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AHHOTALIUA

Tema BbIMyCKHON KBadu(UKAIIMOHHOW paboThl: «BiusHue mopdosioruu
MOBEPXHOCTU  DJIEKTPOJIUTUUECKOTO HHUKEJIS Ha €ro TEePMOPEAKIIMOHHYIO
CIIOCOOHOCTBY.

Llenpto paboOTHI SBISETCS BBIIBUTH BIMSHUE MOP(GOJIOTHU TOBEPXHOCTH
HUKEJIEBBIX MOKPBITHI HA UX PEAKIIMOHHYIO CIIOCOOHOCTh B arpECCUBHBIX CPeax ¢
MOBBINICEHUEM TeMmrepaTypbl. OOBEKTOM HCCIICIOBAHUS SIBIIAIOTCS HUKEJICBHIC
MOKPBITHUS, UMEIOIIHE 0COO0YI0 MOP(HOIOTHIO TOBEPXHOCTH, MOJYYECHHBIE METOJIOM
AIEKTPOOCAKACHHS HA TIOJJIOKKE M3 HEPKABEIOMICH CTaM MyTeM J00aBIICHUS B
ANEKTPONUT XJIOpUAa HaTpus U xjopuaa kamusa. [IpenMmerom wuccnenoBaHuUs
SIBJISIETCS TEPMOPEAKIIMOHHAS CTIOCOOHOCTD MOJTYUYEHHBIX HUKEIEBBIX MOKPBITHH C
pa3BUTOM MOPGOJIOTHEN TOBEPXHOCTH.

BrinyckHast kBanudukanuoHHas paboTa COCTOUT U3 TPEX OCHOBHBIX YACTEMH:
0030pa IUTEepaTyphl, SKCIEPUMEHTAILHON YaCTH, PE3YJIbTaTOB U BHIBOJIOB.

[lepBas yacTh cocTOMT W3 0030pa HAYUYHBIX MyOJUKAIMi, MOCBSIIEHHBIX
crocobaM TMOJy4YeHUsI HUKEJIEBBIX TMOKPHITUH C Pa3BUTOM MOBEPXHOCTHIO,
OTIMICAHWIO CBOMCTB ATUX MOKPHITUH U MX NMPUMEHEHUI0. JlaHHbIN 0030p moKasal,
AKTyaJIbHOCTh HCCJICIOBAHMI, HAMPABIEHHBIX HAa W3YYEHHUE TEPMOPEAKIIMOHHBIX
CBOMCTB pa3BUTHIX IMOBEPXHOCTEH, TaK KakK MyOJMKAlUA, MOCBSIIEHHBIX ITUM
VCCIICIOBAHUSIM HEJIOCTATOYHO. Pe3ynprarel 3THX HCCIENOBAaHUM BaXKHBI IS
MIPUMEHEHHUS TTOKPBITUI B YCIOBUSX BHICOKOTEMIIEPATYPHOTO KaTaIN3a.

Bo BTOpO# YacTum ommcaHa METOJAWKA IMOIYYEHUS HHUKEIIEBBIX MOKPBITUU C
Pa3BUTON MOBEPXHOCTHIO METOJOM JJIEKTPOOCAXKICHUS, IyTeM J100aBJICHHUS B
0a30BbIN SJEKTPOJIUT COJEH IIETOYHBIX METAIOB, XJIOpHUAA HATPUsi U XJIOpHUIA
kanus. OmucaHbl METOJBI HUCCIEAOBaHUS MOPQOJIOTHH TMOJIYYSHHBIX MOKPBITHI:
METOJI CKaHUPYIOIIEH AJIEKTPOHHOM MHMKPOCKONHMHM M Ja3epHOM KOH(MOKaIbHON
MHUKpOCKOonuU. ONMCAHO UCCIIEIOBAHNE HUKEJIEBBIX MOKPBITUH B TEMIIEPATYPHBIX
MOJIIX M arpecCUBHBIX cpeax MeToAoM Au(depeHIIuaIbHOT0 TEPMUYECKOTO

ananu3a (JTA) u uccnenoBaHne KOJIUYECTBEHHOTO (Da30BOr0 COCTaBa METOJIOM



pentreHodazoBoro ananmza. lIpencraBieHsl  (HOTOCHUMKHM — 000PYIOBaHUS
HEO0OXOIUMOTO ISl IPOBEICHUS 3TUX UCCIEOBAaHUM.

B Ttpereii yacTM IPOAEMOHCTPHUPOBAHBI 3JIEKTPOHHO—MHKPOCKOIIHMYECKHUE
CHUMKHU TOJYYEHHBIX MOKPBITUH. OmucaHbl pe3yjbTaTbl MHKPOCKOIMUYECKHX
VCCIIEJOBAHUM. [IpencraBiensl TEPMOIPAMMBI o pe3yJbTaram
¢ depeHInaIbHOT0 TEPMUYECKOTO aHalIM3a U PEHTI€HOIPaMMBbI 10 pe3ysibTaTaM
pentreHodazoBoro ananusza. lIpoBeleH CpaBHUTEIBHBIM aHAIW3 MOJYYEHHBIX
NOKPBITUM, CAEJIaHbI BHIBOJIBI.

B 3axntouennn noaseaeHs! oOLIMEe UTOTH IPOEIaHHON pabOThI.

BoinyckHasi kBanu@uKalMOHHas paboTa H3JI0KeHa Ha 55 cTpaHuuax,
COCTOMUT W3 BBEIEHHSA, TPEX pa3AeliOB, 3aKIKOYEHUS, CIUCKA HCIOJIb3YEeMON

mutepaTypbl. Conepkut 17 pucyHKoB, 3 TaOIHUIIbI.
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BBenenue

HuxkeneBble MNOKpPBITHA HAXOAT LIMPOKOE MPUMEHEHUE B PA3ITUUYHBIX
OTpacisX NPOMBIIUIEHHOCTH: CTPOUTEIBCTBE, MAIIMHOCTPOEHUHU, He(dTerazoBoun
MPOMBIIIJIEHHOCTH, XUMHUYECKON MPOMBINIUIEHHOCTH, MOPCKOM  HMHAYCTPUU U
MHOTHUX Jpyrux. MX HCHONB3YIOT Uil 3alUThl OT KOPPO3WHU, TMOBBIIICHUA
M3HOCOCTOMKOCTH U B JIEKOpAaTUBHBIX Heisix. OaHako cdepa MX TPUMEHEHHS C
Ka>KJIbIM TOJIOM PACIIMPSIETCs], B 3aBUCUMOCTH OT TOTO KAKUMHU OHU MOTYT 00J1a]1aTh
cBoiictTBaMu. OJHON M3 Takux cdep sBISETCS TeTeporeHHbd Karamu3. Jlus
IPUMEHEHUSI HUKEJIEBBIX OKPBITUN B 3TOU cdepe, OHU JOJDKHBI COOTBETCTBOBATH
ornpeeeHHbIM TPeOOBaHUSAM, B YACTHOCTU JOJKHA OBITh pa3BUTas MOP(HOIOrus
MTOBEPXHOCTb. [TomyuuTh TaKyo ITIOBEPXHOCTh MOXHO METO0M
AIIEKTPOOCAXKICHHUSI, TyTeM JOOABIICHUS B UCXOHBIN AIEKTPOIUT COJIEH MIETOYHBIX
METAJIJIOB, XJIOpHIa KaJIus U XJIOpUAa HaTpud. Tak Kak KaTtajin3 MOXKET IPOTEKaTh
IIPY TIOBBIIICHHBIX TEMIIEPaTypax, OYeHb BAXKHO YTOOBI MOJYYCHHBIC HUKEIICBHIC
MOKPBITUS TIPOSBIISLIA BBICOKYIO TEPMOPEAKIIMOHHYIO CIIOCOOHOCTD, B CBSI3U C YEM
10CJI€ TOr0, KaK Hy»Hasl IOBEPXHOCTh MOJIy4eHa, OHa JOJIKHA OBITh MCCIIEJOBaHA
Ha KaTaJuThYeckue cBoiicTtBa. I[loaTomMy, B maHHOW paboTe, MPOBOIATCS
WCCIIEIOBAHUSI HUKEJIEBBIX MMOKPHITUN HA MPEIMET CTAOUIILHOCTU B TEMITEPATyPHBIX
noyisix. AHalIM3 Hay4yHbIX MyOJIMKAalMid  TOKas3ald, YTO HWMEHHO IS
BBICOKOTEMIIEPATYPHOTO0 KaTajiu3a TaKWe TMOKPHITUS HE ObUIM THIATEIBHO
VCCIIEOBAHBI, TO3TOMY 3TH UCCIIETOBAHMS SIBIAIOTCS AKTyalbHBIMU.

Takum oOpazom, 11e1bI0 PabOTHI SBISETCS, BBISBUTH BIUSHUE MOPQOIOTHH
MOBEPXHOCTH HUKENIEBBIX TMOKPBITUA HA HMX PEAKIMOHHYI0 CIOCOOHOCTh B
arpeCcCHUBHBIX CPEJAX C MOBBILICHUEM TEMIIEPATYPBL.

OObEeKTOM WUCCIEeIOBaHMs, B JAHHOW paboTe, SBIAIOTCS HUKEJIEBBIC
MNOKPBITUS UMEIOIINE 0CO0YI0 MOP(OJIOTHIO MTOBEPXHOCTH, TIOJYYEHHbIE METOI0M
IIEKTPOOCAXKICHHS Ha TIOJIOKKE W3 HEP)KABEIOMIEH CTalld MyTeM J00aBICHUS B
AJEKTPOJIUT XJIOPUAA HATPUS W XJIOpHUIA Kalusa. A NpPeaIMeTOM HCCIEA0BaHUs

SABJISIETCS] UX TEPMOPEAKIIMOHHASI CIIOCOOHOCTb.
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JUis  JAOCTMKEHMsS IOCTABJIIEHHOM LeMM HeoOXOoauMO ObLIO PEelnTh
CIIeyIOIME 3a1a4u:

— IPOBECTH aHAJIU3 JUTEPATYPBI IO NPOOJIEME UCCIEAOBAHMS;

— OCBOUTH METO/] OJyUEHUsI HUKEJIEBBIX MOKPBITUI C pa3HON Mopdonoruen
NIOBEPXHOCTH;

— UCCIIEIOBAaTh HMKEJIEBBIE IOKPBITUSA, B TEMIIEPATypHBIX MOJIAX U
arpecCUBHBIX Cpellax, METOJOM U] PepeHIINaTbHOIO TEPMUYECKOTO aHATN3a;

— cieaTh BBIBOABI O TEPMOPEAKIIMOHHON CIOCOOHOCTH MOKPBITUNA C Pa3HON
MOPGhOIOTHEH.

