00pasIoB MOJIHMaMKIa U U30TaAKTHUECKOTrO MojunpornmieHa [84, 85,
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86, 87]. Onmnako, paboThl MO IN-SitU COBMEIECHHIO METOJOB HAHOKAJIOPUMETPHH M
PEHTTEHOBCKO# Mu(paKInK BIiepBbie ObLIH BHIMOJHEHBI aBTOPOM JTAHHOW JAUCCEPTAIIMN
u ero koyuieramu [88, 89, 90, 80, 91].

CxemaTnueckoe mpezcTaBieHue U Qgororpadusi peaarn30BaHHOIO COBMEIIECHUS

IBYX (PU3UKO-XUMHUYECKUX METOJIOB IIPUBEICHO Ha pUCYHKaxX 2.1 1 2.2, COOTBETCTBEHHO.

Pucynok 2.10 — Cxema 3KCIepUMEHTAILHOW YCTaHOBKH, MCIIOJIb30BaHHOW Jyis IN-Situ
COBMEIIIEHUSI HAHOKAJIOPUMETPHUH C PEHTTEHOBCKOM TudpaKueil.
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Pucynok 2.11 — ®doTorpadust SKCIIepUMEHTAILHOM YCTAHOBKH, UCIIOJIb30BaHHOM IS IN-
Situ coBMelIeH!s] HAHOKATIOPUMETPHHU C PEHTI€HOBCKOM JudpaKueil.
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Pucynok 2.12 — ®otorpadust SKCIIepUMEHTAIbHON YCTAHOBKH, HCITOJIb30BAHHOM IS iN-
Situ coBMeleHUsT HAHOKAJIOPUMETPHH C PEHTICHOBCKOM AU paKUCii.

Ha pucynke 2.12 npencraBieH IpuOJIMKEHHBIN BU UCIIOJIH30BAaHHOW YCTAHOBKH.
[To3unmeit 5 Ha pucyHke 0003HauY€H OMM-CTOIN, MPEACTABIAIOMUN COO0M IIMIMHAP UX
CBUHIIA C JAMaMeTpoM ocHoBaHMs MeHee 500 MKM, 3aKpelyIeHHbII Ha TOHKOM
CTEKJIIHHOM KallWJUISIPE BIOJIb HAIPABJIECHHS MPOXOKICHHUSI PEHTIT€HOBCKOTO Jiyda. Ero

IPUCYTCTBUE B CUCTEME OOYCIIOBJIEHO HEOOXOJMMOCTBIO IPEIMATCTBOBATH MONATAHUIO
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OPSMBIX HeIU(ParupoOBaHHBIX PEHTTEHOBCKHUX Jy4ed BBICOKOM HWHTECHCUBHOCTH Ha
JKpaH JEeTeKTopa, BO M30eKaHuEe ero moBpexaeHusd. s Toro, yToObl UMETh CHUTHAJI
MaJOyIJIOBOTO paccesHusi, OMM-cTon oToiBuraics oT oOpasma Ha 8 cm. Konyc,
HATIOJHEHHBIN T€TUEM U PACTIOJIOKEHHBIA MEX Iy 00pa31ioM U OUM-CTOIIOM, HEOOXOAUM
JUIST MUHUMU3ALMK PAcCesHUsl PEHTErHOBCKUX Jiyded Ha Bosayxe. PaccrosiHue ot
oOpa3na 70 JeTeKTopa IMOA0UpaINCh TakuM o0pa3oM, YTOOBl OBUIO BO3MOXKHO
(¢uKcHpOBaTh KaK CUTHAJIBI MajOyTJOBOIO PACCEsHUs, TaK U paccesHus Ha OOJBIIMX
yriax. [lonoxkenue oOpasna v 001acTb CKaHUPOBAHMS 33JaBAJUCh HEMOCPEICTBEHHO
nepes 3KCIePpUMEHTOM P MOMOIIM MUKPOCKOIIa, HACTPOCHHOTO TaKUM 00pa3oM, YTo
ero OITHYeCKass OCh B TOYHOCTU COOTBETCTBYET HAMNpPaBICHUIO MPOXOXKICHHUS
PEHTTEHOBCKOTO JIy4a.

brnaronapst ucnosib30BaHUIO OMHCAHHOTO paHee HaHokamopumeTpa MOTYT OBITH
peanuzoBanbl 3kcriepuMeHThl 1Mo AC u DC kanopumerpum ¢ HCIOJIB30BaHUEM
Pa3IMYHBIX TMOJIb30BATEIBCKUX TEPMHUUECKHX MporpamM. J[ocTymeH MUpOKHA CIEKTp
ckopocteli Harpesa/oxnaxaeHus: or 1 °C/mun mo 10° °C/cex. B pmannoii paGore B
HKCIIEPUMEHTAX UCTIOIB30BAJICS TEMIIEPATYPHBIA MHTEPBAI OT KOMHATHOM TeMIIepaTypbl
10 +500 °C, oiHaKO CTOUT OTMETHUTb, YTO YCTAHOBKA MOKET ObITh YCOBEPILIEHCTBOBaHA
Opy TMOMOINM CHEHUAIbHO pPa3pabOTaHHON CTAHIMM OXJIAXKACHHS, YTO IO3BOJISIET
UCCJIEeOBaTh 00pa3lbl MPU OTPULATEIBHBIX TEMIEpaTypax a Tak)Ke HCIO0JIb30BaTh
CBEpXOBICTPBIE KOHTPOJUPYEMbIE CKOPOCTH OXJaxieHus. Bes cucrema ympasisercs
IpY MOMOIIM crenuaibHo paszpaboranHoro 10O mus cpenpt Windows u Unix; kpome
TOro, ObTa peanuzoana uHTerpauus [10 Hanokanopumerpa ¢ [1O nudpakrometpa, npu
KOTOPOM HAaKOIUIEHHE JIETEKTOPOM JBYMEPHBIX Ju(paKkTorpaMMm aBTOMAaTHUECKU
HAYMHAETCS  OJIHOBPEMEHHO C  3allyCKOM  IOJb30BATEIbCKOW  TeMIlepaTypHOI

IIPOTPaMMBL.

2.6 Onucanue MCCIAEJOBAHHBIX JKCIEPUMEHTAJBHBIX 00pPa3sloB W METOIAUKH
NpoOONOATrOTOBKH /JIsl MPOBeIeHUs1 M3MepeHuil

JInst  BBIMIOJTHEHWS  JaHHOW paboThl  OBLT  BBHIOPAH  MOYXKECTKOIICTTHOU

apoMaTthdeckuii moiaudCTp mnoiu(tpumeruneH Tepedranar) ([ITMT®). TITMTO

CHUHTE3UPYIOT MyTEeM MOJUKOHAEHcauu 1,3-nponanoanoia ¢ IMMETUI TepedranaTom,
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anbo ¢ TepedTaneBod KuCIOTOW. JlaHHBIA MOJUMEP HMMEET BBICOKYIO TEMIEpPATypy
IUTaBJICHUS U 00JIaJaeT 3aMeyaTeIbHbIMU MEXaHUYECKUMU CBOMCTBaMHU, T.0. OH COYETAeT
B cebe mnpeumymectBa mnoau(d3TwieH Ttepedranara) (IIDTD) u monu(OyruieH

tepedpranara) (IIbTD) [92]. Crpykrypa IITMT® npuseneHa Ha pucynke 2.13.

T
0—C C— OCH,CH,CH

n

Pucynok 2.13 — Xumuueckasi CTpyKTypa noiu(TpUMETUIIEH TepedTaara).

B nanHoif paboTe mcnosb30Bajcs KOMMEpUYECKH TocTymHbIA monumep (Corterre
LP 509200, Shell) co cpenneit monexynsapaoit Mmaccoit M,, = 17300 r/MoJib U cpeHIM

MOJIeKyJIsIpHBIM Becom M, = 35200 r/mosib. Takum 00pa3om, MOTUAUCTIEPCHOCTH
M, _
MCMOJIb30BAaHHOT'O TTOJIMMEPA COCTABIISIET / M. = 2. CTOUT OTMETUTD, YTO OJaromaps
n

U300pETCHUIO HOBOM TEXHOJIOTHU Mpou3BoacTBa nojaumepa B 1998 [93], [ITMT® cran
KOMMEpYECKHA JIOCTYNHBIM M TPHUOOpENT IMIHUPOKOE NPAKTUYECKOE MPUMEHEHHUE: K
npumepy, BosiokHa [IITMT® cocraBisaroT 0cHOBY KOBpoJinHa. OHAKO JJIs1 BBIITOJTHEHUS
nanHo pa6otrel [ITMT® Obi1 BeIOpaH H3-3a HMHTEPECHOTO C TOYKH 3pPEHUS
(byHIaMeHTaIbHON HAYKU TEPMHUECKOTO TIOBEICHUSI.

B mepByto odepenp CTOMT OTMETHTBL CIBHI TEMIIEPATYphbl CTEKIoBaHuA T, B
3aBUCHUMOCTH OT YCJIOBUH KPUCTAJUIM3alMH, YTO XAPAKTEPHO JJIA MOJYKECTKOIEMHBIX
YaCTUYHO-KpUCTAIUTHYECKUX moymMepoB [94, 95]. Bonee Toro, ucxoas w3 M3MeHEHHUs
BEJIMYMHBI TETUIOEMKOCTU TPHU TMEPEX0Jie Yepe3 TOUKY CTEKJIOBAHMS, OBLJIO JTOKAa3aHO
HaJIM4Me >KeCTKoW amop¢HON obOnacTu (mpuUrpaHUYHbIA cloi amopdHOro marepuaia
PSIIOM C YIIOPSIOYSHHBIMH LETSIMHE ), Topa3no MeHbinei, yem y [I9T® u [IBTD [96].

Opnako nanHasi pabota 0osbliie KacaeTcs (PEHOMEHOB, CBA3aHHBIX CO CIOKHBIMU
mexanusmamu  TuiaBienust [ITMT®. TepmoamHamuka o0pa3oBaHUsS KPHUCTAIIOB
[IITMT® wm ux CTpyKTypa HHTEHCHBHO M3Yy4YAJINCh METONAMH KaJOPUMETPUU H
ONTHYECKON MHKPOCKONMH IOCIIeAHHE JBa jaecartka jer [93, 94, 97, 98, 99, 100].
[IpoGnema 3akirodaercs B TOM, YTO MpPH IUIABJICHUH, B 3aBHUCHMOCTH OT YCJIOBUU

kpuctayunzanuu, kpuBoit JICK [ITMT® moryt neMoHCTpUpoBaTh OJIMH, JBa U OoJiee
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NMUKOB TUTABJICHHS. MeEXaHU3MBl SIBJICHHS MHOXECTBEHHOTO TUIABJICHUS, TaKXKe
HaOJIFOaeMOT0 U Ha JPYTUX TMOITYKECTKOIEIHBIX MOJUMEpax, A0 CETOIHSIIHEr0 JTHS
OCTAIOTCS MPEIMETOM HayUHBIX 00cyxkaeHUN. OHO U3 00BSICHEHUI TaHHOTO (peHOMEHa
OCHOBBIBACTCSI Ha TPEINOJOKEHUH 00 00pa3oBaHUU KPUCTAJUIOB PaA3IUYHOTO
«Ka4YeCTBa», YTO MPUBOJUT K 0OJiee paHHEMY IUIABJICHUI0 MEHEE TePMOJAMHAMUYECKU
CTaOMJILHBIX KPUCTAILIIOB U MX TTOCJIEAYIONICH peKpUcTaAIIM3aIuy ¢ o0pa3zoBaHrueM OoJjiee
TEPMOJIUHAMHUYECKH CTaOWUIBHBIX KpUCTALIOB. Jlpyras, ajbTepHATHBHAS MOJIEIh
IPEAnojaraer, YTo pa3indHbie SHaoTepMudeckre nuku Ha KpuBbix JICK cooTBeTCTBYIOT
TUTABJICHUIO PA3IMYHBIX MOMYJIAINA KPUCTAUTMYECKUX 00JIaCTeH, T.€. OTACIbHON YacTH
namenn wind nenod namenu. I[lpumepsl tunuuseslx g [ITMT® kpuseix JICK

IIPUBEJICHBI HA PUCYHKE 2.14.

0.00

-0.05 - -

-0.10 ] | ] | |

0.0

TenyoBoii nmorok, Br/r

0.1+

T, =190 °C | |
210 220 230 240

Temnepatypa, °C

Pucynok 2.14 — [Ipumeps! kpuBbix JJCK, mony4eHHBIX B X0€ HarpeBa co CKOpOCThIO 1
°C/mun o0pa31oB NOJIU(TPUMETHUIICH TepedTanara), U30TEPMHUYECKU
3aKpUCTAUIM30BaHHBIX MPU PA3IMYHBIX TEMIIepaTypax.

CTOUT OTMETHUTD, YTO KaXK1asi U3 MPEIJIOKEHHBIX MOJIEIEN BCE €III€ OCTABIISIET PAJT
HEpa3pEILICHHBIX BOMPOCOB U TPEOYET CYIIECTBEHHBIX JOPAOOTOK U IKCIIEPUMEHTATBHBIX
noaTBepkaeHuit. Kpome Toro, B HEKOTOPHIX paboTax ObUIN MPUBEJCHBI TOKA3aTEIbCTBA
TOTO (haKTa, 9TO TEPMOAMHAMUKA MTOJIUMEPHBIX KPUCTAJUIOB OTIPEIEISAETCS HE TOJIBKO UX

TOJIIIIMHOM, KaK MpeanojaraeT kjaaccuueckas Teopus [' mo6ca-ToMcoHa, HO TaKkKe MOXKET
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3aBUCETH M OT IPYTUX IMapaMETPOB, TAKMX, KaK TOIIIUHA aMOP(PHOTO MEKIAMEIIIIPHOTO
cios [101].

CyliecTBEHHbIM JIOCTH)KEHHMEM B TOHMMAaHUU TPOIECCOB KPUCTAIUIM3ALUU
MOJTY)KECTKUX YaCTHYHO-KPUCTAIUTMYECKHUX MOJMMEPOB Oblin paboThl Po3zeHTtans M. u
Weanosa JI.A. [39, 37, 36]. JlaHHblc paOOThI MOCBSIICHBI HM3YYCHHIO B3aHMOCBS3H
oOpazoBaHusi KoJblIeBbIX cepoauToB I[ITMT® npu pa3nuuHblx TeMmIepaTypax
KPUCTAJUTM3AIMU C TEPMOJAMHAMUYECKAM TIOBEJICHHEM TIOJIUMEpPAa W  OIMHCHIBAIOT
00pa3oBaHHe 3aKPYUYEHHBIX JIaMeliel, YMAaKOBaHHBIX Jajieeé B JIAMEJUISIPHBIA CTEK.
OpnHako, Bce €l1e MMEETCs psJi CHOPHBIX BOIPOCOB, KACAIOIIUXCS TAHHBIX MPOIECCOB,
OTBETUTh Ha KOTOPHIC CTAJI0 BO3MOXHBIM OJiarojapsi MPUMEHEHHUIO BBIIICOMMCAHHON
METOJ/IMK COBMEIICHHUS HAHOKAJIOPUMETPHH C APYTUMHU METOIaMU (DH3UKO-XHMHYIECKOTO
aHaIM3a CTPYKTYPHI TOJTMMEPOB.

Jnst uccnenoBaHusi 00OpasloB YaCTHUYHO-KPUCTAIUIMYECKUX TMOJUMEPOB MpHU
TTOMOIIIA COBMEIIEHHUS HAHOKAJIOPUMETPHUH C IPYTHUMH METOJIaMU (DU3UKO-XHUMHYECKOTO
aHanM3a CTPYKTYphl TIOJMMEpPOB Oblla pa3paboTaHa CHENHAIbHAs METOJUKA
POOOTIOITOTOBKU AKCIIEPUMEHTAIILHBIX 00pa3ioB. Ha mepBoM 3Tame SKCTpy3uen w3
pacijiaBa mojuMepa MoJydalid BojJokHa pguamerpoM ot 10 go 100  wmkwm,

MUKpodoTorpaduu KOTOPhIX MPUBEIEHBI HA pUcyHKe 2.15.

Pucynok 2.15 - Mukpodororpadun BOJIOKOH TOJH(TpUMETHIIEH TepedTranara),
MOJIYYCHHBIX METOJIOM IKCTPY3UH U3 pacIuIaBa.

Jlanee mpu TOMOINM CKajbIes TIOJTYYEHHBIE BOJOKHA OBbUIM Hape3aHbl Ha
MukpodparmenTsl mmHOM oT 30 g0 80 MxM. Ilpouenypa HaHeceHus ¢parmMeHTOB

MHUKPOBOJIOKOH TIOJIMMEPOB IpHBEAcHA Ha pucyHKax 2.16-2.18. B manHoil mporeaype
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UCIIOJIB30BAJICSI  KJIACCUYECKUH  MUKPOMAHUIYJATOP, MNP MOMOLIM  KOTOPOIro
OCYIIECTBIISIETCS BBIOOP MHUKpPOUYACTHUIIBI, €€ 3aXBaT 30HIOM MHUKPOMAHMITYJISITOpA U
NO3ULMOHUPOBAHUE MHUKPOYACTHIIBI HAa HAHOKAJIOPUMETPUUYECKOM CEHCOpE IOJ
ONTHYECKUM MUKpOcKonoMm. 4.1

[Ipy mnomomuM 30HAA MHUKPOMAHUITYJSATOpAa 3aXBaThIBA€TCS MMKPOYAacTHULA

UCCIIeTyeMOTo MaTepuraa, Kak moka3aHo Ha pucyHke 2.16:

Pucynok 2.16 — ®ororpadus mnpomeaypbl 3axBara MHUKPOYACTHIBI  30HIOM
MHUKPOMaHHMITYJISTOPA.

Pucynox 2.17 — Mukpodortorpadust pparMeHTa MUKPOBOJIOKHA TIOJIMMEPA, 3aXBaUCHHOMN
30HJIOM MUKPOMaHUIYJISTOPA.

3axBaucHHAs MHUKpO4YaCTUa HMCCICAYCMOro ™Marcpuajla IOMCHIACTCA HaA

AKTHBHYIO 00J1aCTh HAHOKAJIOPUMETPUUECKOTO CEHCOPa, KaK IMOKa3aHo Ha pucyHKe 2:18.
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Pucynok 2.18 — Ilpouenypa HaHeceHus (parMeHTa MHUKPOBOJOKHA IOJMMeEpa Ha
aKTUBHYIO 00J1aCTh HAHOKAJIOPUMETPUIECKOTO CEHCOopa.

[Ipu BBIMOJHEHWH OMMCAHHBIX BBIIIE JEUCTBUM OYEHb BAaXKHO CIIEIUTH 33 TEM,
YTOOBl HAHECEHHBIH oOOpa3zell He BBIXOAWJ 32 TPaHUIBl AaKTHUBHOW 00JacTH
HAHOKAJIOPUMETPUYECKOTO ceHcopa. Tak Kak Mpu HarpeBe akTUBHOW 00JacTH
HAHOKAJIOPUMETPUYECKOTO CEHCOpa BO3HUKAET TEMIEpPATYpHBIA TIPaTUEHT, JTaHHOE
YCIOBUE TOBBIIIAET TOYHOCTh MPOBOAMMBIX SKCIIEPUMEHTOB, UYTO OyJIeT OMNHUCAaHO B
CIeAYIONIEeH TJIaBe HACTOSIIEH padoTHI.

Ha pucynke 2.19 npuBenena wmukpodororpadgusi axTUBHOM obOnactu
HAaHOKAJIOPUMETPHUUECKOTO CEHCOpa ¢ HAHECEHHBIM Ha Hee MUKPO(PParMEeHTOM BOJIOKHA
[ITMT®. Crout OTMETUTH, YTO JJAHHASI METOJIMKA TTO3BOJISIET OIIEHUTh Maccy o0pasiia; B
JAHHOM Clly4ae JMAaMETp BOJIOKHA COCTaBIs1 25 MKM, a ero mimHa — 80 MKM.
CoOTBeTCTBEHHO, 3Hasd M10THOCTH IITMT® (1,35 r/cM®) MOkHO moNy4nTh, 4TO Macca

JTAaHHOTO oOpasia cocTaniseT 60 HT.
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Pucynox 2.19 - Mukpodortorpaduss akTUBHOM 00JACTHU HAHOKAJOPUMETPUYECKOIO
CeHCOopa C HaHEeCEHHBIM Ha Hee MUKpodparmeHTOM BosiokHa [ITMTO.

Ha pucynxke 2.20 npusenena mukpodotorpadus oopaszua [ITMTD, nomyyerHoro
NyTEeM IUIaBJICHUS MHKpO(pparMeHTa BOJIOKHA M TOCJIEIYIOmEeH H30TepMHUECKON

kpuctayuzanuu npu 190 °C.