JlanHas BeIMycKHasi KBan(prkamoHHasi paboTa U3J10kKeHa Ha 55 cTpaHuLax,
COCTOMT W3 BBEACHHUA, TPEX pPAa3AeloB, 3aKIIOYECHHUSA, CIIMCKA MCIOJIb3yEMOU

mutepaTypbl. Conepxkut 17 pucyHKoB, 3 TaOIHUIIbI.



1 O030p HAYyYHBIX MyOJIMKAIHI

1.1 Cnoco0bl mOJy4YeHUS] HHUKeJEBbIX TMOKPBITHII ¢ Ppa3BUTOH

MOBEPXHOCTHIO

B paznuyHbIx 007aCTSX MPOMBIIUICHHOCTH HAXOJUT IMIMPOKOE MPUMEHEHHE
U ABJISIETCS. BaXKHBIM  TEXHOJOTMYECKHM  MPOLIECCOM, DJEKTPOJIUTUYECKOE
ocaxkJeHne MeramuioB. Hwukenp, Onaromaps CBOMM YHHKalIbHBIM  (PU3UKO-
XUMHUYECKUM CBOMCTBaM, TaKUM Kak, MPOYHOCTb U TEPMOCTOMKOCTbH, BBICOKAs
KOPPO3HOHHAsA CIOCOOHOCTb, SBISIETCS OJHMM M3 HauOoyiee BOCTPEOOBAaHHBIX
METAJIJIOB, OJIy4Ya€MbIX METOJOM 3JIEKTPOJIUTUUECKOTO OCAKIACHUS.

OCHOBHBIM MOKA3aTeJIEM, ONpeNEIAI0 UM AKCIUTyaTallHOHHbIE
XapaKTePUCTUKUA HUKEJIEBBIX MOKPBITUH, ABISIETCS MOP(DOJIOTHUS UX TOBEPXHOCTH,
KOTOpasi 3aBUCHT OT YCIIOBUM OCAQXIECHUS, Ha KOTOPHIE MOXHO BIIUATH IyTEM
U3MEHEHHUs] TapaMeTpoB IIpoliecca, HampuMep: TeMIepaTyphl, IJIOTHOCTU
[I0/IaBa€MOr0 TOKa, MOTEHIMaJIa, COCTaBa J3JEKTPOJIUTa U MPOAOKUTEIBHOCTH
uccienoBanus. Pa3paboTka  HUKENEBBIX TMOKPBITUH C  BBICOKOPA3BUTOM
MOBEPXHOCTBIO NMPUBJIEKAET BHUMAHUE HCCIEAOBaTeNeld Onarogaps yHUKaJIbHBIM
KaTaTUTUYECKUM  XapaKTEPUCTHKAM,  BBIpOKEHHOW  cynepruapodoOHOCTH,
CTOMKOCTH K KOPPO3MHM W CTaOWJIBLHOCTH MpH TreHepaluu Bojopoaa. Haydnoe
COOOIIECTBO PErYJSIPHO MYyOIMKYeT pe3yJbTaThl HCCICIOBAHUM Pa3TUYHBIX
METOJIMK MOJyYeHHUs MOJA00HBIX MaTepuanioB. ['pymnmna yuensix [29] npoBena cuHTE3
HAHOCTPYKTYPUPOBAHHBIX MaTE€pUAIOB M3 HUKEJIEBBIX MHUKPOBOJOKOH, H3ydYas
BO3JICMICTBUE KOHLEHTPALMHN XJIOPUJA HHUKEJS COBMECTHO C THPA3UHTUAPATOM-
BOCCTAHOBUTEJIEM Ha NapaMeTpbl [JWMHBI MW  PAa3BUTOCTH  IOBEPXHOCTH
MHKPOBOJOKOH. [[piMEeHeHE METOI0B CKAHUPYIOIIEHN SJIEKTPOHHOW U ONITHYECKOU
MUKPOCKOIIUM ~ BBIIBUJIO  3aBUCUMOCTH  MOP(OJOTUYECKHX HW3MEHEHUH OT
KOHILEHTpAaI[M XJIOpUJA HHUKEJS, TM[O3BOJIAIONIYI0 KOHTPOJMPOBATH JIUHY

MHUKPOBOJIOKOH B npenenax 20—150 Mxm.



UccnenoBanust  [11;14;27] MeTOOB  AIEKTPOOCAXKICHUS  HHUKEJIEBBIX
MOKPBITUN MOKa3anu 3(PGEeKTUBHOCTh MPUMEHEHHS Pa3IUYHBIX AJICKTPOJIMUTHBIX
COCTaBOB Mpu  (POPMUPOBAHWUM  PaA3BUTOW  TOBEPXHOCTHOM  CTPYKTYPBHL
Meramnorpaduueckuit ananu3 [14] BbisiBUI 00pa3oBaHUe MOPUCTOTO HUKEIEBOTO
CIOSI C PAa3BETBICHHBIMU JICHAPUTHBIMU 4YaCTUIIAMU TIPU  HUCIOJIb30BaHUU
AJIEKTPOJIUTA HA OCHOBE CyJib(ara HUKENS ¢ J00aBICHHEM XJIOPUJIOB HATPHUS U
aMMoOHMs1. Beicokast aare3ust JEHIPUTHBIX OCAJKOB K IMOJJIOKKE JOCTUTalach Mpu
JBYKPATHOM TIPEBBINICHUHM TIpeAeTbHON MU Py3noHHONW TUIOTHOCTH TOKA.
MukporeoMeTpuyecKue rapaMeTpbl BHEIIIHEM MOBEPXHOCTHU ocajaka
JEMOHCTPUPOBATIU TMPSAMYIO 3aBUCUMOCTh OT JUIMTEIBHOCTH JJICKTPOJIM3a W
BEJIMYMHBl  IUIOTHOCTU ToKa. CrTpykTypHbIi aHanmu3 [27] nOOATBEpAWI
(dbopMHpOBaHKE BEICOKOTIOPUCTOTO MOKPBITHS € MTOKa3aTesieM MopucToctu 79% npu
3HAUUTEIIbHOM  YBEJIWYEHUU  YACIBHONW  MOBEPXHOCTU.  JlOMOJHUTENbHbBIC
HKCIEPUMEHTHI 10 AIEKTPOOCAKACHUIO HUKEIISI U3 PACTBOPOB, COAEPIKAIINX XIOPHU/T
HATpHUs, TIO3BOJIMJIM  YCTAHOBUTH  ONTHMAJbHBIE  PEXKHUMBI  MOJYy4YCHUS
(GyHKIIMOHATHHBIX TTOKPBITUH.

Ucnonb3yst Takoit pactBop, (opMHpOBaIach aHU30TPOIHAS CTOJIOUaTas
CTPYKTypa daeKkTpoocaxacHusa. C yBeIUUYEHUEM KOHIEHTpPALUU XJIOpUJa HaTpus
dbopmupoBanace 0Oosiee ocTpas crojOdaTtas CTpykTrypa. B wmcciemoBanmu [11]
METOJIOM 3JIEKTPOOCAKACHUS, B AJIEKTPOJIUT ONPEIETEHHOTO XUMUYECKOTO COCTaRBa,
BBOIWIN J100aBKku (MHTHOWUTOPHI). B pesymbrare NPOUMCXOMUT POCT TpaHen
MHUKPOKPHUCTAJUIOB C OINpEAEIeHHO KpUCTaIorpaguyecko opueHTanueil. B
pe3yJibTaTe MOJTYyYeHbl HUKEJIEBBIC MOKPHITHS, MOPGOJIOTHUS KOTOPHIX COCTOUT W3
MUKPOKPUCTAINIOB O0JaIalONX TMEHTAarOHAIHHOM CUMMETPHEH, COaepKaliux
nedeKThl JUCIOKAIIMOHHOTO THUIIA.

MarseTpoHHO€E paclbUIEHNE HUKEJIEBOW MUILIEHH B apTOHOBO—Aa30THOM CpeJie
IPUBOIUT K dbopMHpPOBaHUIO yHOPSIA0UYEHHOU HaHOCTPYKTYPBHI.
DKCnepyuMeHTAIbHbIE JIaHHbIE, TMPEJCTaBJICHHbIE B Hay4dyHOH pabore [9],
JEMOHCTPUPYIOT 00pa3oBaHUE BEPTUKAIBHO OPUEHTHPOBAHHBIX HAHOKOJIOHH Ha

CTEKJITHHOM IIOJJIOXKKE. MOp(i)OJIOFI/I‘-ICCKI/Iﬁ AHAJIN3 ITOJTYYCHHBIX 06p213HOB BBIAABUIJI
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XapakTEepHbIE pa3MEpHbIE IMapaMeTpbl HAHOCTPYKTYp, TIA€ JUAMETP KOJIOHH
Bappupyerca B auana3oHe 70—100 HaHOMETpPOB INpU BBICOTE, COOTBETCTBYIOLIEH
TOJIITMHE CHOPMHUPOBAHHOM TIIICHKHU.

B pabGorax [27;29] Bausnu Ha MOpP(OJIOTHIO TMOBEPXHOCTH HHUKEJIEBBIX
HNOKPBITUWA IyTEM M3MEHEHUs KOHIIEHTpalMuH XJjopuaa HaTpus. B pabore [29] on
MPUMEHSIICS B KAUE€CTBE OKUCIUTENS, TP U3MEHEHUU €r0 KOHIEHTPALUU JIABHO
MEHsJIaCh MOP(OJIOTHsI HUKENIEBBIX MUKPOBOJIOKOH. B pabote [27] xmopu HaTpust
BXOIWJ B COCTaB pacTBOpa 3JIEKTPOOCAXKACHUS, TNPHU YBEIUYEHUH €TI0
KOHIIEHTpAI[UU CTPYKTypa CTOJI0a CTaHOBUIIACH OoJiee ocTpasl.

B wuccnepoBanmsix [23;24;25;28;34;35] MeTOAOM  BIIEKTPOOCAXKICHUS
MOJTyYaJId HUKEJIEBBIE MMOKPHITHS, MOP(OJIOTHS KOTOPHIX, COCTOUT U3 HAHOKOHYCOB.
B pa6orte [23] MeToAOM OAHOCTAIUUHOIO ANEKTPOOCAKACHHS, 0€3 KaKoro-imdo
mabJ0Ha, CUHTE3UPOBAH MACCUB KPYNMHOMACIITAOHBIX HHKEIEBBIX HAHOKOHYCOB.
N3MeHss BpeMs ocaxAeHUsl U TUIOTHOCTh TOKA MOYKHO KOHTPOJIMPOBATH pa3Mep U
yroJl MpU BEpPIIMHE HAHOKOHyca. B wucciaenoBanum [24] mpoBOAWIM METOAOM
OJTHOCTAJMITHOTO 3JIEKTPOOCAXKICHUS 0€3 WCIOIh30BaHUS KaKOW-TMOO MaTpPHIIHI,
no0aBisAsi B PACTBOP DBJIEKTPOOCAXKICHUS JUTHUAPOXJIOPHUA ATHICHIMAMUHA,
NOJIy4aJIi HUKEJIEBbIE OKPBITUS, MOP(OJIOTHS KOTOPHIX, COCTOSIa U3 HAHOKOHYCOB
c oueHb ocTpeiMH KoHMamu. [lpu yBemmuenum kouuentparuu CaCly-2H,0,
MoJTy4ajauch 0ojiee ocTpble HAHOKOHYCHI. B pabote [34] MeTOAOM JIBYXATAIHOTO
poLecca 3JIEKTPOOCAKICHUS C 3aMEHOM JIEKTPOJOB, B pacTBOpax COJAEpIKAIIMX
XJIOPUJI aMMOHHMS, ObLJIM YCHEIIHO CUHTE3UPOBAHBI IJIOTHBIC U YIOPSIOYCHHBIC
HAHOKOHYCHI C TIPaBWJIBHOU CIIUPAIbHOM CTPYKTYpoH. Tak ke ObUIo 0OHApYKEHO
YTO MOKHO YNPABJISITh MUKPOCTPYKTYPO HAHOKOHYCOB BJIMSISI HA KOHIICHTPALUIO
NH,4CI u Bpems snexTpoocaxaeHus. Mcciaenoarenu METOIUYHO CHHTE3UPOBAIIN
HUKEJIEBbIE TOKPBITUS MyTEM JJIEKTPOXUMUYECKOTO OCAXJACHUS Ha MEIHbIC
noanokku  [25]. Mopdonoruyeckue XapakTEPUCTHKU TMOJYYEHHBIX IJICHOK
CYIIECTBEHHO 3aBUCEIM OT [apaMeTpoB dJeKTpoocaxkaeHus. I[Ipumenenue
KPAaTKOBPEMEHHOTO pEKHMa C TOBBIIIEHHON IUJIOTHOCTBIO TOKa NIPUBEIO K

GbOpMHUpPOBAaHHIO KOHHUYECKMX HAHOCTPYKTYp Ha TOBEpXHOCTH. CHIKEHHE
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IUIOTHOCTH TOKA NP YBEJIUYEHUHU JUIUTEIBHOCTH MpOIecca CIOCOOCTBOBAIIO POCTY
YIIOPSAIOYEHHOIO MacCuBa HAHOKOHYCOB. JluaMeTp OCHOBAaHMHM OTAEJIBbHBIX
HAHOKOHYCOB ObUT orieHeH mpumepHo B 50 u 100 M., a BeicoTa 50 u 200 am. Korga
BpEMSI OCAXKJEHUS OBLJIO YBEIMYEHO MOSBWIMCH MHUKPOKOHYCHI C JAHAMETPOM B
ocHoBaHu# 200 HM., u 500 HM. B BbIcoTy. Tak ke ObuIa MOJy4Y€Ha MHKPO- HAHO
uepapxudeckas CTPYKTypa IUIGHKM HHUKEIs, Ha TIIOBEPXHOCTH KaXKJOTO
MHUKpPOKOHYca O€eCHOpsIIOYHO pPaccessHO MHOXECTBO HAHOKOHYCOB. Tak ke Ha
MOBEPXHOCTH KOHYCOB MOKHO OBLIIO HAOMIOAATh MHOXKECTBO MEJIKHX KPHCTAJUIOB,
YTO yKa3bIBa€T HAa 00pa3oBaHWE BTOPUYHBIX 3apojibIliei. Bbulo ycTaHOBIEHO, YTO
IPOJOJDKUTENBHOCTh OCAXKIEHUS U IUIOTHOCTh TOKa, CHJIBHO BIIMAIOT Ha
MOp(hOJIOTHIO HUKEJIEBBIX IUICHOK, yKa3blBasg Ha TO, YTO pa3Mep MHUKPO HAaHO
KOHYCOB MOKHO KOHTPOJIMpOBaTh. B pabore [28] monyyanu HUKeJIEBbIE MOKPHITHUS,
COCTOSAIIME U3 HAHOKOHYCOB, ITyTEM JT0OABJICHHS B PACTBOP ISl JIEKTPOOCAKACHUS
CaCl,2H,0. IIpouecc popMupoBaHus HUKEIEBBIX HAHOKOHYCOB € YIIOPSTIOYEHHON
CHUPAIIBHON TEKCTYpPOH yAalIOCh PEaTn30BaTh MOCPEACTBOM AIIEKTPOXUMHUYECKOTO
ocaxkaeHus. Metonuka [35] BKIOHAJa NPUMEHEHHE JJIEKTPOJIUTA HA OCHOBE
reKcaryjpara XJOpHAa HUKENs, XJopuja HaTpus U OOpPHOM KHUCIIOTHI
AHM30TPONHBIM  POCT METAUIMUYECKUX CTPYKTYp JOCTHTAlICS  Onaromaps
CEJICKTUBHOMY IIOJIaBJICHUIO OCAKJEHUS HHKENS Ha ONPEAEICHHBIX TIPaHsX
KPUCTANIOB. bBBUIO yCTaHOBJIEHO, YTO, BIUSA Ha KOHIIEHTPALMIO BEIIECTB B
pPacTBOPE NEKTPOOCAKACHHUSI MOKHO BIUATH HA MUKPOCTPYKTYPY HUKEJIS.

B pa6ore [33] MeTO10M rajibBaHOCTATHYECKOTO AJICKTPOJIM3a HA TUTAHOBBIX
NOJJIOKKAX 0€3 MCIOJIb30BaHUS JKECTKUX IIA0JIOHOB U MOBEPXHOCTHO AKTHBHBIX
BEILIECTB, ObUIH MTOTYYEHbl BEPTUKAIBHO BHIPABHEHHBIE MATPUIIBI U3 HAHOCTEPKHEN
U MHUKTpOCTpyH HuKens. OOHapyKeHO, UTO pasiinyHas Mopdoiorus u3aenui
3aBUCUT OT IUIOTHOCTM TOKa OCA&XJEHHUA, MNOMIOKKHA, pH u Ttemmeparypsl
OCAKJICHUS.

B paGote [26] MeTOAOM 3IIEKTPOOCAXKICHUS, KOHTPOIUPYS MapaMeTphl
ANEKTPOOCAXKACHUSI M YYWUTHIBAs pa3JIMYHOE BPEMS XPAHEHHsS MOKPBITUN Ha

BO3/lyX€, ObUIH MOJTyUYeHbI cynepruapodoOoHbie HUKeNIeBbIe ieHKU. MccnenoBanus,
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METOJOM CKaHUPYIOUIEH 3JEKTPOHHOW MHUKPOCKOIHMH TOKa3aldu, YTO HHUKEJIEBbIC
MJICHKU XOPOIIO KPUCTAUIM30BAHBI, U UMEIU MHUKPOCTPYKTYPY HAIIOMUHAIOIIYIO
COCHOBYIO IIIUIIKY C HAHOKOHYCOBUHBIMU MaCCHUBAMH.

B uccnenosanuu [30] ObutM MOJTy4eHBI HUKEIEBBIE MOKPBHITHS, MOP(OJIOTHS
KOTOPBIX COCTOSIa U3 IIECTUYTOJbHBIX HAHOKOHYCOB. Takas CTpyKTypa ObLia
JIOCTUTHYTa 0€33JIEKTPOIHBIM METOJOM OCAXKJCHUSI HUKENS HA MOPUCTONU MATPHUIIE
U3 aHOJHOTO OKCHJa aJIOMHUHHUSA, C HCMOJb30BAHUEM METOAa aHOJAUPOBAHUS U
MeTaJTU3aLIH.

B pabGore [36] momydeHBl MOKPBITUS HUKEIS MOPGOIOTUS KOTOPBIX
npeAcTaBisjia coOOW MUpaMHIbl, TOKPBITHIE TOJICTBIM CIIOEM HAHOYACTHII.
HNocturnyta Takas ¢Gopma, HCHOJb30BAaHUEM (PEMTOCEKYHIHBIX JIa3€PHBIX
UMITYJIbCOB C HHTEHCUBHOCTBIO OJIM3KOM K mopory abssauuu. binarogaps couetanuo
MPEUMYIIECTBEHHOUN aOJISIIIUU MIOCKUX YYaCTKOB BOKPYT MUPAMUJl U MMOBTOPHOTO
OCAXJIEHUS HaHOYACTHI] oOpa3yromuxcs B rnpoiecce abmsuuu. [Ipu pactBopenun
rayCCOBBIX UMITYJILCOB MO 00pa3ily CJI0M HAHOYACTHI] COCAUHSIOTCS APYT C IPYyTOM
MyTEM CIIEKaHUs, 00pa3ysl YHUKAIbHBIE CIIOUCTHIE 00OJIOUKH.

Uccnenosarenu paspaboTtanu METOL dbopmupoBaHUs
HAHOCTPYKTYPUPOBAHHBIX HUKEJIEBBIX MOKPHITUH MYTEM 3JIEKTPOOCAKACHUS U3
alleTaTHO-XJIOPUJHBIX PACTBOPOB MPU MOHMKEHHBIX TEMIEPATYpPHBIX PEKHUMaxX C
NPUMEHEHUEM HMMITYJIbCHOTO TOKA, IMO3BOJIMBIIUK TMOJYYUTh KPUCTATUIMYECKYIO
CTPYKTYpY ¢ pa3zmepamu 3epeH 10 200 Hanometpos [1].

Meronuka (HoOpMHUPOBaHUS CTPYKTYPHUPOBAHHBIX HHUKEJIEBBIX IOKPBITHH,
OMHUCaHHas B Hay4dHbIX NyOnukamusx [6;20;21], Gazupyercs Ha NPUMEHEHUU
KUJKOKPUCTAUIMYECKUX KOMIIOHEHTOB TIPU 3JIEKTPOJIUTUYECKOM OCaXKJICHUU
MeTamia. Pe3ynbTarhl 3KCIEpUMEHTANBHBIX PabOT JEMOHCTPUPYIOT YCHEIIHOE
MOJIyYCHUE YIOPSJAOUYCHHBIX HUKEJIEBBIX CJIOEB MyTeM KOMOWHHPOBAHUS
XUMHUYECKUX U DJICKTPOXUMHYECKHUX CIIOCOOOB METaUTU3AIMHU TTOBEPXHOCTH [6].