Pucynox 2.20 — Mukpodotorpadus oopaszma [ITMT®, nomydeHHOT0 MyTEM TIIaBICHUS
MUKpo(dparMeHTa BOJIOKHA ¥ MTOCIEAYIONEH N30TEPMUUECKON KprcTaum3aruu npu 190
°C.

Hanee oOpasell HaKpbIBAJICS TOHKOW HUTPUJI-KPEMHUEBOW MEMOpPAHOM (TOJIIUHA
1 MKM), 3aKperICHHOW Ha KPEMHHEBOW paMKe JJIsi TOro, 4TOOBI MUHUMH3UPOBATH
MIPOIIECCHI JETPaaIliy MOJIMMEPa B XOJI€ MHOTOYHCIICHHBIX HATPEBOB/OXJIAKICHUN TTPU
MPOBEICHHBIX 3KcnepuMeHTax. Dotorpadus MoITy4YeHHON KOHCTPYKIIMU MPUBEJEHA Ha
pucynke 2.21. Ctoutr OTMETUTH, YTO MaTepuajbl HCIOIH30BAaHHOW MeMOpaHbl H
aKTUBHOW 00JIACTH HAHOKAJIOPUMETPUUECKOTO CEHCOpa HE BHOCAT JOIMOJTHHUTENIbHBIX
CUTHAJIOB TNPHU MPOBEACHUHU HKCIIEPUMEHTOB 10 PEHTI€HOBCKOMY PACCESIHUIO, a TAaKXKe

MMpO3pavHbI I OIITHYCCKUX nyqeﬁ CBCTa JIaMIIbl MUKPOCKOIIA.
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Pucynok 2.21 — ®ortorpadusi HaHOKATOPUMETPUUECKOTO CEHCOpa C HAHECEHHBIM Ha €ro
akTUBHYIO0 00siacTh 00pazioM [ITMT®. AxTuBHas 007aCTh CEHCOpa HAKphITA CBEPXY
HUTPUI-KPEMHHUEBON MEMOpaHO, HATSIHYTON Ha KPEMHUEBYIO PAMKY.

B nmanHOM paszgene Takke CTOUT ONKMCAaTh KPUCTALNIUYECKYIO CTPYKTYPY
UCIOJB30BaHHbIX 00pa3noB [ITMT®, nns nanpHEWIero CpaBHEHUS IOJYyYEHHBIX
AKCIEPUMEHTAIIBHBIX IAHHBIX C JUTEpaTypHbIMH. Ha CeroHsIHAni 1eHb CYUTACTCS, YTO
[ITMT® wumeer  KpPUCTAUIMYECKYXO  PEUIETKY  TPUKIMHHOM  CHUHIOHMM  C
MPOCTPAHCTBEHHOM Tpytioi P-1, B pe3ynbTaTe yero ajaeMeHTapHas sueiKa COCTOUT U3

JBYX MOHOMEPOB, KaK ITOKa3aHO Ha PUCYHKE 2.22.

Pucynok 2.22 — CtpoeHue 31eMeHTapHOM stueiku Kpuctammuiaecko pemetku [ITMTO.

B nmanHOW paboTe MPUHMMAIOCH, YTO NMPH HOPMAIBHBIX YCIOBHSX IMapaMeTph
sueiikn [ITMT® Obutn cnenyromue: a=4.60, b=6.22, ¢=18.36, a=97.8°, $=90.8°,
y=111.3° [39].
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I'maBa3 MccaenoBanue ¢a3oBbIX MNpeBpallleHUuil NOJU(TPUMETHJICH
TepedrTasiaTta) npd NOMOIIM TPAAUMIHMOHHBIX MeETOA0B (U3HUKO-
XHMHMYECKOI0 AHAJIU3A

N3ydenue npoieccoB CTPyKTypooOpa3oBanus 1 peHOMEHAa MHOKECTBEHHOTO TIJIaBJICHUS
o0Opa3ioB NOMU(TpUMETHIIEH TepedTanaTa) B JaHHOM paboTe HAYMHAIOCh C
UCIIOJIb30BaHUEM TPAJAULMOHHBIX METOM0B (PU3MKO-XMMHUYECKOTO AaHAJIN3a, TAKUX Kak
nudepeHnnanbHas ckaHupyoas kanopumerpus. Odpazel noaumMepa H30TEPMUIECKH
KPUCTAJUIM30BAJICA U3 pacIilylaBa C MOCIEIYIOIIUM CKAaHUPOBAHUEM I10 TEMIIEpaType 10
JOCTUKEHHUSI  PACIUIaBICHHOIO  COCTOsHMs.  TemmepaTypa  M30TEpMUYECKOU
Kpucraumsanuu BapbupoBanack oT 130 mo 195 °C u gocturanach ¢ MakCHUMajbHO
BO3MOXXHOM CKOPOCTBIO OXJaXJAeHHUs (B cliydae HCIOJIb30BaHHOTO mnpudopa Perkin-
Elmer DSC-8000 - 600 °C/muu). OOOOWICHHBI TeMIepaTypHbld MPOGUIH

HKCIIEPUMEHTOB IIPEICTABIIEH HA PUCYHKE 3.1.

250F

200f

150F

Temneparypa, °C
=
=

50

Bpemsa, mun

Pucynok 3.1 — TemneparypHslil mpoduis, ucnosib3oBanHbli B s3kcnepumentax JCK. 1
— HarpeB OT KOMHATHOM TemmepaTypsl 10 250 °C ¢ 1enbio «CTUpaHUs» TEPMHUECKON
UCTOpHH 00pa3la 1 ero nepeBo/ia B paBHOBECHBIH pacIuiaB. 2 —M30TePMUYECKUN CErMEHT
(30 cek) B paciiaBIieHHOM COCTOSTHUH. 3 — OBICTPOE OXJIAXKIECHUE 00pa3Iiia Co CKOPOCTHIO
600 °C/mun 1o temmnepatypsl kpuctammusanuu (ot 130 mo 195 °C). 4 — uzotepma nipu
TEMIEpaType KPHUCTAJUIU3AINH, BPEMsi KOTOPOW BaphbHUpPOBAJIOCh B 3aBHUCHUMOCTH OT

Temmnepatypsl (0T 5 MuH 10 1 yaca). 5 — HarpeB o6pasia 10 250 °C co ckopocTtsimu oT 1
10 100 °C/muH.
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[Ipouecc KpHUCTAIUIM3aUMKA KOHTPOJUPOBAICS MPU MOMOLIM BU3yalIH3aLlUU
HK30TEPMUYECKOr0 MUKa Kpuctamumsanuu Ha kpuBod /JICK B KoopauHaTax TEMIOBON
NoTOK — BpeMsi. Kak BuiHO no pucyHkam 3.2 u 3.3, moaynepuoj KpuCTALUIN3alU PACTET
C MOBBILICHUEM TeMIrepaTypbl. MOHUTOPHUHT TEIJIOBOTO MOTOKA MO3BOJISLI 3((HEKTUBHO
ONPENIEIIUTh XapaKTEPHbIE BPEMEHA KPUCTAILIM3AMU U3 paciyiaBa Ipy TeMIEpaTypHOU

BBIJIEPIKKE.

Temneparypa
KPHCTAJLIM3ALHH
130 °C

— 140 °C

-21 150 °C

160 °C

— 170°C

-20 180 °C
— 185°C

— 190 °C

TenJuoBoii norok, K/lx

2 4 6 8 10 12 14
Bpewms, ¢
Pucynok 3.2 — Kpusbsie JICK, momydeHHble NMpU H30TEPMHUYECKON KPHUCTAJUIM3AINH
noJiu(TpUMETHIICH TepedTanaTa) Ipy pa3INuHbIX TeMIepaTypax.
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130 140 150 160 170 180 190
Temneparypa kpucTanauzauum, °C
Pucynok 3.3 — 3aBUCHMOCTh TNOJYNEpPHOJA KPUCTAIM3ALUU MOJU(TPUMETUICH

TepedTaiata) B MHTEpBaje TeMieparyp Kpucramiuzamnuu ot 130 mo 190 °C.

Croutr OTMETHUTH, YTO, CyIsd MO JAHHBIM, IPEACTABICHHBIM HAa PUCYHKE 3.2, B

ciiydae OBICTpOM KpHUCTaUIM3allMM MpU 0oJiee HU3KUX TEMIIEpaTypax MpoLecc MOr
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HAYMHATHLCS YXKE B X0/1€ OXJaxaeHus. JlaHHBIA (haKT CBHIETETLCTBYET O HEIOCTATOYHOMN
CKOPOCTH OXJIaXkJeHus oOpaslia, JTOCTIKUMOM B HCIOJIb30BaHHOM mpubope. Takum
00pa3zoM, B 3TUX YCJIOBUSIX HENb3s C YBEPEHHOCTHIO 3aKIIOYUTh, YTO BECh 00pasel] ObLI
3aKPHUCTAJTIM30BAH IPU OJJHOM U TOM e TeMITepaType: BO3MOKHO, YTO YaCTh KPUCTAIIIOB
WIN OTIEJbHBIE 3apOJbIIM ObUIM CHOPMHUPOBAHBI €€ J0 Hayajga U30TEPMHUYECKOTO
CerMeHTa, mpu 0oJiee BBICOKOW Temmeparype. bblin npeAnpuHsTH NONBITKA CHUKEHUS
Macchl 00paslia ¢ LENbI0 MOBBIIICHNUS KOHTPOIUPYEMOU CKOPOCTH OXJIAXKICHUS, OJHAKO
YyBCTBUTEJIBHOCTH MpHOOpa OKa3aJloCh HEJOCTATOYHO, YTOOBI paboTaTh ¢ 0Opa3laMu
Maccou meHee | wmr.

[Tocne kaxmol HM30TEPMUUYECKON KPUCTAUIM3AIMU 00paser MoJu(TpUMETHIICH
tepedranara) moasepraiics HarpeBy g0 250 °C ¢ pa3auyHbiMH ckopocTsMmu. Ha
pucynkax 3.4-3.5 npencrtaBnensl kpuble JICK, monyuyeHHble B XOJE€ HarpeBOB
3aKPUCTAJUIM30BaHHBIX 00pas3iioB co ckopoctssiMu 1 °C/mun u 100 °C/muH,
COOTBETCTBEHHO. [louTH BO BCEX HKCIEPUMEHTaX Hayajo HarpeBa COMPOBOXKIAETCA
OK30TEPMUYECKUM TIUKOM, YTO MOXET CBHUJCTEIBCTBOBATH O MPOTCKAHUU
BBICOKOTEMIIEPATypHOU MEPEeKpUCTAUIM3AIUK U (HOPMUPOBAHUM HOBOU TMOMYJISIITUN
KpUCTaUioB. bosiee TOro, B cilydae BBICOKOTEMIEPATYPHOU KPUCTAIUIA3AIUN UK
IUIaBJICHUS HAYMHAET paclIeIUIsIThC Ha 2, a B HEKOTOpBIX clydasx Ha 3
SHIOTEPMHUYECKUX MHUKA. Takke CTOUT OTMETUTh KUHETHYECKUU 3(PPEKT: B ciryuae
HarpeBa co ckopocthio 100 °C/MUH TIpH BBICOKOTEMIIEPATypHON KPHUCTAJUIA3AIIUU
NPUCYTCTBYET €IlI€ OAMH SHIOTEPMHUECKHI MUK MpHU 0o0Jiee HU3KUX TEMIIEpaTypax C
nocJeyonen MepeKpUCTaIIU3aAUECH u buHaTHEHBIM HEepacCHICTUICHHBIM

SHAOTEPMUYECKUM MTUKOM ILIaBJIeHUs (PUCYHOK 3.5).
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Temneparypa
-4.0F KpHcTALIH3AUME
130 °C

— 140 °C
| 150 °C

~— 160 °C
170 °C
180 °C
185 °C
190 °C
195°C

TenJuoBoii norok, K/lx

180 190 200 210 220 230 240
Temnepatypa, °C

Pucynok 3.4 - Kpussie JICK, mosydeHHblie mpu HarpeBe co ckopoctbio 1 °C/Mun
00pa3ioB Monu(TpUMeTUIeH TepedTanaTa), 3aKpUCTAUIM30BAHHBIX IPH Pa3TUIHBIX
TEeMIEepaTypax.

—
)

Temnepartypa
KPHCTAJNIN3AIHHA
i 130 °C
— 140 °C
150 °C
- 160 °C
i 170 °C
— 180 °C
— 185 °C
— 190 °C
-I2F —— 195°C

i
=

TenJuoBoii norok, K/lx
I
i
FS

180 190 200 210 220 230 240
Temnepatypa, °C

Pucynok 3.5 - Kpussie JICK, nonydennsie npu HarpeBe co ckopocThio 100 °C/Mun
00pa3ioB MONU(TpUMETHIICH TepedTanaTa), 3aKpUCTAUIM30BAHHBIX MPH Pa3TUYHBIX
TEeMIEepaTypax.

CTOUT OTMETUTH, YTO B XOJE€ MHOTOYHCJICHHBIX HArpeBOB, OXJIAXKICHUA U
(da30BBIX MpEBpalleHUIl TOJIMMEP MOXKET IMpeTepreBaTh pa3IUYHble H3MEHEHUS,
CBSI3aHHBIE C U3MEHEHUEM €TI0 MOJIEKYJISIPHOTO Beca M JAerpajanueil matepuaia. YtoOs
yOenuThCcsl B TOM, 4TO HaOmonaeMble 3(G(EKTbl HE SBISIOTCS CYIIECTBEHHBIMHU IS
JAHHBIX SKCIIEPUMEHTOB, ObUH CHATHI KpuBble JJCK mpu HarpeBe sKcrepruMeHTaTbHBIX
o0Opa3ioB co ckopocteio 1 °C/MMH 110 M moOcje MpPOBEACHHOTO 3KcnepumeHta. llo

pUCYHKY 3.6 BHUIHO, YTO KaJOPUMETPUYECKHUE KpPUBBIC MOYTH HE OTIMYAIOTCS, YTO
82



CBUJIETEIBCTBYET O TOM, UTO OMUCAHHbIE paHee 3(PPEKThI CBA3AHBI JUIIb C TEPMUUYECKON

=

UCTOpHUe oOpasia.

Temneparypa

kpucraunzaunn 130 °C

[ —— nepBblii Harpes o6pa3ua
—— Harpes o0pasia noce

-13F MHOI04YHCJIEHHBIX
TeMIepaTYpPHBIX Npoduei

TensioBoii norok, k/x

180 190 200 210 220 230 240
Temneparypa, °C

Pucynok 3.6 - Kpussie JICK, momyueHHsle mpu HarpeBe co ckopoctbio 1 °C/muH
o0pa3oB NoJaU(TpUMETHIIEH TepedTanaTa), 3aKpUCTAUIM30BaHHBIX IIPHU TEMIIEpaType
130 °C no u mocjie MHOTOYUCIEHHBIX KCIIEPUMEHTOR M0 KPUCTAUIU3AIIUK U3 paciliaBa.

bbutM TIPUHATHI TONBITKH TMPOBEACHUS SKCIEPUMEHTOB C 0o0Jiee BBICOKUMU
ckopocTsimu HarpeBa (500-600 °C/mMuH), 0JHAKO MHCTPYMEHTAJIBHON OCOOEHHOCTHIO
UCTIOJIb30BaHHOTO MPHOOpa SBISETCS MOSBICHUE HEXEIATEIbHBIX dHAOTEPMUUECKUX U
IK30TEPMHUYECKAX ITMKOB Ha KPHWBBIX, CBS3aHHBIX C HCIOJH30BaHUEM B MpHOOpE
IIPUHITAIIA KOMITEHCAITUH MOITHOCTH. Kpome Toro, OBIJIO YCTaHOBIICHO, YTO JIAXKe JTJAHHBIX
CKOpPOCTEH HEeJOCTATOYHO IS TOTO, YTOOBI MPEOTBPATUTh PEKPUCTATUTH3AIINIO 00pasia
¥ OJTHO3HAYHO OOBSICHATH HAOJII0TaeMbIC PACIICIIIICHHSI TUKOB TIJIaBJICHUS.

Taxxe CTOUT OTMETHTh, YTO HA paHHHUX dTamax pabOTHl IS YCTAaHOBJICHUS
B3aMMOCBSI3M OOpPa30BaHHON B XO0Jie¢ KPUCTALIM3AIMU CTPYKTYPHI MOJM(TPUMETHIICH
TepedramaTa) ¢ €ro TEIIOU3MYCCKUMU CBONCTBAMHU OBLIM IIOCTaBICHBI €X-Situ
AKCIIEPUMEHTBI, KOTOPBIC MOPa3yMeBalii MOJTYYCHHE TOHKHMX IMOJMMEPHBIX IICHOK B
YCIIOBUSIX, TOYHO IIOBTOPSIOMIUX TEPMUYCCKHUE PEKHUMBI KPUCTALIM3AIUU B
skcniepumenTtax J{CK. ITonuMepHbie TJICHKH MOJIYyYIMCh MyTEM paciljlaBa MaTepuala
MEXJTy IBYX CTEKJISTHHBIX TOJIJIOXKEK MPHU HEIPEPHIBHOM JAaBJICHUN Ha MOIOKKH C IBYX
CTOPOH JUUIi YMEHBIICHUS TOJIIMHBI TuleHKH. OJHAKO, TaKOW CIOCO0 WMeEET psia

HEJIOCTAaTKOB. B 4aCTHOCTH, HEBO3MOKHO KOHTPOJIUPOBATH TOJIILHUHY U PABHOMEPHOCTH
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oOpa3oBaBIIeiics MJICHKH, YTO HE 3aTPYIHSIIO MOJYyYEHHE OTACIbHBIX M30JIMPOBAHHBIX
chepOoJUTHBIX CTPYKTYp. Takke 175 MPOBEACHUS PEHTI€HOCTPYKTYPHBIX UCCIICAOBAHUN
HE00XO0MMO OBUIO OTAEIATH IUIEHKY OT MOAJIOKKH, UTO [OIPa3yMEBAJIO UCIIOJIb30BAHNE
IJJABUKOBOM KHUCHOTHL. Hy M HakoHel, CKOPOCTH OXJIAKICHUS 1O TEMIIEpaTyphl
KpUCTAJUIM3aMK  ObUIM  HENOCTAaTOYHBIMU  JUII  TOrO, 4TOObl IpPENOTBPATUTH
KPUCTAJUIM3ALHIO YKE B XOJI€ ITpoliecca OXJIaKaAeHus. I TaapHENIIero neciaea0BaHus
JAHHOT'O BOMpOCa CTajla OUYEBUIHBIM HEOOXOJUMOCTh UCIOIb30BAaHUS JIPYTHUX METOJOB
(U3UKO-XMMHUUYECKOTO aHajdu3a, YeMy MU IOCBSLIEHBl CIEAYIOLIUE pa3Jesbl JaHHOU

paboTHI.
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I'naBa4 MHccaenoBanue (a3oBbIX NpeBpalieHuil MOJau(TPUMETHIIEH
TepedTanaTta) NMpd NOMOIIHA COBMEIICHHS] HAHOKAJIOPUMETPUM W

ONTHYECKON MUKPOCKOIUH

Kak Opuio ymomsiHyTO paHee, UCHOJIb30BaHHBIA B pabore mpudop
Hanokanopumerp moMumMo OBICTPBIX HArpeBOB MOXKET padoTaTb B  peXUME
MOIYJIALIMOHHOM  KAJIOPUMETPUH,  YTO  JAET  BO3MOXKHOCTb  HMCCIENOBATh
AKCIIEpUMEHTAIbHBIE 00pa3mbl MpU CKOpocTax HarpeBa, aHamormdHbiM JICK. Takum
00pa3zoM, MOKHO MOJTHOCThIO BocmpousBecTu nposeaeHHble Ha JICK skcrnepuMeHTsI ¢
TUMMUYHBIMU CKOpOCTsiMU HarpeBa 1-100 °C/mMuH, oHaKO TPU 3TOM HUCIIOJIB30BaTh BCE
IPEUMYIIECTBA HAHOKAIIOpUMETPHH. Bo-TIepBhIX, MOKHO HCCIEI0BaTh 00PA3Ibl MACCOU
10 100 Hr, 4TO MO3BOJSET NPUMEHSITH PEKUMBI CBEPXOBICTPOTO OXJIAKICHUS U TaKUM
o0pa3oM u30eXaTh MPOLECCOB HEKOHTPOIMPYEMON KpUCTAIIM3allMd B IpoIecce
OXJIaX1eHHsI. BO-BTOPBIX, ITPU MOMOIIM COBMENIEHUSI HAHOKAIIOPUMETPHUH C ONITUYECKON
MHUKpPOCKOTIMEHW, omucaHHoro B I['maBe 2, MOXKHO KOHTPOJHMPOBATH MPOIECCHI
U30TEPMUYECKON KPUCTALTU3ALNN U KOHEUHYIO MUKPOCTPYKTYpPY 00pasIoB.