[Tponieypa ocakaeHus: HUKEI MPOBOAWIACH TTOCPEACTBOM 3JICKTPOJIUTOB,
MPUTOTOBJICHHBIX MPU CMEIIMBAHWU HACBIIIEHHOTO PACTBOPA XJIOPHUJIA HUKENS C

HCUOHOI'CHHBIM ITOBCPXHOCTHO-AKTUBHBIM BCUICCTBOM OIIl-10 B PaBHBIX MaCCOBBIX
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nossax. GOpMHUPOBAHME HUKEIEBOIO IMOKPBITHS METOJOM 3JIEKTPOXUMUYECKOIO
OCAXKJIEHUSA OCYIIECTBISUIOCH Ha TMOJUIOKKAX W3 TUTaHa, MEAUM M HUKEJS.
Mopdonoruueckas CTpyKTypa TOJYyYEHHBIX MOKPBITHI, HCCIEIOBaHHAA C
NPUMEHEHUEM PACTPOBOTO JJIEKTPOHHOTO MHUKPOCKONA, BBISIBUIA OOpa3oBaHUE
mapooOpa3HbIX HAapOCTOB Ha THUTAHOBOM OCHOBe. JlMameTpanbHBI pasMep
chepuueckux o0Opa3oBaHMUN BapbupoBajcs B mpezenax 7—20 MHKpPOMETPOB, Hpu
JETAIbHOM  PACCMOTPEHMHM  YCTAHOBJEHO (OPMHUpPOBAHUE HAHOPA3MEPHOMU
3€pHUCTOM CTPYKTYpPBI JaHHBIX c(ep.

Mopdonoruueckue 0COOEHHOCTH HUKEJEBbIX HapOCTOB npu
ANEKTPOOCAKACHUM HA MEAHbIE MOJJIOKKH XapaKTepHU3yHTCsS (POpMUPOBAHUEM
1apooOpa3HbIX CTPYKTYp AUaMeTpoM 7—15 mMukpomMeTrpoB. BHyTpeHHee cTpoeHue
chepuieckrux 00pa3oBaHU MPEACTaBICHO IUIACTUHYATHIMU JIEHPUTAMHU, TOJIIIMHA
KOTOpbIX Bapbupyercs B nuanazoHe 100-200 manometpos. IIpomnecc ocaxknenus
HUKEJsl Ha HUKEJEBbIE MOJUIOKKU JEMOHCTPUPYET 3HAYUTEIbHOE pa3HooOpasue
JNEHAPUTHBIX (opM — OT cdepuuecKux arjioMepaToB A0 IUIACTMHYATHIX U
UTO0JIbYAThIX KPUCTAJUIOB C pa3MepHbIMU Xapaktepuctukamu ot 100 mo 1000
HaHOMETPOB.

HccnepoBarenn  yCHEUIHO  CUHTE3UPOBAIM  HAHOCTPYKTYPHUPOBAHHBIE
NOKPBITHS HUKEIIS TOCPEICTBOM JIEKTPOXUMHUYECKOT0 OCAXKACHUS C IPUMEHEHUEM
KUIKOKPUCTANIMYECKUX TEMIUIATOB, YTO MOAPOOHO OMMCAaHO B HAay4YHOU
nyOnuKamMy  [OJA  HOMEPOM  BOCeMHaAuaTb. Meroauka (QopMUpOBaHUS
HAHOCTPYKTYp 0Oa3upyercsi Ha HMCIOJIb30BAHUM KHUAKUX KPUCTAJUIOB B KAaYECTBE
HAIPaBJISIOMUX IA0JIOHOB MIPH 3JEKTPOXUMHUECKOM mpoiiecce [20].

MeToanka noay4eHHs FeKCaroHaIbHbBIX )KUJKOKPUCTAUIMYECKUX TEMILIIATOB
0asupoBasiach Ha KOMOMHUPOBAHUM MACJSTHOM cocTaBJsitolei ¢ TputoHoM X-100
U BOJHOI'O JJIEKTPOJUTA, BKJIIOYAIOLIEro Cylb(pamaT HHKENS, HUTPAT HUKE,
XJIopuJ HaTpus U OopHyto kucioty. Ilocne ocakaeHus: HUKENIEBBbIX MOKPBITHM, €
MOMOIIbI0 ATOMHO-CHJIOBOM MHUKPOCKONUHU ObLI HM3Yy4eH peibed OCAKIECHHOTO
HNOKPBITHS U3 JIMOTPOITHOTO KUJAKOro kKpuctamwia cocrasa 40 % Tputon X-100 +

45 % (Ni (NOs), + H3BO;) + 15 % (N1 (NH,S0O;), +NaCl), u pensed noBepxHoctu
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OCQXKJIEHHOTO IMOKPBITUS U3 JTUOTPOIHOIO XKUIAKOTO KPUCTAJIIA TAKOrO )K€ COCTaBa
TOJIbKO 45 %. MUKpPOCKONMYECKUI aHaNU3 BBISIBUII arjoMepaThl MEJIKUX YaCTHIL,
dbopMupyIOIUX TMOBEPXHOCTHBIM penbed BbhICOTOM 10 600 HAHOMETPOB.
Mopdonornueckuii aHaau3 MOBEPXHOCTHOM CTPYKTYpbl 00pa3lioB, NMPOBEIECHHBIN
METOJIOM BBICOKOPA3pPEUIAOIIEH PACTPOBOM 3JIEKTPOHHON MHUKPOCKOIIHMH, BBISIBUII
HAaHOPAa3MEPHYIO OpraHM3alyi0 MaTepuajga C XapakTEepHBIMH pa3Mepamu
CTPYKTYPHBIX 3JIEMEHTOB B 1uana3zone 50-90 HaHOMETpOB.

B pabote [21] MeTOIOM TEMITJIATHOTO AJIEKTPOOCAKACHUS OBLIN MOTYUYCHBI
HaHOCTPYKTYpPUpPOBaHHbIE HUKEJEBbIE MOKpHITUSA. B  KkauecTBe TemIuiara
UCIIOJIb30BAIMCH JIMOTPOIHBIE JKHUJKHE KpUCTabl. OHM HMENW CleayoLui
coctaB: coctaB Ne 1-40 mac. % Brij Cyp, 45 mac. % (Ni (NOj), + H;BO;s), 15
mac. % (Ni (NH,SO;), + NaCl) u coctaB Ne 2—40 mac. % Brij C10, 60 mac. % (Ni
(NH,SO0:s3), + NiCl, +H;BO; + C1,H,5SO4Na).

AKTHUBHBIE 3JIEKTPOJBI N3rOTaBIMBAIUCH U3 JATYHHBIX IUIACTHH ILIOIIAJBIO
OJIUH KBAJPATHBIA CAaHTUMETpP. AHaAINU3 MOP(OIOrUU MOBEPXHOCTH OCAKIECHHBIX
HNOKPBITUA MPOBOAWICS KOMOMHUPOBAHHBIM METOJOM aTOMHO-CHUJIOBOM U
CKaHUpYIOLEeH AIIEKTPOHHOMN MUKPOCKOIIUH. [Ipumenenue
KUIKOKPUCTANIMYECKOTO COCTaBa MEPBOrO0 THUMA TMO3BOJMIO C(HOPMHUPOBATH
HAHOCTPYKTYPUPOBAHHBIE CIIOM C XapakTEPHOW MPSMOYTOJIbHOW Mopdosoruei
yacTull. MakcumanbHasi BbIcOTa peibeda Takux TMOKpbITHH coctaBuna 500
HAaHOMETPOB MPU MUHUMAJIBHOM JIATEPATIBHOM Pa3Mepe CTPYKTYPHBIX 3JIEMEHTOB
60 nanomerpoB. lMcnonb3zoBaHue MoAM(PUIMPOBAHHOIO COCTaBa BTOPOIO THUIIA
npuBeio K GOopMUPOBAHHIO C(PepUUECKUX HAHOYACTHI] C BbICOTOU penbeda 1o 350
HAaHOMETPOB Y MUHHUMAJIBHBIM Pa3MEPOM OTAEJIBbHBIX 3JIEMEHTOB 30 HAHOMETPOB.

DKClepUMEHTANIbHBIE HCCIEN0BaHUS [3] J€MOHCTPUPYIOT 3aBHCHUMOCTb
AHU3O0TPOIHOIO  POCTAa  KPUCTAUIMYECKHX  CTPYKTYp  OT  HapaMeTpoB
IIEKTPOJIUTHYECKOTO  OCAKIEHUS HHKENIS Ha IOBEPXHOCTh MHUKPOCETOK,
U3TOTOBJICHHBIX M3 HepskaBerouled ctanu. [Ipouecc GpopMupoBaHusi KOHUYECKHUX
o0pa3oBaHMiI HAaHO- M MHUKpomacimiTaba ONpPENeNsieTCss COBOKYIHOCTBIO

TCXHOJIOTHYCCKUX (b&KTOpOB OCaXJCHUA MCTAalllia.
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[Ipouiecc  gopMupoBaHUST HUKEIEBOTO TMOKPBHITHS OCYIIECTBISUICS B
CIIEHAAIM3UPOBAHHON JIBYXAJIEKTPOAHOU SYEHMKE METOJIOM DJIEKTPOXUMHUUYECKOTO
OCaXACHUS. DISKTPOIUT I ocaxaeHus coctosn u3 1.5 M NiSO47H,O u 1,5 M
CaCl,, Poccus), pH snexrponuta coctasnsn 4,0+0,2. Ananu3 MopdooruaecKux
XapaKTEPUCTHK MOBEPXHOCTHOTO CJI0S MPOU3BOJUIICS MOCPEICTBOM 3JIEKTPOHHOM
MUKPOCKONIMU CKaHWpywoomero Ttuna. HavanbHas cTagus KpUCTAILIM3alUU
JUIUTENbHOCTRI0 120 cekyH[ mpuBesia K 00pa3oBaHUIO CIUIOIIHOIO CJIOS HUKEINS C
KOHYCOOOpa3HbIMU KPUCTAUNIMYECKUMH CTPYKTypamMu ©0€3 SIBHO BBIPAKEHHBIX
rpaHei. I'eomeTpuueckue napaMeTpbl c(hOpMHUPOBAHHBIX KOHYCOB
xapakTepu3oBaiuch 0azoBbiMu pazmepamu 80—500 uM mpu BeicoTe 300—500 HM.
JlanpHeiiee HapamuBaHUE MOKPHITHS B TeueHue 600 cekyHI crocoOCTBOBAJIO

Pa3BUTHIO aHHSOTPOHHOﬁ CTPYKTYPBI HOBECPXHOCTHOI'O HUKEJIICBOI'O CJIO.