Janee OynyT onucaHbl HEKOTOpPbIE OCOOCHHOCTH, CBA3aHHBIE C MPOBEICHHBIMU

DKCIIEPUMEHTAMMU.

4.1 KaauOpoBKa HAHOKAJIOPUMETPUYECKHX CEHCOPOB

B  nepByto ouepenb CTOMT  OTMETHTb, UTO TMEpel  MPOBEACHUEM
HAHOKAJIOPUMETPUUECKUX  U3MEPEHHH  HEOOXOAMMO  TPOBECTH  KadHOPOBKY
HAaHOKAJIOpUMETPUUECKOrO0  ceHcopa. B manHoit  paboTe  MCHOJIB30BANIUCH
HaHOKanopumerpudeckue cercopbl XEN-39392, umeromme akTUBHYIO 001acTh C
pasmepamu 100 x 100 MKM?, OIHaKO JJaHHas MPOIEAYpa MOXKET ObITh MPUMEHEHa s
KaJIMOPOBKY JIFOOBIX IPYTUX HAHOKAJOPUMETPUIECKUX CEHCOPOB.

Jlyis mpoBeieHUsT TEMITEPaTypPHO KaTMOPOBKHU B TIEPBYIO OYEpEab ONpeaensiiach
3aBHCHUMOCTh TEMIIEpaTypbl CEHCOpa OT CONpPOTUBJIEHMs HarpeBateneld. [lomydeHnas
3aBUCHMOCTh aNMpPOKCHMHUPOBAIUCH KBaApaTUYHOW (yHKIMEH, W BBIYUCICHHBIC

K03 (PUIIMEHTHI 3aNKCHIBAIIMCH B (Pailyl KAJIMOPOBKHU B CIAEAYIOIIEM BUJIE:

T,, =—1083+0.62691x R, —2.0317.10° xR, ’ (4.1)
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Ha cienyromem stane onpeaensuiach 3aBUCUMOCTb TEMIIEPATYPbI HATPEBATEINS OT
IIPUJIOKEHHOTO K HeMmy HampsbkeHus. llepen ee ompeneneHueM CEHCOp OCTaBaJICsS B
nokoe B TedeHHe 30 MuHYT, 4YTOOBl €ro TeMmIeparypa JaT4MKa CpaBHsUIACh C
TEMIEPATypoil OKpyXkaromiei cpeapl. B xone KalnOpoBOUHBIX U3MEPEHUN HAIPSIKEHHE
HapamuBaiock oT 0 1o 9 B. Ilocne nosnydeHus naHHbIX Oblia MPOBENEHA MPOBEPKA,
Kakas TeMmIepaTrypa HarpeBaTeis (CTaTMYecKas WIM JWHAMHUYECKas) JIydlle
ONMCBHIBAETCS  ANNPOKCHUMHUPYIOIIEH  3aBUCUMOCTBIO. OTH  JIBE  TEMIIEPaTypbl
COOTBETCTBYIOT IBYM METOAMKAM U3MEPEHMSI COIIPOTUBIIEHUS], OCHOBaHHBIM Ha AC u DC
U3MEPEHUAX, COOTBETCTBEHHO. B HallleM ciryyae Jiydinei oka3anach anipoKCUMAaus s

CTaTUYECKOMN TEMIIEPATYPBI, KOTOPYIO MOXKHO IIPEACTABUTD B BUJIE:
T =26.114-3.78xU,, +8.2642xU, > -0.41764xU, ° (4.2)

[Mepen kanuOPOBKOI YYBCTBUTEIBHOCTH TEPMOOATAPEH OTKIIFOUAIACH MO LY ISIIHS
TOKAa THTaHWS, MOCKOJBbKY OHAa HE TO03BOJISIET MNPABHILHO HM3MEPHUTh OCTATOYHOEC
HanpsbkeHne cmerieHuss Ha tepmobatapee («OffsetVoltage»). Kommencanusi 3toro

CMEIIEHUS TPOU3BOIMIIACH CIAEAYIOIUM 00Pa3oM:

U,, =0.000mV — OffsetVoltage (4.3)

ITocne OIIPCACIICHUA NAHHOI'O ITapaMCTpa BKIIHOYAJI1aCb MOAYJIALIKA TOKA, 1 3aHOBO
CHUMAJICA HpO(l)I/IJ'IB HarpeBa 110 HaIIpsKCHUIO. I[J'IH IMOJIYUYCHHBIX JaHHBIX BBIYHCIIAIACH
I[NOJIMHOMUAJIbHAA  AlIIPOKCHUMAlWA 3aBUCHMOCTH TCMIICPATYPbl HarpeBarciidi OT

HaIpsHKEHUS Ha TepMoOaTapee:

T

tpl

~18.726 + 0.56313x U, —0.00012391xU > (4.4)

tpl tpl

Ha cnenyromem mare Omnpeaensuics annpoOKCUMUPYIOIIAA TOJMHOM  JUIS
TEMIIEPATYPHOM 3aBUCHUMOCTHU TEMIIEPATYPHOIO OTKJIMKA HEHAIPY)KEHHOI'O JAaT4YMKaA Ha
MOAYJIALIMIO TOKOM. OTOT MOJMHOM HCIIOJB30BAICS I KOPPEKLMH CHUTHAJIA

TEMIIEPATYPHON aMIUTATYBI.

Pe3ynbTaThl KaauMOpOBKM, TIOJYyYECHHBIE Ha MPEAbIAYIIUX YEThIpEeX IIarax
POLIEIYphl, YTOUHSUITHCH IO TeMIIEparypaM ATaJOHHBIX MatepuanoB. OOBIYHO, IS
kaOpoBku kKasiopuMeTpoB [JICK ncmosib3yroTcs BelecTBa BHICOKON CTETIEHU YUCTOTHI,

K KOTOPBIM BBIABUI'AIOTCA TpC6OBaHI/I}I CTaOMJILHOCTH (HCJ’I@TY‘ICCTB, XUMHUYECKasa
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MHEPTHOCTh K MaTepHally KaJOpUMETpa M MPOAYBOYHOMY Ta3y). OHU JOJIKHBI TAKKe
00Ja1aTh XOPOIIO BBIPAKEHHBIM (Pa30BBIM MEPEX0A0M (HAPUMED, B TOUKE TJIABJICHHS)
0e3 rucTepesnca U BBICOKOM CKOPOCTBIO 3TOr0 MEPEX0/1A, @ UX CTPYKTYpa (pa3Mep 3epHa
win (popma U pazMep YacTHIIbl) HE JOJDKHBI BIUATH HAa TEIUIOBbIE CBOKCTBA. Yare Bcero
B KaUECTBE ATAJIOHOB BBIOMPAIOT UHJUMH, OJIOBO, TAJUIMHA, BUCMYT, IMHK WJIN aJTFOMUHUI.
OTaNoH A0HKEH 00eCneYnTh KATMOPOBKY 10 BCEMY JUaNa30Hy U3MEPEHUI.

B nanHOil mponenype KaJIMOpPOBKM HAHOKAJOPUMETPUUYECKUX CEHCOPOB
UCIOJIB30BAJINCh TPU JTAJOHHBIX MaTepuaja: IMOPOIIKM HHAWS, LUHKA, U OJIOBa,
npousBeneHHbie komnanueir Strem Chemicals. B mpennaraemoil skcnepuMeHTaIbHON
OpoleAype CHadajla B IEHTp MeMmOpaHbl, MapajyieIbHO HarpeBareisiM, B DS
IIOMEIIAIOTCS BCE TP YACTHUIIbI, KaK I0KAa3aHO Ha pUCYHKeE 4.1, Mocie 4ero npou3BoAATCs
UKJIbl HarpeBa. C 3TOH 1eNblo IPOBOAUTCS MOBTOPHAsS OIICHKA apaMeTPOB MO HAOOPy
JaHHBIX, B KOTOPHIA JOMOJHUTEIBHO BKJIIOYAIOTCS TOYKHU IUIABICHHMS MUKpPOUYACTHII,
IpuYeM 3TUM TOYKAM MPHCBAMBAIOTCS JOCTATOYHO OOJbINIKME CTAaTHCTUYECKUE Beca,
MO3BOJIAIOIIME TPOBECTH  ANMPOKCUMHUPYIOUIYIO 3aBUCHUMOCTh OJIM3KO K HHM.
KanubpoBka ¢ COIb30BaHUEM METAININYECKUX MUKPOYACTHIL IIO3BOJISIET CYIIECTBEHHO

MOBBICUTH TOYHOCTh U3MEPEHHS TEMIIEPATypPhl B LIECHTPE aKTUBHOM 00JIacTH 1aTYMKa.

Pucynoxk 4.1 — Mukpodotorpadus akTUBHOM MOBEPXHOCTU HAHOKAJIOPUMETPUUYECKOTO
CEHCOpa C HAHECEHHBIMM HA HEe MHUKPOUYACTHUILIAMH OJIOBa, UHAMS M BUCMYyTa (clieBa
HaIlpaBo) MapajuIeIbHO HArPEBATEISIM.

B@SYCJ'IOBHO, TOYHOCTDH alllTPOKCUMAIIMU 3aBUCHUT OT KOJMYCCTBA HMCIIOJIb3YCMbIX

KaJ'II/I6paHTOB N TOYHOCTU HX IMMO3UIHUOHUPOBAHHUA HAa AKTHBHYIO 001acTh CCHCOpA,
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OJIHAaKO, OCHOBBIBASICh Ha JIAHHBIX, IPUBEJACHHBIX Ha pUCYHKaX 4.2-4.3, MOXKHO CKa3aTh,
YTO MpeAJIaraeMblii METOJT KaTMOPOBKHU JaeT TOYHOCTh mopsiaka 0.3 °C. M3HavyanbHbII
npoduib HarpeBa npuBeAeH Ha pucyHke 4.2, a npodusb HarpeBa, CHSTBHIA C
NPUMEHEHHEM KalMOpPOBOYHBIX MapaMeTpoB — Ha pucynke 4.3. OmnpezneneHHbIe
TeMrepaTypbl IUIaBIEHUM WHAWsA, ojoBa W BucMyrta 156.7°C, 231,7°C, 271,1°C

COOTBCTCTBCHHO, YTO COIJIaCyCcTCsa C TCOPCTUUCCKUMU TaOJTMYHBIMH 3HAYCHUSMU.
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Pucynok 4.2 - Ilpoguiu HarpeBa MHMKPOYACTHUIl METAIOB JO TMPUMEHEHHS
KAIMOPOBOYHBIX MMApaMETPOB HAHOKAJOPUMETPUIECKOTO CEHCOpa.
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Pucynox 4.3 - Ilpodunu HarpeBa MHKpPOYACTHI[ METAUIOB IIOCTE MPUMEHEHUS

KaJIMOPOBOUYHBIX NTapAMETPOB HAHOKAJIOPUMETPUUYECKOIO CEHCOPa.

TennoBas MOIIHOCTh BBIYUCTISITIACH TyTEM YMHOXEHHUS TEMIIEPATypPhl YaCTUIIBI Ha
napametp Terooomena (Q). IlomydeHHble dKCIEpUMEHTAIbHBIE 3HAYEHUS MapaMeTpa

TEmI0OOMEHAa Npu  HOPMANbHEIX  ycnoBuax  (3.6*10° Br/K)  coOTBETCTBYIOT

88



nauteparypHeiM ganHbM [102]. 3nadueHue mapamerpa TEII00OMEHa MPOMOPIHOHAIEHO
TEIUIONPOBOAHOCTH ra3a, okpysxaroiero gatduk. [lomydaum obiee Beipaxkenue s Q:

(nC,v.A)
(N.4)

rac n - KOJUICCTBO MOJICKYJ Ira3a B CJIMHUYHOM O6’beMe, V- CpEaHAsS CKOPOCTh

Q- (4.5)

MOJIEKYJIbI, A- CPEeIHAA JUIMHA CBOOOAHOTO Ipobera, Na - grcio ABoraapo.

Kpome Toro, Obl1 paccunTan BKJIaJ TEIJIOOOMEHA C BO3AYXOM, HE 3aBUCALINI OT
TEeMIEpaTypbl MEMOpaHBHI.

Ha Bosayxe: Q = Q(memOpana) + Q(Bo3ayx) = 3.38%10° + 0.02*10° Br/K.

B Bakyyme: Q = Q(meMOpana) = 1.87*%10° + 0.01*10° Br/K.

B mocnenneM ciydae TeIJIOBBIE MOTEPH CKIIAIBIBAIOTCS W3 TEIJIOOOMEHA Yepes
MeMOpaHy W paJIHallHOHHBIX MOTEPh (3TH MOTEPH OJMHAKOBHI Ha BO3IyXE U B BAKyyMe).
OTcroma MOXKHO 3aKIIIOYWTh, YTO TEIJIOBBIE MOTEPU UYepe3 TEIUIOOOMEH C BO3AYXOM
HaxoaaTca Ha ypoBHE 0ko0y10 1.50*10° Br/K, 4To cOCTaBIseT MOpAAKa HOJOBHHBI OT
00IIeT0 YPOBHS TEIUIOBBIX MTOTEPH.

B cBs13u ¢ TeM, 4T0 caMa MeMOpaHa HAaHOKAJIOPUMETPHUECKOTO CEHCopa 00agaeT
COOCTBEHHOM TEIUIOEMKOCThIO, 00pa3yeTcs TaKk Ha3blBaeMOE BpeMs OTKIMKa
HaHOKaJIOpUMeTpHueckoro ceHcopa. C 3TUM cBsizaH TOT (akT, 4yTO MpH padboTe Ha
oonpmmx ckopoctsx HarpeBa (Boime 1000 °C/c) HabmrogaeTcsi CABUT MUKA TUIABJICHUS

KaJTMOPaHTOB, KaK MOKa3aHO Ha pUCYHKE 4.4.
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Pucynoxk 4.4 — IIpoduiu HarpeBa MUKPOUYACTHUIIBI MHAMS C PA3TUYHBIMUA CKOPOCTSIMHU.

Ha pucynke 4.4 moka3zaHbl HaHOKAJIOPUMETPUYECKUE KPUBBIC JJII WHIAEBOU
YaCTHUIIBI TP Pa3HBIX CKOpOCTIX Harpea B nuana3zoHe ot 1500 °C/mun nmo 420000
°C/mMuH. YmupeHHWEe THUKOB CBS3aHO C 3aJCPXKKOH, OOYCIOBICHHOW TUIABICHUEM
YaCTHUIbl. XapaKTEPUCTUUECKOE BPEMSI HAHOKAJIOPUMETPUIECKOTO CEHCOPa, MO3BOJISET
OIICHUTH 3aBUCHMMOCTh Hadajia MUKa TUTaBICHUS OT CKOpOCTH HarpeBa. Kak BuaHO U3
pucyakoB 4.4 u 4.5, ata Temmneparypa Bo3pactaer ot 157.9 °C no 172°C. 3naueHue
XapaKTePUCTHUECKOTO BPEMEHHM HAHOKAJIOPUMETPHUYECKOTO CEHCOpPa, OILIEHEHHOE IIO0

HAKJIOHY alMpOKCUMUPYIOLIECH NpsIMO, B 3TOM CIydae paBHO 1.5 Mc.

172

Ko puunenTsl JuHeiiHoi annpoxcHManuy
170 a =157.7+0.117
b =0.0015054 + 3.28e-05

168f

1e66f

164}

162f

Hau4ano naasaenus, °C

160F

158k . . N .
0 2000 4000 6000 8000 10000
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Pucynox 4.5 3aBucrMOCTh Havalla MJIaBJIEHUSI MUKPOYACTHIIBI OT CKOPOCTH Harpesa.
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Pucynok 4.6 — 3aBuCMMOCTb TPUBEACHHOW YAETbHOW OSHTAIBIHMU IUIABICHUS
MUKPOYAaCTHLIBI MHIUSA OT CKOPOCTH Harpesa.

Ba)XHO OTMETHTB, YTO HHTANBIMS IJIABICHUS MHUKPOYACTULBI MHIUS OCTaCTCs
HEM3MEHHOM Ha IIPOTSHKEHUH BCETO DKCIIEPUMEHTA, M COCTABISAET B cpeanem 2*107° Ik,
YTO COOTBETCTBYET NPSAMOW JMHEHHOMN anmpokcumanuu Ha pucyHke 4.6. [lomydeHHble
JAHHBIE COOTBETCTBYIOT Macce 4acThibl MHAMS B 70 HI; METOX OLEHKH MAacChl

HKCIIEPUMEHTAJIBHBIX 00pa3IoB OyIET OMMCaH Jajee.

4.2 TlpoBeeHNne IKCIIEPUMEHTOB M0 MOAYJISIHMOHHOM KAJTOPUMeTPUH

C wmenbr0 CpaBHEHHMS ABYX OKCIIEPUMEHTAIBHBIX METOJWK, MOIYISLHOHHOU
Hanokanopumerpun u JICK, obpaszenr mnomu(tpumerusieH Tepedranara) ObLI
HM30TepMHUUECKU 3akpucTauin3oBad mpu 130 °C. Jlanee, mpu cTaHAAPTHBIX MMapaMeTpax
MOAYJISIHMOHHOM KaJopuMeTpuu ObUl MNPHUMEHEH HarpeB oOpaslia Co CKOPOCTBHIO
1 °C/mun. IlonydyeHHass HAHOKAJIOPUMETPUUYECKasi KpUBasi, a TAK)Ke KpUBas CPaBHEHUS
JCK, npencrapiensl Ha pucyHke 4.7. HanokanopuMmeTpuueckas KpuBasi IpeaCTaBISET
co0oif TemmepaTypHYIO 3aBUCUMOCTh aMILUTUTY/bl CHUTHAJa Ha HarpeBaTeisX, KOTopas
IPOIOPIMOHAIEHA MOIIIHOCTH Harpesatesel. [1o npeacTaBieHHbIM JaHHBIM BHJTHO, YTO
B 000UX CITy4asix 3K30T€pPMUYECKU MUK peKpUcTaIn3auuu npucyrcrpyet npu 190 °C,
a dHI0TepMHUYECKHil MUK — npu 225 °C, oHaKO B Cily4ae HAaHOKAJIOPUMETPUUECKHUX
U3MEPEHU TMKH TOpa3/lo IIUpe, YTO OOYCIOBIEHO TEPMUYECKUM OTKIMKOM
HAaHOKaJOPUMETPUYECKOTO  ceHcopa. Kpome  TOoro, CTOMT  OTMETUTH, UTO
HAHOKAJIOPUMETP SIBIISIETCS KAJIOPUMETPOM TEIJIOBOTO NMOTOKA, M, TAKUM 00pazoM, IIeHo

OHAOTCPMHUUYCCKOI0O IIMKa IIJIaBJICHHUA B obiactn 0ojee BBICOKHX TEMIICPATYP
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COOTBETCTBYET BO3BpaTy CUTHaJla Ha 0a30BYIO JIMHUIO IMOCJE 3aBEpUIEHUs Ipolecca

IUIaBJICHUA KPpUCTAJIJIOB IMOJIMMEpPA.
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PI/ICYHOK 4.7 - HaHOKaJIOPI/IMGTpI/I‘IGCKaH KpuBas, IIOJYUCHHAs IIPpU HArpcBe

3akpuctammuzoBanHoro npu 130 °C oOpasna nonu(TpuMetusieH TepedTanara) co
ckopoctbio 1 °C/mun (cBepxy) u kpuBas JICK, monmyuyeHHas mpu TeX K€ YCIOBHUAX
JKCIIEpUMEHTA (CHU3Y).

4.3 OueHnka Macchl HccjieayeMoro oopasua

B pexume ObicTporo HarpeBa ObLIM CHSITHI HAHOKAJOPUMETPUYECKUE MPOhUIn
HarpeBa M MOCJCAYIONIET0 OXJIAXKIACHUS I OIEHKH MacChl MCCIEIOBAHHOTO 00pasIia.
Ha pucynke 4.8 mokazaHo, 4TO pa3HHUIIA MEXAy Oa30BbIMU JIMHUSMU HarpeBa M
oxJaxaeHus cooTBeTCTBYeT AP = 2 - (), . Taxke Maccy o0pasiia MOKHO HaUTH UCXOs
U3 SHTAIBIIMU TUIaBJICHUS 00pasila, 3Has TaOJWYHbIE 3HAYCHHs YACTbHOM SHTANbIINU
iaBiaeHus. TpeTbuM CIOCOOOM OILIEHKHM MAacChl MCCIEAYEMOro oOpasla sIBIISETCS ee
pacuer yepe3 o0beM MUKpodparMeHTta oOpasia A0 IUIaBJICHUS M €ro IUIOTHOCTh. B

JaHHOM CJIydac MaccCa 06pa3ua, pacCinuTaHHasaA BCCMHU TPEM:A CHOCO6aMI/I, cocCTaBJjia

80+5 Hr.
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Pucynok 4.8 — HanokamopumeTpuueckas KpuBas, MOJYYCHHas B XOJ€ HarpeBa H
oxXJIaKJeHusl obpasna mohu(TpuMeTwieH Tepedranara) co ckopoctbio 1000 °Cle ¢
LEJIbIO pacyeTa Macchl UCCIIEyeMOoro oOpasia.

4.4 Ucnosb30BaHne OBICTPBIX HAIPEBOB /Uil MCCJEOBAHUS IJIABJICHUSA
3aKPHUCTAIIM30BAHHBIX 00Pa310B MOJU(TPUMeTHIIEH TepedTasiara)

Panee onncanHas ycTaHOBKA MO COBMEIIEHUIO HAHOKAJIOPUMETPHUH U ONITUYECKON
MUKpPOCKOIIMHU, WM300pakeHHass Ha pUCyHKe 2.7, Oblla HCIOJIb30BaHA JUIsl KOHTPOJIS
MIPOIIECCOB KpUCTAILTU3AIUN 00pasIoB MOU(TPUMETHUIICH Tepedranara).
Muxkpodororpapun  obpasuoB [ITMT®, 3akpucTaIM30BaHHBIX B HHTEpBaje
temneparyp ot 100 go 210 °C, npexacrtaBieHbl Ha pucynke 4.9. Bumgno, dyTO
HU3KOTEMIIEpaTypHas KPHUCTAJUIM3AIMS COMPOBOXKAACTCA OOpa30BaHHEM OOJIBLIOTO
qyclia 3apoJIbllliell M Kak CJe/ICTBUE, 00pa30oBaHMEM HEOONBbIINX CHEPOTUTUUECKUX
CTpYKTYp pasmepoM A0 5 MkM. C yBelIMYEHHEM TeMIlepaTypbl KpPHUCTAILTU3ALMNU
KOJIMYECTBO 0Opa30BaHHBIX LIEHTPOB HYKJEAllMH MaJaeT, a pa3Mepbl 00pa30oBaHHBIX
cheponuTHYECKUX CTPYKTYp Bo3pacTaroT. [Ipu temneparypax 130-160 °C nabmrogaercs
3HAUMTEIbHOE CHWXKEHHE KOJIMYECTBa LIEHTPOB HyKJeauuu (10 1-2 Ha Bech oOpaselr) u
pocT 60bImHX (0T 50 MKM) KOJIBIIEBBIX CPEPOTUTOB, UTO COTIIACYETCS C INTEPATYPHBIMU
nanabiME  [39]. B cBoro ouepenr BBICOKOTEMIIEpATypHas KPUCTAJUIM3ALUS HE
corpoBoxaaercs (GopMUpoBaHHEM C(HEPOIUTUYECKUX CTPYKTYp, M caM Ipolecc
3aHMMAaeT OTHOCUTEIHbHO MHOTO BpeMeHH (2 yaca pu 210 °C no cpaBHEHHIO ¢ 2 MUH [IPU
130 °C), 4TO COOTBETCTBYET KJIACCHYECKOM TEOPUHM KPHUCTAJUIM3ALMUU, B YaCTHOCTH,
3aBUCHUMOCTH  MOJyNEpHoJa  KpHUCTAUIM3allMM  [OJIMMEpa OT  TeMIepaTyphl

KpuUCTalJIM3al1H.
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obpasey 2| obpaszey 1

obpaszey 2|obpaszey 1

Txp=1 60 °C TKP=1 70 °C TKP=1 80 DC TKP=1 90 °C TKP=200 °C TKp=21 0 °C

Pucynox 4.9 - Mukpodororpabhun 00pa3ioB mnoaH(TpUMETHICH TepedTanaTa),
U30TEPMUYECKH 3aKPUCTAUTM30BAHHBIX HEMTOCPEACTBEHHO HA HAHOKATOPHUMETPUIESCKOM
CEHCOpE TPHU pa3IUYHbIX TeMiieparypax. [IpeacTaBieHsl JaHHbBIE, TOTYyYEHHBIC Ha IBYX
pasnmuuHbIX 0Opasmax, ¢ maccamu 50 u 80 HT.

[Tocne 3aBepiieHUs H30TEPMHUUECKOM KPUCTALTU3AIIH 00pa3iibl ObLTH HATPETHI CO
ckopocteto 1000 °C/c  (t.e., 60000 °C/mMuH), TOJy4E€HHBIE  Yy4YaCTKH
HAHOKAJOPUMETPUYECKUX KPUBBIX C DHIAOTCPMUYECKUMH THKAMU  TUJIaBICHUS
npenactaBiieHbl Ha pucyHke 4.10. [1o nmpuBeIeHHBIM JaHHBIM BHJIHO, YTO MUK TIJIaBICHUS
CABUTAETCs B 00OJAcTh 0OoJiee BBICOKMX TEMIIEpaTyp C TOBBIIICHHEM TEeMIIepaTyphl
KPUCTAJUIU3AIUMH, YTO CBHIETEILCTBYET O (hOPMHUPOBAHUU KPUCTAIIIOB C 00JI€€ BHICOKOM

TEPMOIMHAMHUECKOH cTabuiabHOCTRIO [103].
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Pucynox 4.10 — HanokamopuMmeTpuyecKkue KpPHUBBIC, MOJYyYEHHBIE B XOJI€ HArpeBOB
00pa31oB NmoJu(TpuMETHIICH TepedTranaTa), HU30TEPMUUYECKN 3aKPUCTANTM30BAHHBIX U3
paciyiaBa npu pasznuuHbix Temmeparypax. Ckopocts HarpeBa 1000 °C/c (60 000
°C/mun). [IpoBeieHHas yepHasi TMHUS TTOKA3bIBACT M3MEHEHHUE MTOJI0KEHUS Hayaia IiKa
TJTaBJICHUS.

Taxxke ©Ha pucynke 4.10 mnpoBeaeHa npsiMas, COEIUHSIONAS TOYKH,
COOTBETCTBYIOIIME  Hayaly  IUJIAaBJIEHUS  HA  KOKIOM U3  NIPUBEACHHBIX
HAaHOKAJIOPUMETPUUECKUX KPUBBIX; s Ooyblied HarasaHOCTH Ha pucyHke 4.11
IPEICTABICHA 3aBHCUMOCTh IOJIOKEHUS Hayaja NUKa IUIAaBICHHUS OT TEMIIEpaTyphl
M30TEPMHUUECKON KpUCTAIM3AlMK noju(Tpumeruiien Tepedranara). Ha rpaduxe
IPOCIIEKUBACTCS JIMHENHAS 3aBUCHUMOCTb B HHTEPBAJIE TEMITEPATYp KPUCTAJUIM3ALUU OT
150 no 196 °C. IlomoOHasi nuHEWHas 3aBUCUMOCTb COOTBETCTBYET KJIAaCCHYECKUM
MPEACTABICHUSIM O TEPMOJMHAMUKE KPUCTALITU3ALMH TMOJUMEPOB U UCIOJIB3YETCS TS
ONpEJEICHUsI PABHOBECHOM, WM TEPMOJMHAMHYECKOW, TEMIIEpaTyphbl IUIABICHUS
nonumepoB. B ommceiBaemoir metoguke XoddmaHa—Yukca OaHHas paBHOBECHAs
TeMIlepaTypa  IUIaBJIEHWS  HAXOOUTCA  KakK TOYKAa  IMEPECeYeHUs  JIMHEWHO
AKCTPAIOJIMPOBAHHON  3aBUCUMOCTH  TEMIEpaTypbl IJABJICHUS MOJMMEpPAa  OT
TeMIIepaTypbl KPUCTAJUTU3ALIUU C IPSIMOM Y = X, T.€. UCIIOJIb3YETCS MIPEANOI0KEHHUE, UTO

IIPY PaBHOBECHOW TEMIIEPATYPE IUIABJICHUS PACTYT KPUCTAILIbI, TEMIIEPATypa MIaBICHUS
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KOTOPBIX TOYHO paBHA TeMmieparype Kpuctawimzanud. OIHAKO BBIIIE YKa3aHHOIO
WHTEpBaJIa TEMIIEpaTyp JMHEIHAs 3aBUCUMOCTh HApPYIIA€TCSl U HA KPUBOW BUAECH U3JIOM
npu Temiieparypax npumepHo 196 °C. HaGmaroiaemoe moBeieHue CTaBUT MO COMHEHHUE
UCITIOJIB3YIOMIYIOCS METOJIUKY JTUHEHHON JKCTPANOJSIUA U MOXET OBbITh OOBSCHEHO
CJIO’KHBIMM MEXaHM3MaMH IPOLECCOB IUIABJIEHUS IIPU HATPEBE 3aKPUCTAJUIM30BAHHBIX
00pa3ioB. JleMCTBUTENbHO, HA KPUBBIX IUIABJICHUS, COOTBETCTBYIOIIMX 00Jie€ HU3KOU
Temneparype Kpucramumzanuu, T.e. Hwxke 170.0 °C, oT4yeTIMBO BUAHO MPUCYTCTBUE
HU3KOTEMIIEPATYPHOTO IIMKAa IUIABJICHUS, KOTOPBIA OTPAXKA€T XOpPOLIO W3BECTHOE
SIBJIEHUE MHOKECTBEHHOI'O IUIABJIEHUS YaCTUYHO-KPUCTALIMYECKUX TOJHUMEPOB C
MONTYKECTKUMH  LlensiIMA. MOXHO BHUJETh, 4YTO C YBEIWYEHHUEM TEMIIEpPaTypbl
KPUCTALTA3AIMNA ITOT HU3KOTEMIIEPATYPHBIN MUK CTAHOBUTCS HEPa3IMYUM Ha (oHe
OCHOBHOTO MUKA TIaBiIeHUs. M0XHO IPEANOI0KUTh, YTO UMEHHO ATOT ABYX CTAUUHBIN
XapakTep IUIABJICHUS MPUBOJIUT K OTKIIOHEHUIO JTUHEHHOW 3aBUCUMOCTH TEMIIEPATYPBI
MJIABJICHUSI OT TeMIEpaTyphbl KPUCTAITU3AIMU PacIljlaBa U3-3a CJI0KHOTO KOMIIO3UTHOTO

XapakTepa MUKa TUTaBJICHHUS.
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Pucynok 4.11 — 3aBUCUMOCTb MOJOKEHUsI Hayala MUKa IUIABJIEHUS OT TEMIIEPaTypbl
U30TEPMUYECKON KPUCTAJUTM3AIMH OJU(TPUMETHIIEH TepedTanaTa). JlaHHbIe TOTyYeHbI
npu 00pabOTKEe HAHOKATIOPUMETPUUYECKUX KPUBBIX, IPUBEJICHHBIX HAa pucyHke 4.10.

Jst JaJIbHEHNIIEro HCCIICA0BAHUS JAHHOTO BOIIpOca cO4YeTaHue
HAHOKAJOPUMETPUH M ONTHYECKOM MHUKPOCKOIHUM, KaK OKa3aJloCh, HE JaBaJlio
JIOCTaTOYHOTO KojudecTBa uHpopmarmu. [loaToMy, B manpHEHIIEM COBMEIICHUE

HaHOKAJIOPHUMECTPHH U ONTUYECKOU MHKPOCKOIIMH HCITI0JIB30BAJI0Ch JINIIb AJIS KOHTPOJIA
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MPOTEKAHUS MPOIECCOB KPUCTAIUIM3AINN; a JUIsl U3YUYEHUS ONMHUCAHHBIX OCOOCHHOCTEH
UCIIOJIH30BAJIOCh COBMEIIICHUE HAHOKAIOPUMETPUH C HAHO- W MHUKPO(DOKYCHOM

PEHTTEeHOBCKOM AudpaKIuei.
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I'maBa S MHMccaenoBanue ¢a3oBbIX MNpeBpallleHUuil NOJU(TPUMETHJICH
TepedTanaTa) NPH MOMOIIM EX-SitU COBMeIIeHHA HAHOKAJOPUMETPHHI

U HAHO(POKYCHOU PEHTIreHOBCKOM AU paKkuuun

Panee, wucmosib3yss MalOyIrJiOBO€ pacCesHHUE PEHTICHOBCKUX JIydeld, ObLIo
MOKA3aHO, YTO TMPOLECC IUIABJICHUS YAaCTUYHO-KPUCTAIIMYECKUX MOJIUMEPOB C
MOJTY’KECTKUMH LETSIMH siBJIsieTcst MHoroctaauitaeiM [101, 103, 104, 105, 106]. B nauaine
mpoliecca MIaBSTCS MOTMMEPHBIC KPUCTAIIIBI, KOTOPBIE 00Pa30BaIMCh B XOJ€ BTOPHYHOMN
KPUCTAJUIM3AI[MHU B CAMBIX MaJIEHbKUX aMOP(MHBIX 00JACTAX YACTUUHO-KPUCTAIITNYECKON
CTpYKTYpbl. HecMOTpst Ha TOT (pakT, 4TO 3T KPUCTAIIBI HE SABIAIOTCS 00J€€ TOHKUMHU
win Oosnee AEPEKTHBIMU IO CPABHEHUIO C OCHOBHOW TMOMYJSIITUEH KPUCTAUIOB, WX
paHHee  IUIaBIeHUE  OOBscHsAETCS  3P(EKTOM  OTPUIATEIBLHOIO  JIABJICHHS,
o0pa3oBaBIIeTOCS B XOJI¢ VYIUIOTHEHHS Marepuaiga, OrPaHHYCHHOTO CTEHKaMHu
MajopasMepHoir amopduoi mosoctu. [lpm nmanmpHelIieM HarpeBe YaCTHYHO
pacIuiaBJIieHHasi CTPYKTYypa MoJuMepa MOXKET MpeTepIieBaTh OBICTPYIO PEOPTraHU3alINIo,
B XOJIc KOTOpPOW B PACIUIABIICHHBIX 00JIACTSIX O0Opa3ylOTCs HOBBIC KPUCTAUIBI C
YIYYIIEHHBIMA TEPMOJMHAMUYECKUMH [apaMeTpaMud M YBEJIMYEHHBIM OOJBIINM
nepuogom [107]. BaxkHO OTMETHTH, YTO MOAOOHBIE MPOIECCHI TMEPEKPHUCTAILTH3AIMH
MPOTEKAIOT CO CKOPOCTSIMU, HAMHOIO MPEBBIMIAIONIUMUA CKOPOCTh KpPHUCTAJUIA3ALUN
nojMMepa M3 paciliaBa, 4TO OOBSICHAECT TPYIHOCTU HAOIIOJCHMSI ATHUX MPOIECCOB,
UCIIOJIB3Ys CKOPOCTU HarpeBa, XxapaktepHsle s kiaccuueckoro JICK. B ynomsiHyThix
paboTax aBTOpBHI e€lIe HE HMEJIU TEXHUYECKOM BO3MOXKHOCTH JUIsI TOTO, YTOOBI
MPOCJICIUTh B PEAJIbHOM BPEMEHH W3MEHEHHE MUKPOCTPYKTYPhI TOJMMEpa B XOJIe
TJIaBJICHUS, M YaCTh IAaHHON paOO0ThI HAlIpaBjeHa UMEHHO Ha PEIIEHNE TAaHHOTO BOMPOCa.

B nacTtosimieit pabote a1 dydiiero MoHUMaHUs TIPOIIECCOB, MPOUCXOAAIIUX MPU
KPUCTAJUTM3AIMU U TIOCTEAYIOIIEeM HarpeBe o0pasioB Moiu(TpuMeTusieH Tepedranara)
UCIIOJIb30BAHO  YHUKAJIBHOE  COYETAaHWE  HAHOKAJOPUMETPUU  HAHO(DOKYCHOU
PEHTTeHOBCKOM Audpakiiuu, NoApoOHO onucaHHoe B riaBe 2. C 1eNbl0 BU3yaIH3alluu
M3MEHEHUS CTPYKTYPhI 00pa3IloB B XOJ€ HarpeBa ObLI MOCTABJICH P IKCIIEPUMEHTOB

M0 KpHUCTa/UIM3aluu 00pa3lioB W3 paciiaBa npu Temieparype 200 °C, nanpHeien
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3aKajgke oOpasloB J0 KOMHATHOW TemrepaTypbl co ckopocthio 5000 °C/c (300 000
°C/mun). Temmeparypa KpHCTaUTU3allMk ObLIa BBEIOpaHA C YYETOM pe3yJbTaToB,
NPE/ICTABICHHBIX B MPEIbIAYIIEM pa3zelie JaHHON pabdoThl, CKOPOCTh OXJIAXKIACHHS — C
Y4ETOM BO3MOXHOCTEH HCHOJIH30BAHHBIX HAHOKAIOPUMETpUYECKHX ceHcopos. [Tocre
3aKaJIKM OBUTH MPUMEHEHBI KPAaTKOBPEMEHHBIC OT)KUTH 00pa3IioB IIPH TeMIiepaTypax oT
151 °C no 208 °C. Bpemst orTxura mnpu KakI0d U3 TeMIepaTyp COCTABISUIO 5 MC,
ckopocth HarpeBa u oxyaxzaeHus — 1000 °C/c (60 000 °C/mun). /lanHble ycnoBus
3aKaJIKM TIOJTHOCTHIO MCKITFOYAN BO3MOXKHOCTh CTPYKTYPHOU peopraHu3aIiui o0pas3ios
B XOJ€, COOCTBEHHO, JMHEHHOrO HAarpeBa M OXJXKICHHUS, YTO, TaKHUM 00pa3om,
MO3BOJIIIO  3a)UKCUPOBATh CTPYKTYPY, OOpPa30BaBIIYIOCS Ha pa3HBIX CTalUsX
iaBneHus. Jljis 3Toro mociie KaKIOro W3 HarpeBoB 00pasibl MOJU(TPUMETHIICH
TepedranaTa), UMEIOMMX CHEPOIUTHUSCKYIO CTPYKTYpYy, OBLUIH TPOCKAHUPOBAHBI
PEHTTEHOBCKMM HaHO(GOKYCHBIM JIY4OM C I1arom B 1.5 MKM, Kak IOKa3aHO Ha MpUMepe

OJIHOM TeMmmepaTyphl OT)KUTa Ha pUCyHKe 5.1.

Pucynox 5.1 — Muxkpodotorpadusi oOpasiia, OTOXKEHHOTO B TEUCHHE 5 MC TIpPHU
temrepatype 151 °C nociie uzorepmMudeckoil kpuctamm3auuu u3 pacmiasa mnpu 200 °C.
YepHbIMH JTUHUSIMH 0003HAY€HBI O0JACTH JTMHEHMHOrO CKaHWPOBAHUS PEHTTEHOBCKUM
HaHOPa3MEPHBIM ITyYKOM.

[lony4yeHHsie AByMEpHbIE IUPPAKTOTpaMMbl MAaJOYIJIOBOIO PEHTTEHOBCKOIO

paccesiHUs IpeICTaBIeHbl Ha PUCYHKE 5.2.
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Ne nBymepHO# Tu(PaKTOrPaAaMMBbI JTMHEHHOTO0 CKAHUPOBAHUS

0 10 20

Temnepartypa otr:kura, °C
208 205 197 189 180 170 160 151

Pucynok 5.2 - JIBymepHble audpakTorpamMmbl ManoyrioBoro paccesnus (MPP),
MOJlyY€HHBIE B XOJI¢ JIMHEHHOrO0 CKaHMPOBAaHHA OOpa3loB ¢ marom B 1.5 Mkw.
HudpakrorpaMmbl ObUIM CHSITBI Ha 00pa3liaXx, OTOMOKEHHBIX B TEUEHHE 5 MC IpHU
temneparypax oT 151 °C no 208 °C, cpa3y nocie n30TepMUYECKON KpUCTATUIU3AIlUN U3
pacmiaBa nipu 200 °C. CkopocTh HarpeBa 0Opas3loB IJis JTOCTHIXKEHHSI TEMIIEPATYPhI
OT)KHUTa U TOCJICIYIONIETO OXJIaXICHUSI Ha KOMHATHYIO TeMiieparypy coctapiser 1000

°C/c (60 000 °C/mun).