1.2 CBoiicTBa HUKeJIEBBIX NOKPHITHI M UX PUMEHECHHUE

B HayuyHbIX yOJIHUKALIUSIX, TOCBAIICHHBIX MOJYYSHUIO HUKEIEBBIX TOKPHITUI
C pPa3BHUTOM MMOBEPXHOCTHIO, OINUCHIBAIOTCS Pa3IMYHbIE YHUKAJIbHBIE CBOICTBA,
KOTOPBIE IEMOHCTPUPYIO TaKKE MOKPbITUS. VIccienoBaHue HUKEIEBBIX 3JIEKTPOJIOB
C MOAu(MUIMPOBAHHON CTPYKTypod [29] mJeMOHCTpUpYyeT 3HAYUTEIHHYIO
ANEKTPOXUMUYECKYI0O aKTHMBHOCTh IPU  B3aUMOJICHCTBUU CO  HICJIOYHBIMU
anekTponuTamu. IlpakThueckoe mNpuUMEHEHHWE pa3pabOTaHHBIX MaTEepUaTIOB
pacmpocTpaHsieTCs Ha MPOU3BOJICTBO aKKYMYJISITOPHBIX OaTtapei, KOHEHCATOPHBIX
YCTAHOBOK BBICOKOM €MKOCTH, CEHCOPHBIX CHCTEM M KaTaJlu3aTOpoB OJjaromaps
YHUKQJIbHBIM XapaKTEPUCTUKAM Pa3BUTON MOBEPXHOCTH JIEKTPOJIOB.

HukeneBble MOKPBITUS, XapaKTEPU3YIOIIMECS Pa3BUTON MOBEPXHOCTHOM
CTPYKTYpOM, MPOJAEMOHCTPUPOBAIM 3HAYUTEIHLHOE CHUXEHUE MEepEeHANPSIKCHUS
IpU TPOTEKAHUM HJIEKTPOJHBIX MPOLECCOB BO BPEMS SJIEKTPOXUMHYECKOTO
MOJIYYEHHUsS] BOJOpPOJA M KHCIOpOJa U3 WICJIOYHBIX PAacTBOPOB, COIIIACHO

pe3yabTaTtaM MCCieI0BaHus, MPEACTaBICHHBIM B padote [14].
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Matpuiia  HAaHOKOHYCOB,  CHUHTE3MPOBaHHas  COTJIACHO  METOAMKE
uccienoBanust  [23],  XapakTepu3yeTCs  BBIJAIONIMMHUCSA  IOKA3aTEIsIMU
ABTORJIEKTPOHHOM  3MHUCCUU. ['eoMeTpuyecKue MapaMeTpbl CTPYKTYpPbl U
pacrnpenefieHie HaHOKOHYCOB OMpeNeisioT 3()PPEeKTUBHOCTh aBTOIMHCCHOHHBIX
XapaKTepUCTUK MaTepuara.

B wuccnepoBanum [25;26;27;28] 1ONy4yeHbl HUKEJIEBBIE IOKPBITHUS,
obnanaromnue cynepruapogoOHbIMU cBoMcTBaMH. B pabore [27] 31O ObUIH
CTPYKTYpPBbI CTOJIOYATOrO THUIIA, U3TOTOBJIEHHBIE C MCIOJIb30BAHUEM PacTBOpa st
anekTpoocaxkaeHus coaepxkamiero NaCl. B pabore [25] Takumu cBoWcTBaMHU
obnamanu cyneprupodoOHbIE HHUKEJIEBbIE IUICHKH, MOPQOJIOTHUS KOTOPBIX
NpeAcTaBisiyia  coOOM  HMEpapXUYECKyld  CTPYKTYpY C  MHOXECTBOM
MUKpPOHAHOKOHYCOB. B paGore [28] HUKeIeBbIe MOKPHITUS TOBEPXHOCTh KOTOPBIX
COCTOsUIa W3 HAHOKOHYCOB, IMOJYYEHHbIC NyTeM J00aBJICHHUS B PacTBOp st
anektpoocaxaenuss CaCly, 2H,0O, Tak ke AEeMOHCTPUPYIOT cynepruapodoOHbIe
cBorictBa. B mccnenoBannu [26] moiaydeHsl IUNIEHKA C MHUKPO -HAaHOCTPYKTYpOU
KOTOpbIE TOMUMO CymnepruApodoOHBIX CBOWCTB €II€ JIEMOHCTPUPOBAIN
KOPPO3UOHHYIO CTOMKOCTh ¥ TPEBOCXOIHYIO JOJITOBEYHOCTD.

B pabote [24] mokazaHo, 4TO CTPyKTypa HaHOKOHyca u3 Ni oOnanaer
MarHUTOKPUCTAIUIMYECKON aHU30TPOMUEN U YIIyUIIA€T MATHUTHBIE CBOMCTBA.

B wuccnenoBanuu [33] monyueHbl HHUKEJEBBIE IIJIEHKH O0Jadaroliye
MPEBOCXOIHBIMM MAarHUTOMSITKMMHU CBOMCTBaMHU IPU KOMHATHOW TeMmmepaTrype u
dbeppomarnetruzmom npu temmeparype 5 K. Ho anTukoppo3moHHBIE CBOICTBa
MJICHKY HUKEJISE OCTaBJISIOT JKEJIaTh JIYUIIIETO U3-3a BLICOKOHM CTeneHU Ae()EeKTHOCTH
€€ MOBEPXHOCTH.

Hayuynoe wuccnenoBanue [6] npeacTaBUii0 HWHHOBAUMOHHBIA MOAXOJ K
GOpPMUPOBAHUIO KPUCTALITMYECKUX MOKPBITUM MOCPEICTBOM KOMOUHHPOBAHUS
XUMHUYECKUX U JJIEKTPOXUMUYECKMX  METOAOB  cuHTe3a. [lomydeHHble
METAJUTMYECKUE  OCAJKU, XapaKTepHU3yIoIIHecs pa3MepaMd B  HaHO- U
CyOMUKPDOHHOM  JMamna3oHe, JEMOHCTPHUPYIOT  3HAUMUTENbHBIM  MOTEHIHAI

NpUMEHEHUs B 00J1aCTH KaTaau3a.
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B pab6orax [31;32] mpoBoauioch HCCIEAOBAHUE CBOMCTB MOKPBITUN TIPH
UCIIO0JIb30BAJIOCh MUKPO-HAHO TOKPBITUSI M3 HUKENSI B KauecTBE I1a0JIOHA, W MPHU
WCIIOJIb30BAaHUU XJIOPUAHOTO JJIeKTpoiuTa. B pabore [31] Obuia mocTurayTa
KOPpPO3WOHHAs CTOMKOCTh TOKpeITHH. B pabore [32] OBUIO M3rOTOBICHO
CBEpXIIPOYHOE JIBYXCIIOWHOE CyneprupoPoOHOE MOKPHITHE, KOTOPOE TaK 3Ke
0051a1ajjo  MPEBOCXOJHOM  KOPPO3HMOHHON  cTOMKOCThIO. [lomuMo  arToro,
JIEMOHCTPHUPOBAJIO BHICOKYIO MUKPOTBEPAOCTh U COXPAHSIO CynepruapoGoOHOCTh
Jake TIoclie WCTHpaHus B TedyeHwe Oonee dvem 100 1uKiIoB, dYTO
IPOJIEMOHCTPUPOBAIIO BHICOKYIO MEXaHUYECKYIO CTAOMIBHOCTb.

BriBoabl o nepBomy paszueiy

[Ipoananu3upoBaB HaliICHHBIE HAYYHBIC ITyOJIUKAIIUU, MOYKHO 3aMETUTh, UYTO
OOJBIIMHCTBO TMPEJICTABICHHBIX MCCIIEIOBAHUN MPOBOJUIUCH C MNPUMEHEHHEM
METOJa JIEKTPOOCAKICHUS. DTOT METO/] MOMYJISIPEH, TaK KaK OH 00JaJaeT psioM
MPEUMYLIECTB.

1. PaBHOMEpHBIE TTOKPHITUS HA CIIOKHBIX T€OMETPUYECKUX Popmax.

Merton 37eKTpoocCaxAeHUs O3BOJISET CO3/1aBaTh OJHOPOIHOE MOKPHITHS Ha
JETANSIX CI0KHOM (POPMBI M KOHCTPYKIIMH. DTO 00YCIOBIEHO IPUPOAOH TTpoliecca,
KOTOPBIM  MO3BOJSIET  AJIEKTPUYECKOMY TOKY PaBHOMEPHO  paclpenessiTh
OCa)KJ1a€MbIil MaTEpUAJI IO BCEU MTOBEPXHOCTH. Takasi paBHOMEPHOCTh OUECHb BaYKHA
JU1st o0ecTieueHusl CTaOUITbHBIX XapaKTEPUCTUK U 3aIUTHI.

2. DKOHOMHYHOCTb.

Mertoq 37eKTpooCak)AEHUS 0 CPABHEHUIO C IPYTUMHU METOIAMU HAHECEHUS
NOKPBITUA SIBISIETCS SKOHOMUYecKUu 3PdextuBHbIM. [Ipomecc TpeOyeT MeHble
OTXOJIOB MaTepuala 1 JIETKO MOXKET ObITh MacIITaOMPOBaH JJIs1 OOJIBITUX 00BEMOB
pPOU3BOJICTBA. TaKk e, CYyHIECTBYET BO3MOKHOCTh IOBTOPHOIO MPUMEHEHUS
pacTBopa 3JIEKTPOJUTAa B HEKOTOPHIX CHUCTEMaX, YTO CHUXKAET SKOHOMHUYECKHE
3aTpaThl U MUHUMU3UPYET BO3JAECHCTBUE HA OKPYKAOUIYIO CPELY.

3. To4YHBIN KOHTPOJIb TOIIIUHBI U COCTaBa MTOKPHITHSI.

DIIEKTPOOCAKIECHUE TTO3BOJISIET TOUHO KOHTPOJIUPOBATH TOJIIMHY U COCTaB

OCaAXKXJICHHOTI'O CJIOA. 210 AOCTUTACTCA ITYTEM PCTYJIHUPOBKU TAKHUX IIAPpaAMCTPOB, KaK
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IUIOTHOCTh TOKA, TEMIIEpATypa M BPEMSA HAHECEHMs IOKPBITUS. Takou ypOBEHb
KOHTpOJII HEoOXOoAMM B TeX clydasix, Korja TpeOyroTcs ocobOble pabouune
XapaKTEPUCTHUKHU, TAKME KAK MIEKTPOIPOBOJIHOCTh U TEPMOCTOMKOCTD.

4. YnydmeHHas aare3us U CKJICUBaHHUE.

[Ipouecc 31eKTPOOCaXkACHUSI CIOCOOCTBYET MPOYHOMY CLEIUICHUIO MEXKITY
OCXICHHBIM CJIOEM W OCHOBHBIM MAaTEpUajoM. ODTO MPOUCXOAUT Ojaromaps
AJEKTPOXUMUYECKON CBSI3M, BO3HUKAIOUIEH B IMPOLECCE HAHECEHUS IOKPBITHS.
CunbHasg aare3usi UMEET pellarollee 3HauYeHHE I 00ecledeHrs MPOYHOCTH WU
JOJITOBEYHOCTHU TOKPBITHSI, OCOOEHHO B YCIOBUSIX BHICOKMX Harpy3okK.

5. COBMECTHUMOCTB C PA3TUYHBIMHU NOIOKKAMH.

DIEKTPOOCAKAEHUE COBMECTUMO C IIIMPOKUM CHEKTPOM IOUIOKEK, BKIIFOYAS
METaJIbl, IUIACTUKN M KEPaMUKY. DTO JEJIaeT €r0 YHUBEPCAIBHBIM PEIIECHUEM IS
HAHECEHMS MTOKPBITUN HA PA3JINYHBIE TUITBI MATEPUATIOB.

Tax >xe, mpeAcCTaBlIEHHBIE B JIUTEPATYPHOM 0030p€ HayUHbIE UCCIIEIOBAHUS
COCpEIOTOYEHbl Ha (POPMUPOBAHUM HHKEJIEBBIX TOKPBITUA C  pa3BUTOU
Mop(osiorueli TOBEPXHOCTH, XapaKTEPU3YIOUINXCA KOMIUIEKCOM YHHUKAJIbHBIX
XapaKTepUCTHUK — CYNepruapo(oOHOCThIO, CTOMKOCTBIO K KOPPO3UOHHBIM
poleccaM, MEXAHMYECKOM IPOYHOCTBIO M JOJITOBEYHOCTHIO. JIMTepaTypHBIN
aHauu3 IO0Ka3aJl HEAOCTATOYHYIO M3YYEHHOCTH TEPMOPEAKIMOHHBIX CBOMCTB
HUKEJIEBBIX TMOKPBITUM, ONPEEISAIOUIYI0 aKTyaJbHOCTh JAHHOIO MCCIIEIOBAHUS.
[IpencraBnennass kBanuuKalMOHHAs paboTa HamMpaBlieHA Ha BCECTOPOHHEE
U3y4YE€HHE TEPMUYECKOM PEAKIMOHHON CIOCOOHOCTH  MOAM(UIMPOBAHHBIX

HUKEJIEBBIX TOBEPXHOCTEM.
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2 MeTtoauka MOoJIy4€eHusi M METOJAbl HCCJICA0OBAHHUA HHUKEJICBLIX

NOKPBITHH

2.1 MeToa 3J1eKTPOOCaKICHUS

2.1.1 OcHOBHBIEC TEOpeTHYECKHE CBEACHUS

OOpa3upbl HUKEIEBBIX IOKPBITUM, COCTOSIIMX U3 KOHYCOOOpa3HBIX
KPHUCTAJIOB, OBLIM MOJYYE€HBl METOJIOM AJIEKTPOOCAXKICHHUS.

«MeTon  DJIGKTPOOCAXKJCHHUS  TpEACTaBisieT  coOoil  oOpa3oBaHHE
METAJUIMYECKOTO  TMOKPBITUS  HA  [OBEPXHOCTM  OCHOBHOIO  Marepuala,
IPOUCXOMAIIEEe B pe3yJbTaTe »dJIEKTPOXUMHUYECKOTO BOCCTAHOBJIEHUS HOHOB
MeTaljla M3 pacTBopa ayekTpoiuta» [4]. B kauecTBe »neKTposinTa BBICTYNAET
VWOHHBIA TPOBOJHMK, COJAEpPXKAIIMK HMOHBI MeTaula B PACTBOPEHHOM WIIU
paciuiaBJIeHHOM BujJe. B kaudecTBe pacTtBopuTeiss B OOJIBIIMHCTBE CIy4YacB
UCIIONB3YETCSl  BOJA, OJHAKO B  TIOCIENHEE BpeMs I HEKOTOPBIX
CHEUUATN3UPOBAHHBIX  MPOLIECCOB  MPUMEHSAIOTCS  TaKXke  OpraHu4ecKue
PAcTBOPHUTEIN U PA3TMYHBIE HOHHBIE KUIKOCTH.

Mertann BBIAETSAIOT MyTeM MOTPYXKEHUS 00bEeKTa (dJIEKTPO/a) B €MKOCTD,
(3mexTposin3ep, TaAlbBAaHUYECKYI0 BaHHY WM JIIEKTPOXUMHUYECKYIO SUYEHKY)
HaTOJHEHHYO 3JIEKTPOJIUTOM, II€ TAK)KE HaXOAUTCS MPOTUBOAIIEKTPOI. 3aTeM 00a
ANEKTPOJa MOAKIIOYAIOT K BHEIITHEMY MCTOYHUKY TOKA, IMPU ITOM MOKPHIBAEMbIN
OpEeIMET COEIUHAIT C OTPHULATEbHBIM IOJICOM. B pesynprare Ha ero
MOBEPXHOCTH MPOUCXOAUT BOCCTAHOBJIECHUE METAUIMYECKUX HOHOB, KOTOPOE
(bopMHpYyET 0CaOK B BUJI€ METAJUIMUECKOTO MOKPHITHUS [4].

2.1.2 Meroauka TmOJYy4YeHUS] HHUKeEJIEBBIX IMOKPBITHII C Pa3BUTOI

NMOBEPXHOCTHI0 METOAOM IJIEKTPOOCAKICHUS

B nanHHO#il pabote mnporecc (OPMHUPOBAHUS HUKEIEBBIX MOKPBITUH C
KOHYCOOOpPa3HOM  KPUCTAUIMUECKOW CTPYKTYpPOH OCYHIECTBIISUICS  METOJO0M
ANEKTPOIUTUYECKOTO OCAXKICHHSI. Ba30BbIM KOMIIOHEHTOM 3JIEKTPOJIUTA BBICTYMAI
CEMHUBOJIHBIN CyNb(haT HUKENs KBaTU(PUKAIUU «UUCTHIN» NMPU KOHLEHTpauuu 3

MOJIB/J1. PaBHOMOJ'IHpHBIC Il06aBKI/I XJIOPHUOOB HATPpUA U KAJIUA BBOAUINCH B COCTAB
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ANEKTPOJIUTUYECKOW BaHHBl U1 ONTUMHU3ALUMU TIpollecca KpUCTAIM3ALUH.
[lognoxxkaMu CIoyKWIH, TPEACTABICHHBIE HAa PUCYHKE |, mpeaBapUTENbHO
NOATOTOBJICHHBIE  CETYAThIE JJIEMEHThl M3  KOPPO3MOHHOCTOMKOW  CTallu,
IPOLIEAIINE CTaUU OYUCTKU, OOE3KUPHUBAHUS U CYIIKU. AHOJHBIN MaTepual
npeAcTaBisiyi  coOoi  HemaccuBupyrouuiics — Hukenb — mapku  HITAH.
TexHOJIIOTHYECKHIT ~ PEXUM  BJIEKTPOOCAXKACHUS  BKIIOYAI  MHOJJIEPHKAHUE
Temneparypsl Ha ypoBHe 60 rpagycoB Llenbcust mpu KaTOAHOM MJIOTHOCTH TOKa 1,5

amIiep Ha KBaJpaTHbIid qequMetp B TeueHue 600 cekyH/I.

EHT = 20.00 kv Date :15 Sep 2016
WD = 55mm Photo No. = 7894 Time :12:22:41

Pucynok 1 — DyIeKTpOHHO—-MHMKPOCKOITUYECKUN CHUMOK MUKPOCETKH U3

HEP>KaBEIOUIEH CTalld

B npanpheiimiem mopdonornueckue XapakTEpPUCTUKH OIBITHBIX 00pa3lioB
IOABEPIVIACH TUIATEIBHOMY HW3YUYEHHIO IIOCPEIACTBOM IPUMEHEHUs IIEPENAOBBIX
Mukpockonmyeckux cucrteM Carl Zeiss Sigma u Olympus LEXT OLS4000.
[Tocnenyromuii quddepeHnnanbHbIii TEPMUYECKUN aHATN3 MO3BOJINI YCTAHOBUTD
KOPPEJSIMUOHHBIE ~ 3aBUCUMOCTHM  MEXAY  KPUCTAIUIMYECKOW  CTPYKTYpPOHU,
OCOOEHHOCTSIMM TOBEPXHOCTHOM MOP(OJIOTMM MU PEAKIHOHHBIMU CBOMCTBaMU

c(hOpPMHUPOBAHHBIX MTOKPHITUH.
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2.2 MeToab! ucciaeqoBannss MOp(Go10ruu HUKeJeBbIX MOKPbITHH

2.2.1 Cxkanupyoumuii 3J1eKTpoHHbIN MuKpockon Carl Zeiss Sigma

B nanHolt OakanaBpckoil pabore MOp(OJIIOTHYECKUE XapaAKTEPUCTUKU
MOJyYEHHBIX O00pa3lloB MOABEPTIIMCH TINATEIHPHOMY HW3YYEHHIO MOCPEACTBOM
NPUMEHEHUSI CKAHHMPYIOMIEro JJIEKTpOHHOro Mukpockona Carl Zeiss Sigma
NPEICTaBICHHOTO Ha pHUCYHKEe 2. OCHOBHBICE TEXHHYECKHUE XapaKTEPUCTUKU

JaHHOTO Ipubopa onucansl B Tadmuue 1 [17].