W3 pucyHka 5.2 BUHO, YTO BIUIOTH 10 TemMneparypsl orxura B 197 °C nymepHbie
kaptuabl MPP mnpezacraBisitor co0oil XOpOIIO OpPUEHTHPOBAHHBIE JABYXTOYEUHBIE
IuGpakTOrpaMMbl, Ha  KOTOPBIX  IJIaBHBIH  HHTEPGEPEHHOHHBIA  MaKCUMyM
COOTBETCTBYET CPEAHECTATUCTHYECKOMY PACCTOSHHIO MEXAY JABYMS COCEIHHMH
JaMEJUIAPHBIMU KpUCTaNIaMU. XOpollas OpHEeHTalus AUPPAKTOTpaMM OOBSICHSIETCS
JOKQJIbHBIM YTOPSI0YEHUEM JIaMEJUIAPHBIX MadyeK B c(eposuTe Ha LIKajaX, KOTOpbIe
3aMETHO MeHblle auamerpa cheponura. [Ipu nanpHeiIeM yBeIMYEHUN TEMIIEPATypPbl
oTxura 10 205 °C MOXHO yBUAETh U3MEHEHHUE CUTHAJIA MAJIOYTJIOBOTO PEHTTEHOBCKOTO
paccesHua. B mepByro ouepenab, HAYMHAET YMEHBIIATBCA PACCTOSHUE MEXIY
UHTEPPEPEHIIMOHHBIMA MAaKCHUMyMaMH, YTO COOTBETCTBYET YBEJIIMYEHHUIO PACCTOSHMS

MCKAY COCCIHUMHU KPHUCTAJIIIAMU. Takoe M3MEHEHHE MOXKET OOBSICHATHCA Ha4ajaoM
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TUTABJICHUS MEHEE TEPMOJMHAMUYECKHA CTAaOMIBHBIX KpPUCTALIOB. B mociemyromiem,
U3MEHEHUs1 JU(PAKTOrpaMM CTAaHOBSTCS emie Ooyiee 3aMETHBIMH, TpPU STOM
OPUEHTHUPOBAHHBIE JIByXTOUEUYHbIE JU(PAKTOrpaMMbl TPaHCHOPMUPYIOTCS B Tak
Ha3blBacMble «CTpukw». JlanHbpli Bua curHaia MPP curnanusmpyer o HapymeHuun
JadbHEro TOpsiika B  YHNAKOBKE KPHUCTAJUIOB MOJU(TpUMETUIIEH Tepedranara),
oOpasylolux  JIaMeJUIsipHble  Ta4yKh, NOpU  KOTOPOM  HCYE€3aeT  YEeTKUH
uHTEephEPEHITMOHHBIA MAKCUMYM.

NTak, KOMIIJIEKCHBIN 3KCIIEPUMEHTANBHBIA METO]T UCCIIEIOBAHNUS, TpeIjlaraeMbli
B JIaHHO paboTe, ObUT MPUMEHEH I UCCIIEA0BAHUS MPOIIECCOB CTPYKTYPOOOPa30BaHUs
¥ TJIABJICHUS TUTIMYHOTO apOMAaTHYECKOT0 o3 dupa, moi(TpUMETHIICH TepedTaiara).
HanokanopuMmeTrpuyeckue KpUBBIE, COOTBETCTBYIOIIME IUIABJICHUIO OOpa3IoB IpHU
Harpese co ckopocThio 1000 °C/cex cBHIETETLCTBYIOT O CIIOKHOM XapaKTepe MPOIECCOB
IUIaBJICHUST MCCIIEyeMOro MOJUMepa, HO HE MPEJOCTABIISIIOT MOJHON MH(POpMALUUA O
MPOUCXOMSIIUX MPHU MIIABIIEHUH CTPYKTYPHBIX Ipoleccax. B Xoje KpaTKoBpeMEeHHBIX
OTXKUTOB TPHU PaA3IMYHBIX TEeMIeparypax oO0pa3loB, 3aKPUCTALUIU30BAHHBIX MPHU
temmnepatype 200 °C ObLIM MPOBEICHBI UCCIICIOBAHUS IBOJIIOIMU CTPYKTYpPHI 00pa3lioB
METOJJaMU MaJIOYTJIOBOTO PEHTTEHOBCKOTO paccesHusd. B yacTHocTH, ObUIO MOKa3aHo,
YTO MpPHU HArpeBe BBIIIE TEMIEPATypPbl KPUCTAIM3AIMU XOPOLIO OPUEHTHUPOBAHHBIE
Tu(dpaKkTOrpaMMbl, COCTOSIIIME U3 JABYX CHMMETPUYHBIX OOJacTed  BBICOKOM
WHTEHCUBHOCTH TpaHCHOPMHUPYIOTCS B AUGPAKTOTPAMMBI THIIA «CTPHUKW», YTO
CBUJICTEIILCTBYET O HApYyIICHUH [ajJbHEro TMOpsiKa B YNAaKOBKE KPHUCTAJIOB
noyii(TpUMETHIICH TepedTanaTa).

Jis  Oonee mMOAPOOHOTO PAacCMOTPEHHUS JAaHHOTO BOIPOCAa IMPOBEICHHBIN
AKCIIEPUMEHT ObUI PaCHIMPEH C YYETOM BCE€X BO3MOXKHOCTEW MpejiaraeMoin
AKCIIEPUMEHTAILHON YCTAHOBKE MO0 COBMEIIEHUIO HAHOKAIOPUMETPUH ¢ HAHO(DOKYCHOM
PEHTTeHOBCKOM nudpakiyeit. B npenBapuTebHBIX SKCIIEPUMEHTaX, OMMMCAaHHBIX paHee,
CTPYKTYpHBIC U3MEHEHHMsI ObUTH 3a(MKCHUPOBaHBI Ha 00pasliax, 3aKpUCTAIIM30BAaHHBIX
npu 200 °C, omHaKO OYEBHJIHO, YTO JAHHBIE OCOOCHHOCTH MOKHO HAONIOJATh M IIPHU
IpPYTUX YCJIOBHUSX KpUCTaIM3alMu. B mocneayromeM 3KcnepuMeHTe 00pasiibl

noy(TpUMETWIeH TepedTanata) ObUIM W30TEPMHUYECKH 3aKpUCTAIUIM30BAaHBI U3
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pacrutaa mpu 150 °C, oOycinoBieHO 3TO TeM, 4To Oojee HH3Kas TeMmIiepaTypa
KPUCTAJUIM3AI[MHN TTO3BOJISIET HAOMIOaTh /1Ba Pa3/AeibHBIX MHKA IJIABICHUS JaKe Npu
ckopoctu Harpesa B 1000 °C/c, B oTiiMune OT BBICOKOTEMIIEPATyPHOU KPUCTAIUIM3ALINH,
KOI'JIa JIBa MHKa BIMBaKOTCS B oauH. Ha pucynke 5.3 (BepXHss maHenb) MpeACcTaBiIeHa
HaHOKaJIOpUMETpUUECKas KpuBasi, COOTBETCTBYIoIIast HarpeBy co ckopocThio 1000 °C/c
(60000 °C/mMuH) oOpasua noau(TpuMeTHIIEH TepedTanara), H30TCPMUUYCCKU
3akpucTamim3oBaHHoro npu 150 °C, Ha KOTOpOHM BHAHBI JIBa Pa3AEIIbHBIX
HHAOTEPMUYECKUX MHKa MJIaBJIeHus. B cienyroieM skcriepuMeHTe TOT e 00pasel] ¢ Toi
K€ TEPMHYECKONW HCTOpHE OBbLI HAarpeT C TOHM K€ CKOPOCThbIO, HO HE JO MOJHOTO
IUIaBJIEHUS, a TOYHO 0 TeMiiepaTypbl 177 °C, COOTBETCTBYIOIIEH TEMIIEpaType MEXKIY
IByMsl nukamu 1aBieHus. [locne pocTuxkeHuss NaHHOM TemmepaTyphl OJjarojaps
UCIIOJIb30BAaHUIO CBEPXOBICTPHIX CKOPOCTEH OXJIaKICHHS HaHOKaJIOpUMETpa, oOpaserl
OBbLJT 3aKajeH A0 KOMHATHOW TeMIEpaTypbl; TAKUM 00pa3oM oOpa3OBaHHAsI CTPYKTypa B
XO0Jle YacTMYHOrO IUIaBieHusi oOpasma Obula «3aMopokeHa». [lo  KpuBOH,
COOTBETCTBYIOIIECH JAHHOMY 3KCIIEPUMEHTY (PUCYHOK 5.3, CpeHsisl TaHEelb) BUIHO, UTO
¢dbopma repBoro nuKa MjaaBjIeHUs: B TOUHOCTH COOTBETCTBYET TAKOBOM B CIIy4ae MOJTHOTO
HarpeBa oOpasma. bosee Toro, mocinenymoomuii HarpeB oOpaslia Mocje YacTUYHOTO
IJIaBJICHUS MTOKA3bIBAET, OTCYTCTBHE MEPBOrO MUKA IJIABJICHUS; OJHAKO, TJIABHBIN MUK

IJIaBJICHHA OCTACTCA Ha TOM K€ MECTC U UMCCT TY KC OHTAJILIIUIO.
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Pucynok 5.3 — HaHokanopumeTpuyeckue KpHBBIE, IOJIyYCHHBIC B XOJ€ HarpeBa
00pa3IoB MoJu(TpUMETHIICH TepedTanara), 3aKpUCTALIN30BAaHHBIX TP TEMIIEpaType
150 °C. Cxopocts HarpeBa coctaBisuia 1000 °C/c (60 000 °C/mun). Bepxuuit rpadux
COOTBETCTBYET MOJIHOMY TUIABJICHUIO 00pa3iia v IEMOHCTPUPYET JIBA SHIOTCPMHUICCKIX
nporiecca. CpeaHuii rpaduk JEeMOHCTPUPYET YACTUYHOE TUIABJICHHE 00pasia, B XOJe
KOTOPOTO HarpeB ObLI OCTAHOBJICH TOYHO B KOHIIE IIEPBOTO IMHKa IUIaBiIcHUS. HyokHMM
rpadMK COOTBETCTBYET MOBTOPHOMY (DMHAIBHOMY HarpeBy oOpasiia mocje YaCTUYHOro
TUTaBJICHUS, TIPU KOTOPOM 0oJiee He HAOJIFO1aeTCs TIEPBOTO SHIOTSPMUYECKOTO ITHKA.

AHaNOTMYHBIA SKCIIEPUMEHT OBbLI IMPOBEJIEH C HCIOJb30BAHUEM TEMIIEPATYpPhbl
kpucramumzanuu 180 °C, pe3ynbTaThl npUBEAeHBl Ha pucyHke 5.4. B nanHOM ciyuae
DHAOTEPMHUYECKHE IHMKH HE TaK XOPOLIO pPa3lEeNIeHbl, U IEPBbIA JHIOTEPMHUUYECKUU
MPOLIECC BBIMISAUT HAa HAHOKAJOPUMETPUYECKOM KPHBOM KaK «ILJI€YO» TJIaBHOIO
HSHAOTEPMHUYECKOIO MUKA IUIABJIEHUS; OJJHAKO B XOJI€ MPOBENECHHBIX JKCIIEPUMEHTOB BCE

JKC yIacTCsa M30aBUTHCI OT JaHHOT'O «IlJIC4a» B XO0J4€C YaCTUYHOI'O IIJIaBJICHUA 06pa3ua.
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Pucynox 5.4 — HaHokamopuMeTpuU4eCKHWE KpUBBIC, IMOJIYYCHHBIE B XOJ€ Harpena
o0pasIoB MOJIH(TPUMETUIICH TepedTanara), 3aKpUCTALIU30BAHHBIX TPU TEMIIEPaType
180 °C. Ckopocth Harpesa coctanisuia 1000 °C/c (60 000 °C/mun). Bepxuauii rpadux
COOTBETCTBYET MOJTHOMY TUIABJICHHUIO 00pa3iia U JEMOHCTPUPYET JIBa SHIOTEPMHUUECCKUX
npoiiecca. Cpenuuii rpaduk AEMOHCTpUPYET YaCTUYHOE IJIaBJICHUE oOpaslia, B X0/
KOTOPOTO HarpeB ObLI OCTAHOBJIEH TOYHO B KOHIIE MEPBOTO MUK IUiaBieHus. HuxHui
rpaduK COOTBETCTBYET MMOBTOPHOMY (PMHAIBHOMY HarpeBy oOpasiia mociie 4aCTHIHOTO
TUTaBJICHUS, TIPU KOTOPOM OoJiee He HabII01aeTcs MePBOTro IHAOTEPMUUYECKOTO TTHKA.

Eciu paccmoTpeTs Mojenb IUIABJICHMS/pEOpraHU3allii, ONUCAHHOM paHee,
oOpasel] J0DKeH ObUT MpeTepreTh MPOIecC NEPEeKPUCTALTU3ALNKN C MOCIETYIOIIUM
MOBTOPOM JIBOWHOTO IIJIABJICHUS, YEro Mbl HE HAONIOMaeM Ha TMPEeACTaBICHHBIX
rpadukax. Takum o00pa3oM, MOXKHO 3aKJIIOUYWTh, YTO IEpBasi HU3KOTEMIIEpaTypHas
OHAOTEPMA COOTBETCTBYET TPOIECCY IUIABICHUS MEHEE CTaOMIIBHBIX KPHUCTAJLIOB
noy(TpUMETIWICH TepedTanara), 0€3 Kakoro-audbo MOCHEAYIOIIEero Mmpolecca

NEPEKPpUCTATIIIN3 AN H. I[J'ISI MOATBCPKACHUSA JAHHOT'O IIPEATTIOJIOKCHNA ObLIH IMPOBCACHBI
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SKCIIEPUMEHTHl 10 M3YyYEHHUIO OHBOJIOLMUA CTPYKTYpbl TPU paHee OMUCAHHBIX
TEPMHUYECKUX MpOTrpamMmax.

[lepen onucanueM cieAyrOMMX MOTYyYEHHBIX Pe3yJIbTaTax CTOUT OCTAHOBUTHCS HA
OJIHOM OCOOEHHOCTH HAHOKAJIOPUMETPUUYECKHUX OSKCIEpUMEHTaX, a WMEHHO ¢
BO3HMKHOBEHHWEM  TEMIIEPATypHbIX  TPAAMEHTOB  HA  OOJBIIMX  CKOPOCTSX
HarpeBa/oxnaxaeHus. Ha pucynke 5.5 mpeacraBiieHbl TeMIepaTypHbIe T'paJueHTHbBIC
KapThl, MOJyYEHHBIE IyTEeM TOYHOTO MO3UIMOHUPOBAHUS MHUKPOPA3MEPHBIX YaCTHUIL
WHIWS B pa3jiudyHbie 00JaCTH HAHOKAJOPHUMETPUUECKOTO CeHcopa; Oosiee MmoJIpoOHO
meron onuca B padote [108]. 1o mpecTaBiieHHBIM pe3yJibTaTaM MOXKHO 3aMETUTh, YTO
npu ckopoctu HarpeBa B 1000 °C/c TemmepaTypa B IEHTpe aKTUBHON 00JIaCTH CEHCOpa
OTIIMYaeTCs OT TemiepaTypbl HarpeBateneil Ha 20 °C; kpome TOro, HaOIrOAaeTcs
3HAUYUTENILHOE paclpe/ieJIeHUE TeEMITEpaTyphl 1aKe B IEHTPE aKTUBHOM 001aCTH CEHCOopa.
Takxum 06pazom, Ipu MPOBEAECHNUHU SKCIIEPUMEHTOB C OBICTPBIMU HAarpeBaMu HEOOXOJUMO
Ype3BbIYAtHO TOYHO KOHTPOJHMPOBATH pa3Mep U MOJOKEeHHE o0pasla, a mpu padote ¢
OoJbIIMMH 00pa3aMu Wik oOpasiaMu, MOMEIICHHBIMU HE B IIEHTP aKTUBHOM 00JIacTH,

BBOJUTH COOTBETCTBYIOIIYIO TEMIIEPATYPHYIO HOIPABKY.

-25
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w

Pucynok 5.5 — TemneparypHO-TpaJMeHTHbIE KapThl, IOJYYCHHbIE IPU Harpene
HaHOKaopuMmeTpuueckux ceHcopoB XEN-39392 co ckopoctsio 1000 °C/c. B nanHOM
cllyuae HarpeBaTelld OpPUEHTUPOBAHbl TOPU3OHTAJIBHO, T.€. CBEPXy U CHHU3Y
U300paxeHUsl.
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Ha pucynke 5.6 mnpuBenena wMukpodororpaduss obpasua [ITMTO,
3akpuctaimmizoBadHoro npu 180 °C u kpatkoBpemeHHO otoxoxeHHoro npu 200 °C B
COOTBETCTBUM C TPUBEJICHHBIMU Ha pHUCYHKE 5.4 JaHHBIMU U T[ONPaBKOW Ha
TeMIlepaTypHbIi rpaaueHt. Jlamee oOpaser] OblT HCCIEIOBAaH IMyTEM CKAHUPOBAHUS
HaHO(GOKYCHBIM PEHTITEHOBCKUM My4dkoM. O0iacTh CKaHWpOBaHUs cocTaBisiia 41x41
MKM? 1 0003HaYe€Ha HA PUCYHKE 5.6 MyHKTHPOM; IIAar CKAaHUPOBAaHHs cocTapisn 1.33
MKM; BpeMsl SKCITO3UIINU B Kax 1011 Touke — 10 c. Pe3ynbTaT ckaHupoBaHUsl IPUBEICH Ha

pucyske 5.7.

Pucynoxk 5.6 — Mukpodotorpadpuss obpazuna IITMTOD, uzoTrepMudecku
3aKpUCTAUIM30BaHHOTO W3 pacmwiaBa npu 180 °C  Ha akTuBHOW 00JaCTH
HaHOKajopuMmeTpudyeckoro ceacopa XEN-39392, kpaTKOBpEMEHHO OTOXKKEHHOTO IMPHU
200 °C c ucnons3oBanuem ckopoct HarpeBa 1000 °C/c u ObICTPO OXJIAXIACHHOTO J0
KOMHATHOM  TemmepaTypbl. [IyHKTUpHBIMH  JHHHUAMH  OOO3HaueHa  oO0IacTu
CKaHUPOBAaHMUA HAHOPA3MEPHBIM ITyYKOM PEHTICHOBCKHX JIydeld TIpH KOMHATHOU
TeMIeparype.
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Pucynok 5.7 - Kommo3utHoe u300pa)k€HHE, COCTAaBIEHHOE U3 JBYMEPHBIX
IUGpaKTOrpaMM — MaJIOYIJIOBOTO — paccestHusl, IMOJYyYEHHBIX TMPU CKAHUPOBAHHUH
BbIleonrcanHoro oopasua [ITMT® nHaHopa3MepHBIM MYYKOM PEHTTEHOBCKHUX JIyuel ¢
maroM B 1.33 mMxkm u BpeMeHeM skcno3unmu 10 c¢. benpiMu cTpenkamu Moka3aHO
HamnpaBlieHUE pocTa CHEePOTUTHUECKON CTPYKTYPHI.

AHaJOTMYHBIM 00pa3oM ObUIM MOJIyY€Hbl KOMIIO3UTHBIE KapThl B TEX K€
YCIOBUSIX, OJHAKO C TEMIeparypod OTxura, yseaumdeHHo pgo0 204 °C.
MuxkpodoTorpadus ucciemoBaHHOTO 00pa3ia MpUBeaeHa Ha pUCYHKE 5.8, TOTy4eHHAs

«KapTay» - Ha pUcyHke 5.9.
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Pucynok 5.8 - Mukpodororpadpus obpasna [ITMTO®, wuzorepmudecku
3aKpUCTAUIM30BaHHOTO W3 pacmiaBa npu 180 °C  Ha akTuBHOW 0O0JaCTH
HaHoKaiopuMeTpuueckoro ceHcopa XEN-39392, kpaTkOBpeMEHHO OTOXIKEHHOTO IMpH
204 °C ¢ ucnonszoBaarem ckopoctu HarpeBa 1000 °C/c u OBICTPO OXJIAKIESHHOTO 0
KOMHAaTHOM  Temmeparypbl. [lyHKTHpHBIMH  JIMHHSIMH  O0OO3HaueHa  O0JacTH
CKaHMPOBAaHUS HAHOPA3MEPHBIM TIyYKOM PEHTICHOBCKUX JIydel TMpH KOMHATHOMN
TeMIiepaType.

microns

20
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Pucynox 5.9 - Kowmmo3utHoe u300pakeHHe, COCTaBICHHOE U3 JBYMEPHBIX
nudpakTorpaMM — MaJOYIJIOBOI'O — pacCesiHUs, TMOJYYEHHbIX TMPU CKAHUPOBAHUU
BhbIIIIeonTucaHHoro oopasua [ITMT® Hanopa3zMepHBIM ITyYKOM PEHTT€HOBCKUX JIy4eH ¢
maroM B 1.33 MkM M BpemeHeM skcno3uiuu 10 c. benplMM CcTpenkaMH IMOKa3aHo
HaIpaBJIEHUE pPOCTa JABYX pPAa3jIMYHbIX C(EPOIUTHUECKUX CTPYKTYp, TpaHUYAIIUX
MIPUMEPHO B CEPEIMHE “KapThl .

108



[lo mpeacraBneHHBIM JaHHBIM BUAHO, YTO MPH YBEIHMUYEHUU TEMIIEpaTyphl
KpatkoBpeMeHHoro omxkura g0 204 °C gudpakrorpaMMbl MaJIOyTJIOBOTO PaCCEsTHUS
NpEeTepreBalOT Cepbe3Hble U3MEHEHHs (pucyHOK 5.9). MoXHO yBUAETb, UTO
OpUEHTHUPOBAHHbIE AUGPAKTOrPaMMbl MaJIOYTJIOBOIO PACCESIHUS MPEBpallaloTcs B
TUGPaKTOrpaMMbl THIA «CTPUK», KOTOPbIE OOBIYHO ACCOLUHUPYIOT C MaJOYTJIOBBIM
paccessHUEeM OT WHJMBHIYalbHBIX KPUCTAUIOB. TakuM 00pa3oM, MPUCYTCTBUE TaAKHX
I pakTOrpaMM CBUAETEILCTBYET O TOM, uTo nporiecc miasnenus [ITMT® naunnaercs
C yJlaJIeHUs] HEKOTOPBIX KPUCTAJIOB U3 JIAMEJUIAPHON MauKH, T.€. C HAPYIIECHUS JaIbHETO
nopsiika B JamMeuiapHOM mauyke. CTOMT OTMETUTh, YTO paHee paccessHhue OT
WHIUBUTyAJIbHBIX KPUCTAJUIOB HE HaOmoaanock st oopasmoB [ITMT® npu Harpese ¢
HU3KMMH WM CpeaHUMH ckopocTsmu HarpeBa [103, 101]. IIpuurHoii 3TOMY SIBIISE€TCS
TOT ()aKT, YTO CKOPOCTh PEKPUCTAILIM3ALUHU IOJIMMEpPA JOBOJBHO BBICOKA M TaKUM
obpazom amopdubIe 007aCTH, 0OpPa30BaHHBIE MPHU TUIABICHUN HEKOTOPBIX KPUCTAIIOB,
OBICTPO 3aMOJHAIOTCS HOBBIMHU, 00JIee CTAOMIBHBIMUA KPUCTAJIIAMH.

W3menenus ¢opMbl CUTHANIA MAJIOYTJIOBOTO PACCESIHUS B 3aBUCUMOCTH OT TOYKHU
CKaHMpOBaHUsA oOpa3lia ObUIO HMCCIEIOBAHO MYTEM HAJOXKEHUS MPEICTABICHHOIO Ha
pUCyHKE 5.9 KOMIIO3UTHOTO H300pa)k€HUsT Ha ONTHYECKOe H300pakeHue oOpasua
(pucyHOK 5.8) ¢ ydeToM TeMnepaTypHOM I'PaJUEHTHOW KapThl; MOTYUYECHHBIH PE3YyIbTAT

npeacTaBiaeH Ha pucyHke 5.10.
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Pucynox 5.10 — Hanoxxenre Ha MUKPOCKOTTMIECKOE N300paKeHHE IKCTIEPUMEHTATLHOTO
obpasma [ITMT® TemnepaTypHOil TpaJUEHTHON KapThl U KOMIIO3UTHOTO N300pasKeHHS,
COCTaBJICHHOT'O U3 JIBYMEPHBIX TU(PPaKTOrpaMM MaJIOYTJIOBOTO PACCESHUS, MTOTYyYSHHBIX
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npu ckanupoBanuu oopaszna [ITMT® nanHopa3MepHbIM TyYKOM PEHTI€HOBCKUX JIyueH ¢
maroMm B 1.33 MkmM u BpemeHeM »skcno3unmu 10 c. O6pazeny IITMT® 6wt
M30TEPMUYECKN 3aKpUCTaUM30BaH u3 paciiaBa npu 180 °C Ha akTWBHOW 00JacTH
HaHOKajopumMmerpuieckoro cencopa XEN-39392, kparkoBpemeHHO 0ToxkeH rpu 204 °C
¢ ucnoJyib3oBanueM ckopoctu HarpeBa 1000 °C/c u OBICTPO OXJaXACH 10 KOMHATHOM
TEMIIEPATYPHI.

Bunno, uyto opma curHaga MajJoyrjioBOTO PacCesHUs XOPOIIO KOPPEIUPYET C
TEMIIEpaTypoil MeMOpaHbl B pa3HBIX TOYKAX 1O MeEpe YIAJICHHS OT €€ IeHTpa.
JudpakrorpaMMbl TUINA «CTPUK» HAOIIOAAIOTCSA B 00JaCTH MOBBIIICHHBIX TEMIIEPATYp,
B TO BpeMsl, KAk OPUEHTUPOBAHHBIC THU(PPAKTOrpaMMbl HAOIIOAAIOTCS OJIMKE K LEHTPY
aKTUBHOW 00JIaCTH HAHOKAJOPUMETPUYECKOTO CceHcopa. TakuMm 00pa3oM MOXKHO
3aKJIIOYUTH, YTO MPOLIECC 1€30pTraHU3alMY JTAMEIUIIPHON NMayKW HAYMHAETCS cpa3y MpHu
temneparype 204 °C.

[IpuBenenHass KOppemsAIds MUKPOCTPYKTYPHI TOJIMMEpa C TEMIIepaTypoil ero
OT)KHUTa MOKET Pa3pelIuTh BOIMPOC, KACAIOMIUIICS SIBIICHUS MHOKECTBEHHOTO TIJIaBICHUS
HoJTy>)KeCTKOIenmHbIX  mommmepor [105, 109, 110, 111, 112]. IlepBeie 0oOBSICHEHUS
JaHHOTO (DEHOMEHa MpeIoJiaraii HaJIWYUEe JBYX MOMYJSIUNA KPUCTAIJIOB C pa3HOMN
TEPMOJIUHAMHYECKON CTaOMIbHOCTRI0. ONHAKO, M3-3a CIIOKHOCTEH, CBSI3AHHBIX C
IKCIIEPUMEHTAJILHBIM TIOJITBEPKACHUEM JaHHOW MOJENH, OOjblliee BHUMAHUE OBLIO
YIEJIEHO MOJENU IUIaBICHUS-PEKPUCTALIU3AINMI, KOTOpask COOTHOCUT TNEPBBIA IHK
IUTAaBJICHUS €  HAJaJioM  IUIABJCHUS  KPHUCTAUIOB, IOCAE  4YEero  ClemyeT
«COBEPIIIEHCTBOBAHNE» JAHHBIX KPHUCTAIOB, YBEIMYCHHE HX TEPMOIMHAMUYECKON
CTAOWIIBHOCTH M (DMHAJILHOE TIJIABJICHUE, COOTBETCTBYIOIIECE BTOPOMY IMHKY TIIABICHUS.
B cBor0 odepens BOZMOKHOCTH MPOBEACHHUS HAHOKAIOPUMETPUUECKUX IKCIIEPUMEHTOB
CTaJl0 BO3MOKHBIM TIPEIOTBPATUTh TPOIECCHl PEKPHCTAIM3AIMA ITyTEM HarpeBa
00pasioB €O CKOPOCTSMHM, BBIINIE CKOPOCTH PEKPUCTAUIM3AINHN, W, TaKUM 00pa3oM,
MPOBEPUTH, SBISIOTCS JIM TPOLECCHl IIABICHUS-PEKPUCTAILTU3ANNN €UHCTBEHHON
NPUYMHONW BO3HUKHOBCHHS (PeHOMEHAa MHOXKECTBEHHOTO IiIaBicHHUsA. C 1enpro Oojee
JETANHHOTO aHaIN3a, ABYMEpPHbIE MU(PAKTOrPaMMbl MAJIOYTJIOBOTO PACCESIHUS OBLIU

IPOUHTETPUPOBAHBI B OJTHOMEPHBIC MPODUITH, K KOTOPHIM ObllIa MPUMEHEHA OJTHOMEPHAS
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aBTOKOppENSAIMOHHast GyHKIUS Y4 () s pacdyera npouiis 3JEKTPOHHOMN MIIOTHOCTH B

COOTBETCTBHH ¢ MOjiebi0 Bonka n Kopriera [113]:

fooo 1.(s)s? cos(2mrs)ds
fooo 1.(s)s2ds

ri(r) = , (5.1)

rae [, COOTBETCTBYET CKOPPEKTHPOBAHHON HMHTEHCHBHOCTH paccestHus. Ilepen
BeIuKcIcHHEM — Dypbe-TpeoOpa3oBaHusi,  WHTCHCHBHOCTH  pacCessHUs  OblLia
IKCTPAINOJUPOBaHA B COOTBETCTBUU C 3aKOHOM Ilopojga ¢ y4eTOM CHIMOHIATBHOTO
pacrpeieieHns 3JeKTPOHHOM IUIOTHOCTH Ha MeX(a3HOM rpaHuIe MEKTY KPUCTAIIOM H
coceaueit amopdHoii odaacteio [114]:

K
lim I(s) = S—jexp(—4n25202), (5.2)
S— 00

rae Kp — xoncranta [lopona. Tommuna kpuctammudeckoi samenu (L), ToammHaa
MexJIameIuspHoro amopguoro peruona (L,), a Taxke Oonbiioi nepuoxa (Lg) moryt
OBITh BBIYUCIICHBI M3 TaK Ha3bIBAEMOI'0 aBTO-KOPPEISAIMOHHOTO TpeyroabHuka [113].

Ha pucynke 5.11 mpencraBieHsl MOJyYE€HHbIE OJHOMEpPHBIE MPOGUIN
MaJIOyIJIOBOI'O PEHTTEHOBCKOI'O PAaCCEsHUS, COOTBETCTBYIOIIME JBYM MPUHLMUIIAAIBHO
pa3HbIM THUIIAM ONMCAHHBIX BBILIE JABYMEpHBIX Auppakrorpamm. CpenHss U HUKHSSA
naHeJd Ha rpaduKax ciieBa MPEeACTaBIAIOT COO0N OJHOMEpHBIE MPO(UIIH, OTyUYEeHHBIE
OpU  HMHTETPUPOBAHMM  OPUEHTUPOBAHHBIX  JIBYMEpHBIX  JAM(pPaKTOrpaMM U
T pakTOrpaMM THIA «CTPUK», COOTBETCTBEHHO. BepXHsis maHens ciieBa COOTBETCTBYET
IPOMHTETPUPOBAHHON JIBYMEPHOH AM(PpaKTOorpaMMe, MOJYyYEHHOW INpU KOMHATHOU
temiiepaType. COOTBETCTBYIOLIUE KOPPENALUOHHBIE PYHKIIMU TPUBEACHBI HAa rpapuKax

cTIpaBa.
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Pucynok 5.11 - OgHoMepHBI€ MPOoHIIM MAIOYTIIOBOTO paccesiHus (ClieBa), MOJyYeHHbBIC
NyTeM HWHTETPUPOBAHHUS COOTBETCTBYIONIMX JIBYMEPHBIX Ju(dpaKkTorpamMm. a)
noyueHHbIX npu 25 °C, 6) opueHTHpOBaHHBIE TUdpakTOrpaMmbl 0) TudpPaKTOTPaMMBbI
tuma  «cTtpuk». ChopaBa  TPEACTAaBICHBI  COOTBETCTBEHHBIE  PACCUMTAHHBIC
KOppEISIIIMOHHBIC (DYHKIINH.

ITo mpencraBiaeHHbIM Ha pucyHke S5.11 gaHHBIM BHJIHO, YTO Ha MOJHOCTBIO
3aKpUCTAUNTM30BAHHOM  O0paslle  TJIaBHBIA  WMHTEP(PEPEHIIMOHHBI  MaKCUMyM
cootsercTByeT s = 0.07 A (uto cootBeTcTBYET GoOMbIIOMY Hepuony Lg = 13 HM); oH
KapJAMHAJIBHO U3MEHSETCS MPU KPATKOBPEMEHHBIX OTXKHUIAX IPU TEMIEPATypax BhIIIE
200 °C, To ecTb BbIIIE TEMIIEPATYPHI H30TEPMUUECKON KpUCTAITU3allMU U3 paciiaBa. B
ciydae npoduiield MajJoyrjIoBOrO paccesHus s AUPPAKTOrpaMM THUIA «CTPUK» HE
HAOJFOMAeTCs TIIaBHOTO MHTEP(EPEHIIMOHHOTO MakcuMyMa (pucyHokK 5.11 B); B aTomM
cllydae KapTHHAa COOTBETCTBYET pACCESHUIO OT HHAWBHUIYaIbHBIX KpPUCTAJJIOB.
W3MeHeHnss B MUKPOCTPYKTYpE TakKe€ BUAHBI U 110 MPUBEICHHBIM KOPPEIALMOHHBIM
(GYHKIUSAM: HECMOTpPS. Ha TO, YTO HAayalbHBIN craa (QyHKUMH BO BCEX TPeX CiIydasx
OJIMHAKOB, YTO COOTBETCTBYET TOJIIMHE KpPUCTAUIOB B 3.6 HM, TIJaBHBIU
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uHTEePHEPEIIMOHHBI MAKCUMYM OTCYTCTBYET B Ciiydae Ju(PAKTOTPaMM THUIIA «CTPUK.
Takum o0paszom, mpeamnoyiaraercs, 4To B ATOM CIydyae€ HEKOTOpble KPHUCTAJUIBI B
JaMeJUIApHON nayke ObUIM M30UpaTesIbHO PacIUIaBJICHbl, TEM CaMbIM ObUIO HAPYILIEHO
YIOPSAIOYCHHE B MaUKe 0€3 M3MEHEHUS CPETHEH TOMIIHHBI KPUCTAILIOB. Clie0BaTENBHO,
pa3HMIla B TEPMOJAMHAMUYECKUX CTAOMIIBHOCTAX KPUCTAIIIIOB BO3MOXKHO O0YCJIOBJICHA HE
TOJIIIMHON KPUCTAJUIOB, KaK 3TO IMOJIArajoch paHbllie, a JIPYrUMU (PakTopamu, K
pUMepy, MEXaHMYECKUMH HaNPSHKEHUSIMH, KOTOPBIE HCIBITHIBAIOT KPUCTALIBL CO
cTopoHbl amop(HbIX oOyacteii. B paGore [103] ObL10 mMpeANoOaOKEHO, YTO Ha
TEPMOJIUHAMHYECKYIO CTaOMIBbHOCTh KpUCTAWIOB [ITMT® B 3HaUMTEIHHOW CTENEHU
MOKET BJIHMATh HATMYUE OTPUIIATEIHBHOTO JIABJICHUS CO CTOPOHBI COCETHUX aMOpP(PHBIX
obsacteil. J[aHHOE MPEIOIOKEHUE XOPOIIO COIIACYeTCsl C paHee NPeIIOKEHHOU
MOJAENbI0  (OPMHUPOBAHUS  CIIOKHOW  KPUCTAIIMYECKON  Mopdosjoruu  apyroro
IOJTY’)KECTKOICITHOrO  royimMepa, monu(ddupadupkerona) [115, 116]. Ilo nmanHOM
MOJIEJIN Ha PSAY C pOCTOM TIJIABHOW, IEPBUYHON KPUCTATUTMYECKOU JIAMEJIM UMEET MECTO
pPOCT BTOPUYHBIX JIaMeJNield, MPU 3TOM POCT BTOPUYHOM JaMEIu COMPOBOKIAETCS
YVIUIOTHEHUEM MaTepualia, YTO BBI3bIBAET MEXaHUUECKHE HAIMPSHKCHUS Ha TTOBEPXHOCTH
pactymeit tamenu. Kpome Toro, CTouT OTMETUTH HAJIMUKE (haKTOPOB, MPEMATCTBYIOIMIUX
penakcaluyd HamnpspDKeHUW B JaHHBIX 00JacTAX, K TPUMEPY BBICOKas BSA3KOCTh
NOJIMMEPHOTO pacilaBa U, 4TO OOJiee BaXKHO, €ro yJepKaHUe B OYEHb MAaJCHBKOM
3aMKHYTOM MEXKKPHCTAIUTMYECKOM o0beme. KpoMe TOoro, MHUKpPOCTPYKTypa TpaHHUIIbI
pazaena Kpucraui/aMopdHOe BEIIECTBO HMEET psiJ OCOOCHHOCTEM B  cliydae
MOJTY>KECTKOIEMHBIX MOJUMEPOB. B camMoM Jienie, KOMIOBIOTEPHOE MOJIETUPOBAHUE C
UCIIOJb30BaHMEM amnmnpokcumanuu bparra-BuiibsiMca mokaszana, 4To J0Js CKIIAJIOK Ha
MIOBEPXHOCTH TaKMX KPUCTAJIOB MOXKET OBITh He 0OYeHb BhICOKOH [117, 118]. VunThiBas
HaJIMYyue MHOXECTBA CETMEHTOB MOJIUMEPHBIX 1EMEN, COEAUHAIONINX KPUCTATUIMUYECKYIO
u aMopdHyr0 001acTH, BO3MOXKHOCTh pejaKcallid MEXaHUYECKUX HanpsKeHU!
CBOJIUTCS K MUHUMYMY. BilMsiHuE HaJIW4Msl TaKOTO OTPHUILIATEIILHOTO JABJICHUS MOXKET
ObITH OlleHEeHO Tpu momomu ypaBHeHus Krianeitpona-Knaysuyca; k mpumepy, s
[ITMT® BenuurHa OTPULATENBHOTO AaBlIeHUsI MOXKET Jocturath SO MIla, yto nmpusener
K CHIDKCHHIO TEMIIepaTyphl IuiaBieHus kpuctamioB npuMepro Ha 20 °C [103]. B xoxe
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IIJIABJICHHS] MEXAHUYECKHE OIPAHUYECHUS, HAaJaracMble Ha TaHHbIE KPUCTAJUIBI, YACTUYHO
oclabeBaroT, YTO MPUBOAMUT K YBEIHMYECHUIO TEMIEpPaTyphbl IUIABJIEHUS OCTaBLIMXCS
KpUCTAJJIOB. JlaHHBIE MPEANONIOKEHUS BIOJIHE YCIEIIHO MOTIYT OOBSICHUTH CIOXHBIE
nponeccel  miasneHus I[ITMTO® wu gpyrux momMyKECTKOLENHBIX IOJMMEPOB IpU

HCHU3MCHHOCTH TOJIIIMHBI O6paSOBaHHLIX KpUCTAJIIOB.
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I'maBa 6 MHccaenoBanue ¢a30oBbIX MNpeBpallleHUul NOJU(TPUMETHJICH
TepedTanaTa) NpM MOMOIIH iN-SitU cOBMeIIeHHsI HAHOKAJIOPUMETPHHI

U MUKPO(OKYCHOM PEHTIeHOBCKOM Tudpakumu

W3 mony4eHHBIX 3KCHEPUMEHTAIbHBIX JTAHHBIX OYEBHJIHO, YTO HAa MEXAHU3M
maBieHus KpuctawioB [ITMT® Bauser HE TOABKO TeMmeparypa HU30TEPMUYECKOU
KpUCTAJUIM3AIMH, HO TaKXKE U CKOPOCTh Harpesa. Tak, Mpu oJHOM U TOH ke TeMIeparype
KpUCTaJUIM3aL1H, HO TIPH Pa3HbIX CKOPOCTIX HarpeBa MOHO nosyunth Kpusble JICK c
pa3lieICHHBIMU MHKaMH, COOTBETCTBYIOIIMMH TMPOIECCaM PEKPUCTALIU3ALNA U
MOCJIETYIOIIETO TUIABJICHHS HOBBIX C(DOPMUPOBAHHBIX KPUCTAILIOB, KATOPUMETPUUECKUE
KpUBbBIE B BUJE JIBYX HAKJIAQABIBAOIIMXCA APYr HA Apyra IMHUKOB IUIABJICHHS, & TAKKe
«CTaHJIAPTHBIC» KaJOPUMETPUUYECKHWE KPUBBIE JIUIIb C OJHUM ITMKOM IUIABJICHHMS.
Opnnako, KaJopuMeTpus cama Mo ce0e HUKaK HE MOXKET OTBETHTh Ha BOIPOCHI,
CBSI3aHHBIE C ONMCAHHEM M3MEHEHUS CTPYKTYpbl 00pa3lioB B Xoje IuiaBieHus. FiMeHHO
MO3TOMY JaHHBIN pa3iell MOCBSIIEH OMKUCAHUIO HKCIIEPUMEHTOB, B XO€ KOTOPHIX ObUIH
MOJTyY€Hbl TEIUIO(U3NYECKUE JTaHHbIE C OJHOBPEMEHHBIM OTCIEKHUBAHHEM 3BOJIIOILUU
CTPYKTYpPhI 00pa31[0B METOJIAMU PEHTI€HOBCKOMN TU(paKIuu.