Pucynox 2 — Cxanupyromuii a5nekTpoHHbIi Mukpockorn Carl Zeiss Sigma

Tabnuna 1 — OcHOBHBIE TEXHUYECKHE XapakTepucThka Mukpockoma Carl Zeiss

Sigma
[TapameTtpsbl 3HavyeHus
Juamna3on yBenudeHus 6e3 12x — 1000 000x
VCKaKCHUU
IIpocTpaHCTBEHHOE pa3pelieHne 1,3 um npu 20 kB, 1,5 um npu 15 kB, 2,8
npu 1 kB
I'paduueckoe paspeiienue 3072 x 2304 nukcens U BbIIIE
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[Iponomxkenue Tabauipl 1

[TapameTpsbl 3HavyeHust
Tun ncroyHuka 3J1€KTPOHOB aBTOOMHUCCHOHHBIA  (TEPMOAIMHUCCUOHHOTO
THUIIA)
Jnana3zon yckopsiromux | ot 100 B — 30 kB
HaIpsHKEHUU
Jlnamna3oH pabo4ero Toka 4 nA — 20 HA
Pa3mep paboueii kamMepbl nuameTtp 365 MM, BeicoTa 270 Mm
[IpenenpHbIC pazMepbl 00pas3IoB nuameTp a0 250 MM, aiuHa 10 145 MM
THIBI BCTPOEHHBIX IETEKTOPOB In — lens, SE, AsB
AHaJIUTUYECKHE MOTYIIN EDS, EBSD
Cucrema aJ1s1 CTAaTUYECKUX Kammrath&Weiss (pacTsxeHne/cxaTue)
MEXaHUUYECKUX UCTIBITAHUI
BricokockopoctHas Buaeo kamepa | Photron FAST CAM SA3 120K — M2

Muxkpockon Carl Zeiss Sigma, mpeaHazHayeH I JI€TAJbHOTO aHalM3a
CTPYKTYpPBhl M COCTaBa Kak MPUPOJHBIX, TAK U UCKYCCTBEHHbIX MaTepHayioB. OH
o0ecrieunBaeT BBICOKYIO CTENEHb  pa3pellieHus, MO3BOJIAS  MCCIEI0BaTh
MopdoIornyecKkrue 0COOEHHOCTH 00Pa3loB ¢ TOYHOCTHIO 10 HAHOMETPOB [17].

2.2.2 TeopernyecKkue CBeJeHHs O MeTOAe CKAHMPYIOLIEH JJIEeKTPOHHOU

MHUKPOCKONHHA

Ckanupyromiasi 3ieKkTpoHHas Mukpockonusi (COM) paeT BO3MOXKHOCTh
OJIHOBPEMEHHO aHAJIM3UPOBATh pa3Mepsl U (HOpMy HaCTHULl, paclpeeseHHe 3epeH
U (pa3 1o BeJIMUMHE, a TAKKE ONPENETATh cOcTaB (a3 u pacnpeesieHne XUMUYECKUX
AJIEMEHTOB KaK Ha MX IMOBEPXHOCTH, TaK M MO BCEMY HCCIEAyeMOMY OOpasily.
Kpome TOro, mMerTox mno3BOJIET BBIABIATH XHUMHYECKYH) HEOJHOPOJHOCTH IIO
wiomwaan unuMda M NojaydaTh JAETATM3UPOBAHHbIE HM300pakeHUs O0bEKTa IMpuU
pPa3JIMYHBIX YBEJIMYEHUSX C HCMOJIb30BAHUEM BTOPUYHBIX M OTPaKEHHBIX

AJEKTPOHOB. B kauecTBe uccienyemMbix 00pasnoB B COM npuUMEHSIOTCS TUTHQBI,
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U3JIOMBI, ITOPOLIKOBBIE MAaTEpHUAbl PA3HOW JUCHEPCHOCTH, IUIEHKH, HMOKPBITUSA U
Jpyrue nogo0HbIe 00BEKTHI [7].

N3o0paxenne  uccaeayeMoro  o0ObEKTa, METOAOM  CKaHHUPYIOIIEH
AJIEKTPOHHON MUKPOCKOIIAH, CO3JAETCS IIPU CKAHUPOBAHUU €0 MOBEPXHOCTHU y3KO
chokycupoBanHbiM (5—10 HM) mnyukom »3nekTpoHoB. Ilpu B3aumopeicTBUM
3JIEKTPOHOB C MaTepuaioM o0pa3ia NPOUCXOAAT CIOKHbIE (PU3UUECKUE TIPOLECCHI,
COMPOBOXK/IAIOIINECS TOSIBICHUEM PA3IMUYHBIX BUAOB M3IYUYEHUS. DTU U3ITYUYEHUS
MOKHO (DUKCUPOBATH C MTOMOIIBIO CIIENUATU3NPOBAHHBIX JATYUKOB U PUOOPOB.

JUis mosydeHusi M300pa)xKeHHs] TMOBEPXHOCTH HCIOJIB3YIOT OTpPaKCHHbIE
ANIEKTPOHBI. 3apEruCTPUPOBAHHBIE CUTHANIBI YCUJIMBAIOTCS M MPUMEHSIOTCS s
yHOpaBICHUS SPKOCTbIO HM300paKEHUS HAa JKpaHE DJIEKTPOHHO-TyYeBON TpyOKU
(QJIT), npu 3TOM €ee pa3BepTKa CUHXPOHU3ZHUPYETCS C ABMXKEHHUEM 3JIEKTPOHHOTO
30HAa. TakuM 00pa3oM, Ka)xJ0W TOYKE Ha MOBEPXHOCTU OOpa3la COOTBETCTBYET
onpeneneHHas Touka Ha 3kpaHe DJIT, a ee pKOCTh 3aBUCUT OT MHTEHCHUBHOCTHU
CUTHAJIa, [IOCTYMAIOMIEr0 U3 COOTBETCTBYIOLIEH 00JIaCTH  HCCIeAyeMoun
NIOBEPXHOCTH.

CurHan oTpaXKeHHBIX 3JIEKTPOHOB HECET MH(POPMAIMIO O CII0E€ Marepuala
TOJNIIMHON 1-2 MKM, co3znaBasi H300paK€HUE C BBIPAKEHHBIM YEPHO-OENIbIM
KOHTpacToM. lcronb3oBaHre BTOPUUHBIX JIEKTPOHOB MO3BOJISIET IOCTHYb OoJiee
BBICOKOT'O Pa3pelleHus], MOCKOJIbKY OHU 00pa3ylOTCsi B TOHKOM IOBEPXHOCTHOM
cnoe (~ 1 HM) BOMM3M 30HBI MAAEHUS SJICKTPOHHOTO JIyda. XOTS KOHTPACTHOCTH
M300paXeHUs MPU 3TOM HIKE, OHO ITpHoOpeTaeT crepeockonuyeckuit 3 HexT, 4To
MO3BOJISET JIyYIlle MepeaaBaTh peiabed MoBepXHOCTH [5].

2.2.3 JlazepHblil CKAaHMPYIOIIUI KOH(POKaIAbHBII MUKpockon Olympus

LEXT OLS4000

Tak xe, B naHHOM paloTe, NI AETAIBHOIO HCCIEAOBAHMS MOJYYEHHBIX
HUKEJIEBBIX MOKPBITHM, HCIOJIb30BAICA KOH(pOKaIbHBIA Mukpockon Olympus
LEXT OLS4000 wu3o0paxeHHblii Ha pucyHke 3. OCHOBHbIE TEXHUYECKHE

XapaKTEpPHUCTHKY IpeicTaBlIeHbl B Tabmuue 2 [18].
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Pucynok 3 — Cxanupytomuii konpokansHblii Mukpockon Olympus LEXT

Tabnmuma 2 — OCHOBHBIE TEXHHYECKHE XapaKTePUCTUKU MHKpockoma Olympus

LEXT OLS4000

OLS4000

[Tapametpsl

3HaueHUs

VYBenuuenune

108x — 17280x

OnTU4ecKnuii UCTOYHHUK/IETEKTOP

6ensrit LED/ CCD — matpuna

(2 meranukcerns)

JlazepHblil UCTOYHUK/ AETEKTOP

MOJTYTIPOBOHUKOBBIH J1azep 450HMm/

PMT — nerekrop

Pa3pemenue o ocsim X u 'Y

ge menee 120 am

Pa3pemenue no ocu Z

He meHee 10 aum

[ITar ckaHnpoBaHMs 1O OCH Z

HE MEHEE 5 HM

TouHOCTE

He xyxe 0,2 + (L — ninuHa ckaHupoBaHMs,

MKM)/100MKM
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[Iponomxkenue TabauIp! 2

[Tapametpsl 3HavyeHus

OOBekTHBBI/paboyas TUCTAHITUS 5x/20mmMm, 10x/11mmMm, 20x/1MmMm, 50X

u 100x/0,35Mm

IIpenMeTHBIN CTOMUK 100x100 MM MOTOPU3HPOBAHHBIN

Pabouee paccTosiHue 100 Mmm

JlaHHast MeTpoJIorMYecKasi CUCTeMa MpeJHa3HauyeHa il OECKOHTAKTHOIrO
U3MEPEHUSI  TFEOMETPUYECKUX  XapaKTEPUCTUK,  BBICOKOTOYHOIO  aHaIM3a
Tonorpauu MOBEPXHOCTH, OLIEHKU MMapaMETPOB IIEPOXOBATOCTH U BOIHUCTOCTH.
OHa 1O03BOJISIET BBIYUCIATH ONOPHYIO KPUBYIO U JIpyrMe I[OKa3aTelu,
UCIOJIb3yeMble JUIsl XapaKTePUCTUKHU IMOBEPXHOCTH 00paslia WM €ro H3JioMa,
OCHOBBIBasACh Ha AaHHBIX 2D u 3D ckanupoBanus penbeda [18].

2.2.4 OOmue cBeneHHss 0 KOH(GOKAJBLHOW JIa3epHOW CKAHMpPYHIIei

mukpockonuu (KJICM)

I'maBHOe nmpeumyiectBo KJICM 3akirodaercss B BO3MOKHOCTH MTOATAITHOTO
MOJIYYCHHS JI€TATU3UPOBAHHBIX M300paKEHUN BHYTPEHHUX CIIOEB UCCIIENYEeMOTO
o0beKTa (HampuMmep, KJIETOK) C BBICOKOM YETKOCTbIO U MUHUMAJIbHBIM YPOBHEM
noMex. JTo AoCTUraercs O1aroaaps MocieoBaTeIbHOMY CKaHUPOBaHHUIO oOpa3ia
c(hOKYyCHPOBaHHBIM CBETOBBIM ITyYKOM OT KOT€PEHTHOI'O MCTOYHUKA WM 32 CUET
NEPEMEIICHHUS] CTOJIMKA, a TaKXe HCIOJb30BAaHUIO CHEUATU3UPOBAHHBIX
(bIyopecleHTHBIX MapKEPOB U METOI0B OTPAHUYEHUS CBETOBBIX MOTOKOB [10].