Bce skcniepuMeHThl ObLITM MPOBEIEHBI Ha YCTAaHOBKE, OMHCAHHOM B pasnene 2.5
HacTosmer padoTel. biaromaps cuHxpoHm3anuu mocpenctBoM | TL kaHama mexmy
0JIOKOM yNpaBJICHHUS HAHOKAJIOPUMETpAa M PEHTIEHOBCKUM JIETEKTOPOM YJaJoCh
JOOUTHCS BPEMEHHOTO pa3pelieHns 3KCIepUMEHTOB A0 2 Mc. TakuM 06pazom 0Opasiibl
[ITMT®, nonyueHHbIE NMPU Pa3HBIX YCIOBUSIX, OBUIM HArpeThl CO CKOPOCTSMHM BBIIIEC
3500 °C/MuH ¢ OAHOBPEMEHHBIM IMPOCICKUBAHUEM 3BOJIOLUN MHUKPOCTPYKTYPHI
oOpasmua. [Ins cpaBHEeHMs B TaHHOM TJIaBe TAK)Ke MPHUBEJICHBI IaHHbIE, MOJyYE€HHbIE Ha
auann BM26 ESRF npu aHajnoruuHbIX SKCIEPUMEHTaX, HO ¢ 0ojiee HUBKUMHU
ckopoctsimu HarpeBa (ot 1 go 10 °C/munH). B manHOM ciyd4ae isi TOJYYCHUS
TEIIO(U3UUECKUX JTAaHHBIX MCIOJIb30BAICS METOJ MOAYJISALMOHHOW KaJlOpUMETPHUHU, a
JUIS. PETUCTPAIIMK PEHTICHOBCKHUX Jyueit — netektop Pilatus 1M, paGoraromiuii Ha 6ojee
HU3KON yacToTe. BpeMeHHoe paspelieHne 3KCIepuMEHTOB cOCcTaBisio 60 ¢, 4To ObLIO

A0CTAaTOYHO HAa TAKUX HU3KHUX CKOPOCTAX HAI'PCBA.
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Ha pucynke 6.1 npuBeeHsl 0O JHOMEpHBIEC MPOPUIN HHTEHCUBHOCTH, IOJTy4YEHHBIE
1oCJie MHTETPUPOBAHUSI IBYMEPHBIX PEHTIC€HOBCKHUX Audpakrorpamm. Pucynok 6.1 (a)
cootBeTcTBYeT HarpeBy obOpasma [ITMT® co ckopocthio 1 °C/muH, pucyHok 6.1 (6) —
HarpeBy co ckopocteio 30 000 °C/mmu. B 060mx cnyuasx oOpazen [ITMT® Obin
3aKkpucTaiM3oBaH uzorepmuuecku npu 150 °C B teuenue 10 munyt. Ha pucynke
IPE/ICTAaBICHbl TEMIIEpaTypHble 3aBHUCHUMOCTH OJHOMEPHBIX MpOMiIeH, TpU 3STOM
MHTEHCUBHOCTh CHUTHAJIa, MOJydyaeMasl MpPU PEHTTEHOBCKOM PACCESIHUU Ha KaX]OM
npoduie, COOTBETCTBYET IIBETOBOM IIIKajie, MPUBEICHHON crpaBa. B ganpHeleM s
ynoOCTBa aHajM3a MOJYYEHHBIX JaHHBIX Opascs Haubosiee MHTeHCUBHBIN muk (010),
COOTBETCTBYIOIIMKA mapamerpy b kpucrammnueckori pemetkn IITMT®. Ha
IPEJICTAaBICHHBIX 3aBUCUMOCTIX BUAHO, YTO B O0OUX CIy4asX B XOJ€ HarpeBa JaHHBIN
UK CJIBUTA€TCsl B CTOPOHY MEHBIIUX 3HAYEHUH S, YTO COOTBETCTBYET YBEIMUCHUIO
napameTpa b. Kpome TOro, MHTEHCUBHOCTh NMHWKA HAYMHACT 3HAYUTEIHHO BO3PACTATh

nociie 200 °C B cityyae MEIJIEHHOTO Harpena.
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Pucynok 6.1 — OpHOMepHbIE TPO(GHIN HMHTEHCUBHOCTH, IIOJYYCHHBIC TIOCTC

UHTCTPUPOBAHUS JIBYMEPHBIX PEHTTEHOBCKUX JHU(pakTorpamMm, CHATHIX B Xoje IN-Situ
SKCIEPUMEHTOB [0 COBMEIICHUIO KaJOPUMETPUUECKUX HCCIACAOBAHUNA C METOJaMHU
PEHTTEHOBCKOM TudpaKIuu. Uccnenosanunie 00pa3Isl [ITMT® ObLIH
3akpucTtamuzoBanbl pu 150 °C B Teuenne 10 MuH, CKOpOCTh HarpeBa cocramisia |
°C/mun (a) u 30 000 °C/mMun (6). Hanbomnee WHTEHCHUBHBIA THUK KPUCTAJUTMYECKOU
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pemerku IITMT® (010), pactionoxernsii Ha 0.175 A, B 060HX cirydasx HCIBITHIBACT
CABUT B CTOPOHY MEHBIIIMX 3HaYEHUH S MTPU MOBBIIICHUH TeMIlepaTyphl oOpasia. OaHako
BUJIHO, YTO B cliydae (a) Takxke npu temmeparypax Boiire 200 °C HaOmro1aeTcs TakKe
poct unteHcuBHocTH nuka (010). JlanHbIE 0COOEHHOCTH MOTYT OBITH PACCMOTPEHBI KaK
MPU3HAKHU MPOTEKAHUS MPOIECCOB PEKPUCTATUTU3ALINH.

Jlist nanpHeie 00paboTKM MOJTYYEHHBIX PE3YIbTaTOB OHU OBLIIM COMOCTAaBJICHBI

C MOy YeHHBIMH COOTBETCTBYIOIIMMHU KAJIOPUMETPUYECKHUMHU u
HAHOKAJOPUMETPUYECKUMHU JaHHbIMU. Ha pucyHke 6.2 mnpuBeneHbl: HHTEHCUBHOCTb
nuka 010 u b-mapamerp COBMECTHO ¢ KaJOPHUMETPHUYECKOW KPUBOM, MOIyUYEHHOW TPH
ckopoctu HarpeBa 1 °C/MuH, Ha pUcyHKe 6.3 — aHaJIOTMYHbIE JaHHbIC, TIOJTyYeHHbIE TIPU
ckopoct HarpeBa 30 000 °C/mun. Pacuer mapamerpa b mpoBoamics mo dopmymnam,

MpCACTAaBJICHHBIM B ITPHUJIOKCHUHN A.
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Pucynok 6.2 — TemneparypHble 3aBUCUMOCTH MHTEHCUBHOCTH MHKa KPUCTATUYECKON
pemetku [ITMT® (010), b-mapamerpa, a Takxke coorBercTBytomas kpusas JJCK (cBepxy
BHM3). Ckopocth HarpeBa — 1 °C/mun. [Ins HariasaHocTd 00O3HAa4YeHBI 00JIACTH,
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COOTBCTCTBYIOIIIHC nmponeccam PaCCTCKIIOBLIBAHHC, IEPBUYIHOTO IIJIaBJICHUA,
PCKpUCTAIIN3AINHN U (bHHaJIBHOFO IIJIaBJICHHUA.
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Pucynoxk 6.3 - TemnepaTypHbie 3aBUCUMOCTH MWHTEHCUBHOCTH MHKA KPUCTALTUYECKOMN
pemetku [ITMT® (010), b-mapamerpa, a Takxke coorBercTBytomas kpusast JJCK (cBepxy
BHI3). Cxopocth HarpeBa — 30 000 °C/mun. Jlyis HarnsgHOCTH 0003HAYEHBI 00JIACTH,
COOTBETCTBYIOIIIKE POIECCaM CTEKJIOBaHUS U (PUHATLHOTO IJIaBJICHHUS.

[lo mpexacraBieHHOW Ha PUCYHKE 6.2 KaJOpUMETPUYECKON KpPHUBOW BUIHO
IPUCYTCTBHE 00JIACTU CTEKJIOBAHUSA MOJIMMEPA, HU3KOTEMIIEPATyPHbIN MUK IJIABJICHUS C
MOCJICYIONIEH PEeKpPUCTALTU3ANKNEH (9K30TEPMHUUECKUN THMK) W (PUHAIBHBIA MUK
mwiaBiaeHus. JlJigs HarjasgHOCTH pas3lidyHble TeMIEpaTypHble O0JacTH OrpaHUYEHbI
MYHKTAPHBIMU JIUHUSAIMU. COOTBETCTBEHHO, MHTEHCUMBHOCTh muka 010 3HauMTEeIHRHO
BO3pAacCTaeT B 001aCTH SK30TEPMUUECKOTO MTMKA PEKPUCTAIUIAZAIUY | TTaJaeT 10 HyJIS Ha
(UHAIBHOM SHIOTEPMUYECKOM THUKE IJIaBJIeHHs. Takke, mapaMeTp KPUCTATMYECKON
peIIeTKH D peTeprieBacT THIMHYHOE TEPMUIECKOE PACITHPEHHUE BILIOTh 10 TEMIIEPATyPhI
PEKpHCTAILIM3AIMH, TTIOCJIe Yero pe3Ko Bo3pactaet. JlanHbIi poct b-mapamerpa MoxxHO
CUUTATh NPSIMBIM JOKA3aTE€JIHCTBOM MPOTEKAHUS MPOIECCA PEKPUCTAIIIU3AINM, TAK KaK

OH COOTBETCTBYET (DOPMUPOBAHHIO HOBBIX 00JI€€ TOJICTHIX KPUCTAIUIOB. B cBOIO 0uepesn
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Ha pUcyHKe 6.3 MHTEHCHMBHOCTHh IIMKA HE BO3pPACTACT, a JUIIb MaJaeT 0 HyJIS MpHU
TUTaBJICHUW 00pasia; mapameTp D mpeTeprieBaeT THITUYHOS TEPMHUSCKOE PaCIIUPCHHE
BILJIOTH 10 (PUHAIBHOIO SHIOTEPMHUYECKOTO MUKA TIIaBJIeHUs. MOXKHO C/eNIaTh BBIBOJI O
TOM, YTO MOPOLECCHl PEKPUCTAIUIM3ALMU B JTAHHOM CIydae OTCYTCTBYIOT, YTO TaKKe
BUJIHO MO HAHOKaJOPUMETPUUYECKOMY MNPOGUII0, JAEMOHCTPUPYIOIIEMY JIMIIb OAWH
WIHAPOKUAMN SHIOTEPMUYECKUH MUK TIJIABJICHHUS.

Ha Bepxneit manenu pucyHka 6.4 mpeicTaBiIeHbl KAIOPUMETPUUYECKHUE JAaHHBIC,
nosydyeHHsle npu HarpeBe co ckopoctsamu 180 000 °C/mun, 60 000 °C/mun, 30 000
°C/muna, 7500 °C/mun, m 3600 °C/mMun o6pasuoB I[ITMT®, wuzorepmuuecku
3akpucTaum3oBaHHbix npu 150 °C. Hwuke mnpencrtaBieHbl COOTBETCTBYIOIIUE
3aBHCHMOCTH ITapaMeTpa KPUCTAUTHICCKOW PEIIETKH D MpH TeX K€ YCIOBHIX Harpera.
J1J1s1 HArJISITHOCTH HAHOKAJIOPUMETPUUECKHE KPUBBIC M TEMIIEPATypHbIE 3aBUCUMOCTH D-

napaMeTpa CMEIIEHBI IO BEPTUKAIHLHOU OCH.

AT o> 0-€.

3 600 °C/mun
7 500 °C/mun
30 000 °C/mun
60 000 °C/mun
180 000 °C/muu

(O JoyeX |

e e B
(SRS

Temnepatypa, °C

119



Pucynok 6.4 — BepxHss maHenb: HAHOKAIOPUMETPUUECKUE KPUBBIE, TIONYYCHHBIC TTPU
HarpeBe oOpaszuoB [ITMT®, 3akpucramimzoBanHbix npu 150 °C, co ckopocTsIiMu

HarpeBa 180 000 °C/mun, 60 000 °C/mun, 30 000 °C/mun, 7 500 °C/mun, u 3 600

°C/mMuH. HuxHss mNaHenb: COOTBETCTBYIOLIME pACCUUTAHHBIE TEMIIEpaTypHBIE
3aBHCHMOCTH D-mapamerpa snemeHTapHoW sueiiku [ITMT®. [lns HarisgHoOCTH
IIPE/ICTABICHHBIE TEMIIEpaTypHbIE 3aBHUCHUMOCTH CIABUHYTBHI [0 BEPTHUKAIU BBEPX
OTHOCHUTENIFHO HWKHEH KpUBOH, COOTBETCTBYIOIIEH ckopocTu Harpesa 3 600 °C/muH.

Bunano, uyTo mpu HauOosiblliel CKOPOCTU HarpeBa HaOJI0aeTCsd OJUH IMIMPOKUN
MUK IJIABJIEHUS C XapaKTEePHBIM «IUIeYOM» B obOsacTu Oosee HU3KUX Temneparyp. [Ipu
CHIKeHMH ckopoctu HarpeBa g0 60000 — 3600 °C/mMuH mporecc IUIaBICHUS
COTIPOBOXKIACTCS IBYMSI U JTaXKe TPEeMs SHIOTCPMUUECKHUMH MUKaMU. B cBOIO ouepenp,
KaK y)Ke YIIOMHHAJIOCh paHee, Mpu HU3KUX ckopocTsx Harpesa (1 — 100 °C/muH) Ha
KaJIOPUMETPUUYECKOM TPOQUIIC MOSBISICTCS JTOMOJTHUTEIBHBIN IK30TCPMUUYECKUNA THK,
pPAClOJIOKEHHBIM ~ MEXAYy  JIBYyMs  JPYTUMH  DHAOTEPMUYECKUMU  MHUKaMH,
COOTBETCTBYIOIIUMH HU3KOTEMIIEPATypHOMY TUIABJICHUIO M (DMHATHLHOMY IUIABIICHUIO.
CTouT OTMETUTH, UYTO DOHIOTEPMUUYECKUM MUK, COOTBETCTBYIOIUNA (HUHATLHOMY
IUIaBJICHUIO, PACIOJIOXKEH B 00JIacTh 0oJiee BBICOKMX TEMIIEpaTyp MpPU CKOPOCTAX
HarpeBa Hmwke 30 000 °C/muH. OueBHIHO, YTO JaHHBIA (PaKT CBA3aH C HaJUIUEM
IPOLECCOB  pEKpUCTAUIM3AMK U (QopMHUpoBaHHEM Oojiee  TEPMOAMHAMHYECKU
ctabuibHbIX KpucTamuioB [ITMT®. Kpome Toro, kak BUIHO MO PUCYHKY 6.4., mapameTp
b neMoHCTpUpYeT 3HAYMTEIBHBIN POCT B 00JACTH BRICOKHX TEMIIEPATYP MIPU CKOPOCTSIX
HarpeBa Hwke 30 000 °C/MuH, 4TO TaKXe CBUIETEIBCTBYET O IMPOTEKAHUM Ipolecca
peKpUCTaUIM3alNH, Kak ObUIO omKcaHo paHee. Takum 00pazom, MOKHO 0003HAYHUTh, YTO
B uHTepBasie ot 10 000 °C/mun no 30 000 °C/MuH cyiiecTByeT Takasi CKOpOCTh HarpeBa,
KOTOpast SIBJISICTCS BEPXHHUM TIPEIETIOM, BBIIIIE KOTOPOTO HE HAOJIOMAETCS MPOIECCOB
pekpuctaumm3anuu npu Harpere obpasuoB [ITMT®, 3akpucramauzoBaHHbix mpu 150
°C.

Od4eBUIHO, YTO TSI IPYTUX TEMIIEpaTyp KPUCTAUTH3AIIMN aHAJIOTHYHBIM 00pa3oM
MOXHO 00O3HA4YUTh CBOIO CKOPOCTh HArpeBa, BBINIE KOTOpPOW HE OyayT MpOTeKaTh
nporiecchl pekpuctaumi3anun. Ha pucynke 6.5 u 6.6 npuBeeHbI JaHHbIC, aHAJIOTUYHbBIC

NPUBEIEHHBIM Ha pucyHke 6.4, Ho ains o6pa3uoB [ITMT®, 3akpucTamin30BaHHBIX MPU
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120 °C u 180 °C B Teuenue 10 u 20 MUHYT COOTBETCTBEHHO. BUJIHO, YTO «KpUTHUYECKAS
CKOPOCTb)» TOBBIIIAETCS C MOHMKEHUEM TeMIEepaTypbl KPUCTALTU3ALMU U HA00OpPOT
MOHWXKAETCSI C TOBBIINICHUEM TEMIEPATYphl KpuUcTau3aluu. Tak, B ciyyae
kpuctainzanuu npu 120 °C He HaOI0/1a€TCsl PEKPUCTAIIU3ALMN TTPU CKOPOCTSIX BBIIIIE
60000 °C/mun. B ciuywae kpuctaumzanuu npu 180 °C ckopocTH Harpena

HaHOKaJOpPUMETPa BO BCEX CIIyyasX OKa3aJUCh CIMIIKOM BEIMKH, YTOObI HAOMIOAaTh

IMPOHCCChI PCKPUCTAJUIN3AIIUH.

AT opu 0-€.

3 600 °C/mun
D 7 500 °C/mun

6.2 " 30 000 °C/mun
60 000 °C/vnn

wl e
[

(oK XoXeoX ]

80 120 160 200 240
Temneparypa, °C

Pucynok 6.5 — BepxHsis maHenb: HAHOKAJIOPUMETPUUECKUE KPUBBIE, TIOJyYEHHbIE MTPU
HarpeBe oOpaszuoB [ITMT®, 3akpucramiuzoBaHHbix npu 120 °C, co ckopocTsIMuU
HarpeBa 180 000 °C/mmn, 60 000 °C/mun, 30 000 °C/mun, 7 500 °C/mun, u 3 600
°C/mMuH. HuxHssi maHenb: COOTBETCTBYIOLIME pACCUUTAHHBIE TEMIIEpaTypHBIE
3aBHCHMOCTH D-mmapamerpa snemeHTapHoi sueiiku [ITMT®. [lns HarmsgHOCTH
MPEJCTABIICHHbIE TEMIEpPaTypHbIC 3aBUCHUMOCTH CIABUHYTHI IO BEpPTHUKAIM BBEPX
OTHOCHUTENIFHO HMKHEH KpUBOH, COOTBETCTBYIoIIEH ckopocTr HarpeBa 3 600 °C/muH.
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Pucynok 6.6 - BepxHsisi maHesb: HAHOKAJIOPUMETPUUECKUE KPUBBIC, MOJYyUYEHHbIE MTPU
HarpeBe oOpaszuoB [ITMT®, 3akpucramiuzoBanHbix npu 180 °C, co ckopocTsiMu
HarpeBa 180 000 °C/mmn, 60 000 °C/mun, 30 000 °C/mun, 7 500 °C/mun, u 3 600
°C/mMuH. HuxHss mMaHenb: COOTBETCTBYIOLIME pACCUUTAHHBIE TEMIIEpaTypHbIE
3aBHCHMOCTH D-mmapamerpa snemeHtapHoi sueiiku [ITMT®. [lns HarsgHOCTH
MPEJCTABICHHBIE TEMIEpPaTypHbIE 3aBUCHUMOCTH CIABUHYTHI 1O BEpPTHUKAIM BBEpPX
OTHOCHUTENIFHO HUKHEH KpUBOM, COOTBETCTBYIOMIEH ckopocTu HarpeBa 3 600 °C/muH.

CTOUT OTMETUTh HEKOTOPYIO MHCTPYMEHTAIIbHYI0 OCOOEHHOCTb SKCIIEPUMEHTOB:
TEMIEPATYPHbIII MHTEpBaJ, B KOTOPOM OOjblle HE HaOIIOJAETCs PaCcCEsIHUS
pPEHTreHOBCKUX Jiyderd oT KpuctaiuioB [ITMT®, HaunHaeTcs npuMEpHO B pavioOHE
MaKkCHMyMa IMKa IUIaBJICHUSI HA HAHOKAJIOUMETPUYECKUX KPUBBIX. JlaHHBIN (akT MOXKET
OBITH OOBSICHEH TEM, UTO UCIIOJIH30BAHHBII B 3KCIIEPUMEHTAX HAHOKAJIOPUMETP SIBIIAECTCS
KaJIOPUMETPOM TEIJIOBOTO MOTOKA, U, TAKUM 00pa3oM, IUIEUO IHAOTEPMUUYECKOTO MUKA
IUTaBJICHUS B 001acTH 00Jiee BBICOKHUX TEMIIEPATYp COOTBETCTBYET BO3BpATy CUTHAJIA HA

0a30ByI0 JIMHHUIO TIOCJE 3aBEpILCHUSI Mpolecca IUIABJICHUs KPUCTaUIOB mojumepa. B
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CBOIO OdYepedb B DOKCIEPUMEHTaX C MEUJICHHbBIMU HarpeBaMu (pUCYHOK 6.2)
ucnons3oBaicss meton JCK, ocHOBaHHBIM Ha MPUHIMIE KOMIIEHCAIIMM MOIIHOCTH.
JlanHOe HaOM0ICHUE eIIle pa3 JI0Ka3bIBaeT, UTO B HAIIIEM cliydae ObLIO Obl COBEPIIIEHHO
HEIPaBUJILHO OCHOBBIBATH JIFOOYI0 MHTEPIIPETAIIMIO JTAHHBIX JIUIIb C UCIOJb30BaHUEM
MakCUMyMOB MuUKOB ImaBieHuss Ha kpuBbiX JICK; HeoOXoammo coOmocTaBisTh
NOJIyYeHHbIE TEIIO(PU3NYECKUEe U CTPYKTYpPHBIE JaHHBIE JJII TOYHOTO MOHMMAaHUS
MIPOTEKAIONTUX MPOIIECCOB B XOJ€ TEPMUUECKONH 00paOOTKHU TOJIUMEPOB.

[ToMUMO SKCIIEPUMEHTOB C TOCTOSIHHOM CKOPOCTBIO HarpeBa, MpU MOMOIIU
MpEeIaraéMoro 3KCIEPUMEHTAIBLHOIO METOJa MPOILECC PEKPUCTAIUIM3ALNN MOXKHO
YBHJICTh TaKXK€ B M30TEPMHUCCKUX YCIOBUAX. Ha pucynke 6.7 npuBeneH pe3ysbTar in-
Situ skcrepuMeHTa M0 HAHOKAJIOPUMETPUH / PEHTTC€HOBCKOM AU(PPAKIIUH, IIPOBEICHHOMY
B YCJIOBHUSX M30TepMUYecKoi BoIIepKku oOpaszina [ITMT® npu temneparype 193 °C.
JlanHas TemnepaTypa Obljia JOCTUTHYTA IIPU HarpeBaHuu co ckopocThio 120 000 °C/Mun
oOpasiia, NpeBapUTEIbHO M30TEPMUYECKH 3aKpUCTAUIM30BAHHOTO W3 paciuiaBa MpHU

temneparype 150 °C.
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Pucynok 6.7 — Ilpouecc pexkpuctammsanuu oopasua [ITMTD npu uzoTepMuyecKux
ycnousix (T = 193 °C). TemmneparypHas oOpaboTka oOpasma: H30TepMHYECKas
kpuctasuu3anus npu 150 °C B Teuenue 10 mun, Harpes 10 193 °C co ckopoctsio 120 000
°C/muH u nocneayromas nzorepma. [lapamerp b u nnteHcuBHOCTH Muka 010 moka3aHbl
kak (yHkmuu BpemeHnu. Hanokamopumerpuueckas KpuBas TpHBEICHAa Ha BpPE3KE B
BEpXHEM  MpaBoM  yriy.  PaccuMTaHHble  XapaKTEpPUCTUYECKHE  BPEMEHA
peKpUCTa/NIM3aIlM B 00OMX Cly4yasx yKa3aHbl C YYETOM aNlpOKCHUMAIluU
HKCIIEPUMEHTATILHBIX JAHHBIX YKCIIOHEHIIUATBHBIMU (QYHKIIASIMH.

Jlerko 3aMeTUTh, YTO HATPEBaHUU 00pa3iia mapameTp b JIeMOHCTPUPYET TUITMYHOE
TEPMHUYECKOE pacuIpeHue, a 0iau3ko k temmneparype 193 °C nabmromaercs najeHue
uHTeHCUBHOCTH Timka 010, 4TO COOTBETCTBYET YaCTMUYHOMY IUIABJICHHUIO 0O0paslia.
Opnako, mocie Hayala M30TEPMUYECKOTO OTXKUIAa NpH JaHHOW TeMmmeparype
uHTeHcuBHOCTh nuka 010 cHoBa Bo3pacraer. OnucaHue M3MEHEHUsS WHTEHCUBHOCTH
IPOCTOM AKCIIOHEHIUATBHON (QYHKIHEW MPUBOJUT K 3HAUEHUIO XapaKTEPHOTO BPEMEHU
163 mc. BaxxHo oTMeTHTh HEOOJbIIOE yBenuueHHe D-mapamerpa m3-3a mporeccoB
pekpucramumzanuu. Kpome Toro, kak mokazaHo Ha pUCYHKE 6.7, eciau OoOpaTUThCS K

HAaHOKAJIOPUMETPUYECKON KPHUBOU, OJIYYEHHOM IIPU TEX KE YCIOBUAX, MOKHO YBUJIETD,
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YTO XapakTEpHOE BpEMsS PEKPUCTALIM3ALMM cocTaBisger 157 Mc, YTO XOpOIIO
COTIJIaCyeTCs C MOJIYYEHHBIMHU CTPYKTYPHBIMU JaHHBIMU. /[aHHbIE OLIEHOYHBIE 3HAYEHUS
MOTYT OBITh MCIIOJIb30BaHbI I IPOBEPKH MOIYYEHHBIX PAHEE KPUTHUECKUX CKOPOCTEN
Harpena, BbIIIE KOTOPHIX HE HAOIIOJAeTCs MPOLIECCOB PEKPUCTAIUIM3AIMH TIPU HArpeBe
HU30TEPMHUYECKU 3aKPUCTAUIM30BaHHBIX 00paszioB [ITMT®. JleiicTBUTENbHO, TaHHAs
KPUTHUYECKAss CKOPOCTh HAarpeBa HE JOJDKHA IIPEBBIMIATH TEMIIEPATypHBIM HHTEPBAI
IJIABJICHHUS] KPUCTAJUIOB NOJIMMEPA NPU 3aJaHHOW CKOPOCTH HArpeBa, JIEJICHHBIA Ha
XapakTepHoe Bpems pekpuctaumsanuu, uro paBHo 15000 °C/MuH u Xopoiio
COTJIaCyeTcsl C JaHHbIMU, IPUBEJACHHBIMUA HAa PUCYHKE 6.5.

Wtak, ObLIO MMOKA3aHO, YTO JUIs oOpasla MOoJUMepa, IOJYyYEHHOTO MPU OJHUX U
TEX K€ YCIOBHUSX Ha Pa3HbIX CKOPOCTAX HArpeBa MOKHO HaOIIOJaTh KakK IMPOILIECCHI
PEKPUCTAIUIM3ALUU-TIIIABICHHS], TAK U MHOKECTBEHHOE ILIAaBIEHHE CPOPMUPOBAHHBIX
KpUCTAJJIOB. TakuM 00pa3om, HE TOJIBKO TeMIlepaTypa KPUCTAJUIM3AIUHI, HO U CKOPOCTb
HarpeBa onpezelsieT MeXaHU3Mbl IJIaBieHus oOpasua. Panee cuMtanoch, 4YTO KaXKIbli
DSHAOTEPMUYECKUN UK KAJIOPUMETPUUECKOW KPHUBOW IOJIY>KECTKOLEIHBIX IOJIMMEPOB
COOTBETCTBYET ILJIABJIICHUIO COOTBETCTBYIOLIMX pPa3JIMYHBIX MOMYJSALMN KPUCTAIIOB
pa3HOM TONIIMHBL. B CBOIO odepenp, IIPOBEICHHBIE HCCIEAOBAHMUS ITOKA3bIBAKOT, YTO
Jaxe IMpU HaJUYMM OJHOM MOMYJSUU KPUCTAUIOB, CPOPMUPOBAHHBIX B IPOLECCE
MU30TEPMUYECKOM KPUCTAJUIM3ALUA, B XOJE€ HArpeBOB MOJKHO IIOJYy4YHUTh JBa IIMKa
IUIABJICHUS, 4YTO MOXET OBbITh OOBSCHEHO HAJIMYMEM CHJIBHBIX MEXAHHYECKUX
BO3JICICTBUII Ha KPUCTAUIBI CO CTOpOHBI aMopdubix ob6mactelt. IIpoBeneHHbie
UCCIIEIOBaHUsI B OYEPEIHOM pa3 JOKa3bIBAIOT aKTyaJIbHOCTh pPa3pabOTaHHOTO

KOMIIJICKCHOI'O ME€TOJa UCCJICAOBAHUs.

125



3aK/JII0YeHue

Hactosmast pabota Oblja BBIMIOJIHEHA B paMKaX COTpPYIHHYECTBA jaboparopuu

UH)XCHEPHOT0 MaTepuasoBeieHus GpakynbTreTa GyHIaMeHTAIbHON (PU3UKO-XUMUYECKON

umwkenepun MI'Y umenun M.B. JlomonocoBa ¢ nunuert |D13 EBpomnelickoro 1eHTpa

CUHXPOTPOHHOTO M3IydeHHUs. B XOjie BBIMOTHEHHBIX pa0dOT OBLI MPEIIONKEH HOBBIN

KOMILICKCHBIM METOJ I/ICCJICI[OBaHPIﬁ, AKTYaJIbHOCTb KOTOPOI'O0 JOKa3aHa IIpU 1II

MIPOBEICHUH CEPUU HOBBIX, PaHEE HEIOCTYIMHBIX YYEHOMY COOOIIECTBY, SKCIEPUMEHTOB

Ha 00pa3iiax MoJIy>KeCTKOICTTHBIX MOJIMMEpax.

Bvio0bi.

BrnepBrie 6b11 pazpaboTaH 1 peaan30BaH KOMILIEKCHBIN AKCIIEPUMEHTAIbHBIA METOA
UCCJIEIOBaHMsI, COBMEUIAIONIMIA METOJ HAHOKAJOPUMETPUHU, WIH CBEPXOBICTPOii
KaJIOPUMETPUHU Ha YUIIE, C HAHO- U MUKPO(POKYCHOM CUHXPOTPOHHOM PEHTI€HOBCKOM
mudpakueit. [IpeaaraeMplii KOMIDICKCHBIA METOJI TIO3BOJISIET TIPOBOIUTH EX-SitU U
IN-Situ  mccrieaoBaHUs  TEIUIOQU3NYECKMX M CTPYKTYPHBIX  XapaKTEPUCTHK
HAHOCTPYKTYPUPOBAHHBIX 00pa3ioB wmaccoili oT 1 go 100 Hr B IIUPOKOM
TEMIEPATypHOM JMana3oHe U C pa3iuuHbIMH cKopocTsiMu HarpeBa (o 300 000
°C/muH). [laxke Ha BBICOKHMX CKOpPOCTSIX HAarpeBa METOJ IO3BOJISIET JOOUTHCA
XOpOILIEr0 BPEMEHHOIO pa3pelEHUs] SKCIIEPUMEHTA, PETUCTPUPYS SBOIIOLUIO
CTPYKTYpBbI 00pa3iia Kaxabie 3 Mc.

Pa3pabotannblii MeTon Obul  OPUMEHEH I HMCCIEAOBAHUS  IPOLECCOB
CTPYKTYPOOOpa30BaHUs U IJIABJICHUS TOTYKECTKOIICTTHBIX TOJTUMEPOB Ha TIPUMEPE
TUMMUYHOTO apOMATHYECKOTO Moauddupa, moau(TpuMeTUIeH Tepedranara).

[lpy nomomu €X-Situ COBMEIEHUS HAHOKAJIOPUMETPUU H  HaHO(OKYCHOI
PEHTIEHOBCKOM udpakuuy ObUIO IOKa3aHO, YTO B XOAC€ OBICTPHIX HArpeBOB
00pa3loB HEKOTOPbIE KPUCTAILJIBI B JIAMEJUISIPHOM MAYKe MJIABSITCS paHbLIE JIPYTUX,
HapyIas JaIbHUH MOPSIIOK B Tauke 0€3 N3MEHEHUsI CPEAHEN TONIIUHBI KPUCTAILIOB.
Ha ocHOBe npoBeACHHBIX SKCIIEPUMEHTOB ObljIa MPeI0kKeHa MOJIEb, OOBSCHSIOLIAs
(GeHOMEH  MHOXKECTBEHHOTO  IUJIABJIEHUS  MOJY>KECTKOLIEHBIX  MOJIUMEPOB.
[Ipeamonaraercsi, 4TO pa3HUIlA B TEPMOJUHAMUYECKUX CTAOUIBLHOCTSIX KPUCTAUIOB

BO3MOXKHO O6y0HOBHeHa HE TOJIBKO TOHIHHHOﬁ KpHUCTAJIOB, KaK 3TO CUHTAJIOCH
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paHee, a TaKkKe U JpyruMu (akTopaMu, K TPUMEPY, MEXaHUYECKUMH
HaNpsOKCHUSIMUA, KOTOPbIE MCHBITBIBAIOT KPUCTALIBI CO CTOPOHBI  COCEIHUX
aMmopdHbIX obacTel (OTpUIaTEILHOE JaBICHUE).

e B xome In-Situ OSKCIIEPUMEHTOB 10 COBMEUICHHIO HAHOKAJIOPUMETPUU U
MUKPO(OKYCHON PEHTICHOBCKOM IU(pakiMu Tpu HArpeBax C pasIdnYHBIMH
ckopoctsamu (ot 1 °C/mur mo 180 000 °C/muu) Obuta HWCClieIOBaHA SBOJIOIMS
MUKPOCTPYKTYphl oOpasnoB I[ITMT®, 3akpucTaiM30BaHHBIX B Pa3IMYHBIX
YCIIOBHUSIX.

e [lokasano, 4To 175t 0Opasiia moauMepa, MOJy4YeHHOTO MPU OJTHUX U TeX KE YCIOBHIX
MOXHO  HAOJIOJIaTh HAa  pa3HBIX CKOPOCTSX  HAarpeBa Kak  IIPOIECCHI
peKpUCTAUIU3AlUU-TUIABJICHUSI, TaK W MHOXECTBEHHOE IUIABJICHUE HW3HAYaAJIbHO
chOpMHUpPOBaHHBIX KpHUCTAIIOB. [IpoBe/ieHHBIE HCCIEAOBAaHUS TOKA3BIBAIOT, UTO
Ja)ke TIPU HAJIMYUKU OJTHOW TOMYJISIIIUK KPUCTAILIOB, C(OOPMUPOBAHHBIX B MPOIIECCE
M30TEPMHUYECKON KPHUCTAJUIM3AlMU, B XOJ€ HAarpeBOB MOKHO MOJYYWUTh JIBA IHKA
IJIABJICHUS, YTO  MOATBEPXKAACT  NPEMJIOKEHHYHO  MOJEIb  IUIABIICHUS
KPUCTALTNYECKON CTPYKTYpHI TOJIMMEpA.

C onmHO#M CTOpOHBI, TaHHAsE pabOTa HOCUT MPHUKIATHOW XapakTep, TaK Kak ObLI
MPEJIOKEH COBEPIICHHO HOBBIM METOJI HCCIICIOBAHUS, CIOCOOHBIM TMPOBOJIUTH
AKCTIIEPUMEHTHI, paHee HEJOCTYITHbIE HAYYHOMY COOOIIECTBY; C IPYTOi CTOPOHBI, OBLIN
TaKk)Ke 3aTpOHYTHl (yHIAaMEHTAIbHBbIC HAay4HbIC BOMPOCHI. [loydeHHBIE PE3yNIbTaThI
BIIOJIHE YCIICIIHO MOTYT OOBSICHUTD CJIOKHBIN (DeHOMEH MHOXECTBEHHOTO IJIaBJICHUS U
MPOIIECCOB IJIABJICHUS-PEKPUCTAINIM3ALNN TTOTYKECTKOLETHBIX MOJIUMEPOB. JlaHHBIN
BOIPOC 00CYKTAJICS MUPOBBIM HAyYHBIM COOOIIIECTBOM YK€ Ha TPOoTsKeHuu S0 JIeT v He
HaxXOJWI OJHO3HAYHOIO OTBETa TMPU HCMOJB30BAaHUU KJIACCUYECKUX  (DU3UKO-

XUMHWYCCKHUX MCTOAOB.
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baarogapuocTu

B mepByto odepens, BeIpakaeTCs MCKPEHHSSI 0JaroJapHOCTh MOEMY HAYyYHOMY
pykoBoautento kK.¢p.-m.H., npod. BanoBy J[.A. 3a HacTaBieHUS U Yy4yacTue B
00CYX/ICHUH MOTYYEHHBIX PE3yJbTaTOB, 32 MOMOIIb MTPU 0OPMIIEHUH AUCCEPTALIUU, &
TAaK)X€ 3a IOJYYCHHBIM OTPOMHBIM JKU3HEHHBIM U HAyYHBIM OIIBIT U 32 BO3MOKHOCTH
BBINIOJIHUTD JJAHHYIO YBJIEKATEIbHYIO Pa00Ty C yH4aCTHEM CIELMAIMCTOB CO BCEr0 MUpA.
Kpome Toro, orpomHoe crnacubo 3a OKa3aHHOE JIOBEPUE U MPEJOCTABICHHYIO MHE
cBOOOY B MPOBEICHUU JaHHON TBOPUYECKON HayqHOU paOOTHI.

Takxe Xouercs BbIPAa3WUTh IMPU3HATEIBHOCTH 33 OTPOMHYIO NOMOIIb M BKJIAJ
MHOTHX JIFOIeH, 0€3 KOTOPBIX ObIJI0 OBl HEBO3MOXXHO BBINIOJIHATH M JOBECTH JO KOHIIA
JaHHYIO paboTy:

- Anoxuny J[.B., Pozentamo M., Jlo6nacy /., PerukoBy A.A., Ponsiruny A.W.,
I'epacumoBy K.JI. 3a yuactue B oOCyXJEHHH pPE3yJbTAaTOB, 3a MOMOIIb MPOBEIACHUU
DKCIIEPUMEHTOB B XOJI€ KOMAaHJIMPOBOK B EBpONEHCKHN LEHTP CHHXPOTPOHHOIO
W3JIyYCHMUS.

- Bcem pabGornukam nuuum |D13 EBpomeiickoro meHTpa CHHXPOTPOHHOTO
U3Jy4yeHus, B 4dacTtHOocTH, PoseHtamo M. u byprxammepy M. 3a ux TepreHue u
HEOLICHUMYIO TOMOIIb B MOCTAHOBKE SKCIIEPUMEHTOB, J]a’K€ B BBIXOJIHBIEC U MPA3THUKU U
B HOYHOE BpEMS.

- bonmapro A. m Poszentamo M. 3a mpenocTtaBieHHME HAHOKAIOPUMETpA M
00yueHHI0 paboThl HA HEM.

- Corpynnukam aekanara @ODOXU MI'Y umenun M.B.JlomoHocoOBa 32 moMoIIb U
MOJIJIEPKKY B TEUEHHUE BCETO CPOKA 00YUYEHUS B aCIUPAHTYPE.

Kpome toro, cambie Teruibie ciioBa 0JaroapHOCTH BBIPAXKAIOTCS MOEH ceMbe. 3a
Ballly JIO0OBb, TEPIICHUE, OHUMAHUE U TOCTOSHHYIO MOPalbHYIO MOJACpKKY. Barna
noMonir Bce 4 roma Oblma OecrieHHod. OTaenpHOe cmacubo0 MoOeMy JIeIyIIKe,
MenpsuukoBy C.I1., KOTOpBIi CO MIKOJIBI BIOXHOBIISLT Ha 3aHATHE (DU3UKOM.

Taxke  BbIpakaeTcs  OyiarogapHocTb  MOCKOBCKOMY  T'OCYAapCTBEHHOMY
yHuBepcuteTy uMenu M.B.JIomoHocoBa 1 MunucTepcTBy 0OpazoBaHus U Hayku Poccun
3a (PMHAHCOBYIO MOJJCPKKY B XOJI€ BBHIITOJTHEHUS PaOOTHI.

Hakonen, orpoMHoe criacu0o wieHaMm auccepranroHHoro cosera MI'Y 01.01,
ONIMOHEHTaM U PELIEH3EHTaM JIaHHOU pabOoThI.

01.09.2017
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