KoH(dokanbHass MUKpPOCKOIHS OXBATHIBAET IIUPOKUN CHEKTP MPUOOPOB,
KOTOpPBIE  pa3MYyaloTCd  METOJAMHM  HWCCJIEAOBAHMS,  KOHCTPYKTUBHBIMU
0COOEHHOCTSIMU, CXeMaMH pabOThl U MPOrpaMMHBIM obecrieuenueM. Ha pucynke 4

npencrasiieHa cxema KJICM ¢ 0oCHOBHBIMH (PyHKIIMOHAIBHBIMH CBSI3SIMH.
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Pucynok 4 — CtpykrypHas cxema KJICM ¢ ocHOBHbIMU (DYHKIIMOHATTbHBIMU
CBS3SIMU. | — CKaHUPYIOITUH CTONUK; 2 — UCCIeyeMblid obpasert; 3,6 —
00BEKTUBBI; 4 — CKAHUPYIOIIIEE YCTPOUCTBO; 5 — CBETOACNIUTENbHAS IIJ1acTUHA; 7,9
— UrosipyaTsie Auadparmol; 8 — npueMHUK uznydenus; 10 — mgazep; 11 — 610k

ynpasiienus; 12 — kommnbioTep; 13 — npuBoA 1711 CKAHUPOBAHUS CTOJIMKA IO OCH Z.

B nannoil cxeme (pUCYHOK 4) MOHO BBIJEIUTH CIEAYIOLINE OCHOBHBIC

KOMITOHEHTHI:
— 0a30BBI MUKPOCKOTI, OCHAIIEHHBIH CKAaHUPYIOIINM CTOJIMKOM U CHCTEMOM
aBTO(OKYCUPOBKH;
— KOH(OKAJIbHBIA MO/YJIb;
— OCBETHUTEIIbHAS CUCTEMA,;

— OJIOK  ymOpaBieHMs, BHU3yalnu3anud, GOpPMHUPOBAHUA  OOBEMHBIX

M300paKEHUI U TOKYMEHTUPOBAHMS TaHHBIX.
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2.3 InddepeHunajbHbIii TEPMUYECKUI AHATIHN3

2.3.1 O0urue cBeieHNsI 0 METOAAX TEPMHUYECKOT0 AaHATHU3A

Tepmuueckuil aHaau3 MNPEACTABISECT HAYYHYIO JUCHUIUIMHY (U3HUECKON
XUMUH, HAMPABICHHYI0O HAa HM3y4YEHUE TEMIEPATYpPHBIX 3aBUCUMOCTEH CBOICTB
pasnuuHbix MatepuanioB. Cormacao dopmynuposke HIOIIAK, meromonorus
TEPMUUYECKOTO aHaJIM3a BKIIOYACT KOMIUIEKC JKCIEPUMEHTAIbHBIX TEXHHUK,
MO3BOJIAIONIUX ONPEACNSATh (PU3UKO-XMMUYECKUE TMapaMeTpbl BELIECTB MpHU
BapbUPOBAHUM TEMIIEPATYPHBIX YCIOBHM. M3MepeHusi MpoBOIATCS B PEKUMAX
HarpeBaHusl, OXJIAKJICHUS WIH MPU MOAJIEPKAHUU TTOCTOSTHHON TEMIIepaTyphl, YTO
JTa€T BO3MOKHOCTH IOJy4YaTh KOJWYECTBEHHBIE XAPAKTEPUCTUKHU HCCIETYEMBIX
00pasIoB.

Tepmuyeckuii  aHanu3  MO3BOJSET  ONpENEisaTh  (PyHIAaMEHTaIbHbIC
XapaKTepUCTHKHA BEIIECTB, BKJIIOYas MACCOBBIE [I0KA3aTeld, SHTAJIbIUIO,
reOMETPUYECKHUE TapaMeTphbl, TUHAMUYECKUE CBOWMCTBA, TEMIIEPATYpPHbIE TOYKU
($a30BBIX TEPEXOJ0B W TEIUIOTY MmapooOpa3oBaHus. MeToauka TEPMHYECKOTO
aHaIM3a, HECMOTPS HA MIMPOKHUM CIEKTP HM3MEPSIEMBIX MapaMmeTpoB, HECIIOCOOHA
NpeAoCTaBUTh HMHGOPMAILMIO O CTPYKTYPHOM OpraHu3alvd  HMCCIEAYEMbIX
MarepualnioB. [lpakTudeckass 3HAaUUMOCTb METOAA MOJATBEPKAAECTCS AKTHUBHBIM
UCIIOJIb30BaHUEM B IPOM3BOJICTBEHHOM KOHTPOJIE, Hay4YHO-HCCIIEI0BATEIhCKON
NEeATEeNIbHOCTH, pa3pabOTKe JIEKAPCTBEHHBIX MpPenapaToB, CO3JaHUU MOTUMEPHBIX
COCIMHEHHUI U U3YyYEHUU HOBBIX MaTE€PUAIIOB.

TepMuueckui aHaM3 KakK HAy4YHOE HaNpPaBIIEHUE JIEMOHCTPUPYET
HEMPEPHIBHOE COBEPIICHCTBOBAHUE METOI0JIOTUYECKOM 0a3bl U paciimpeHue chepbl
IpakTUYecKoro  npuMeHeHus.  HayuHo-uccnegoBatenbckue — jgabopaTopuu
pPEryJISIpHO  BHEAPSIIOT  WHHOBAIMOHHBIE  AQHAJUTUYECKUE  KOMILICKCHI,
pa3pabaThIBalOT TEPEIOBbIE METOJUKH HCCICAOBAHUN M OTKPBIBAIOT HOBBIC
00J1aCTH MPAKTUYECKOTO UCIOIH30BAHUS TEPMOAHATUTUYECKUX METO/IOB.

CoBpeMeHHbIE TEPMOAHAIUTUYECKUE CHUCTEMbl MO3BOJSIOT MPOBOAUTH

KOMIIJICKCHBIC HCCICA0OBAaHUA IIUPOKOTo CIICKTpa  BCHICCTB pas3’IndHOro
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arperaTHoro  CoCcTostHusA. MeTononorusd TEPMUYECKOrO0 aHalau3a  YCIEIIHO
NPUMEHSIETCS. TPU H3YYCHHHM IMHINEBBIX IPOJIYKTOB, JEKAPCTBEHHBIX CPEJICTB,
AJIIEKTPOHHBIX KOMIIOHEHTOB, MOJIMMEPHBIX MATEPUATIOB, KEPAMUYECKUX U3JIECIUN,
OpraHUYEeCKUX U HEOPTaHUYECKUX COCTMHEHUH, BKITI0Yasi OMOJIOrMYecKue 00pasiibl.
OyHIAMEHTAIBHBIA PUHLINAN TEPMOAHAUIUTHYECKUX HCCIEHOBAHUN 3aKIIFOYAECTCS
B PETUCTPAINH TEMIIEPATYPHOI 3aBUCUMOCTH (PU3UKO-XUMUYECKUX XapPaAKTEPUCTHK
aHaMM3UpyeMbIx 00pa3noB. [loayueHHbIe SKCIEpUMEHTAIbHBIE JAHHBIE TTO3BOJISIIOT
U3y4aTb MAaKpOCKOIIMYECKHME 3aKOHOMEPHOCTH IIOBEACHUS MAaTEpUM, BKIIOYAs
PaBHOBECHBIE TEPMOJMHAMHYECKHE IMPOIIECCHhl, HEOOpaTUMbIE MpEBpaAIICHUS U
KMHETHUYECKHUE TTapaMeTphl peakuuii [16].

Cy1iecTByronme TepMHUUECKHE METO/Ibl aHAJIN3a MaTEpPUAIOB BapbUPYIOTCS
B COOTBETCTBUU C XapaKTEPUCTUKAMH HCCIIETyeMbIX 00pa3IioB:

—  muddepeHuuanbHo-Tepmuueckuii  ananu3  (ATA)  mosBossieT

PErucTpUPOBATh SHEPTETUUECKUE TPAaHC(HOPMAIIUH B BEIIECTBE;

— TEePMOTPAaBUMETPUUECKUI METOJI ONpeaesieT NTMHAMHUKY Macchl 0Opasia

IIPU TEMIIEPATYPHOM BO3/ICHCTBUH;

— JIWJIATOMETPUUYECKUE H3MEPEHUsI PETUCTPUPYIOT JIMHEWHbIE U OOBEMHBIE

nedopMalii MaTepUaoB MO BIUSHUEM TEILIa;

— Ta30BOJIIOMETPUYECKUM aHAIU3 OTCIEKUBAET KOJIMYECTBEHHbIE W

KauyeCTBEHHbIE U3MEHEHHS Ia3000pa3HbIX KOMIIOHEHTOB;

— METOX W3MEPEHMsS DJIEKTPOIPOBOAHOCTH PETUCTPUPYET BapUaALUH

ANEKTPUYECKOTO CONPOTUBIIEHUS BEIIECTB ITPU HATPEBE MJIU OXJIAXKICHUH.

Tepmuueckui  aHaIM3  MATEPUAIOB  IOAPA3yMEBAET  MHOTOTPAHHOE
UCClIeIoBaHne (PU3UKO-XUMUYECKUX CBOMCTB 00pa3IoB. Perucrparus usmeHeHun
SHEPreTUYECKUX MMAapaMETPOB, MACCOBBIX XapaKTEPUCTHUK U TE€OMETPUUYECKHUX
pa3sMEpPOB  OCYILECTBIISIETCS  MAPAJUIENBHO  HECKOJBKUMHU  AHAIUTHYECKUMH
MeTogamMu. MHoOrodakTopHoe HCCiIeOBaHHWE IOBEACHMSI BEIIeCTBa IpHU
TEMIIEpaTypHOM BO3JEHCTBUM pacKpbiBaeT (yHAaMEHTAIbHbIE MEXaHU3MbI

MPOTEKAIONTUX TpaHChOopMaITHii.
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Tepmuueckuii ananu3z ¢ npumeHeHHEM U epeHIHATBHBIX METOIUK,
3apEeKOMEH1I0BaJl ce0s Kak Beylllee HAllPaBJICHHE B COBPEMEHHBIX UCCIIEI0BAHUSIX.
MHoroneTHsas NpakTUKa JIaDOpaTOPHBIX MCHBITAHWA MOATBEPANIIA BBICOKYIO
3¢ (HEeKTUBHOCTD JAHHON METOA0JIOTMH NTPHU MPOBEAECHUN aHAIUTUYECKUX PaboT.

2.3.2 Teopernyeckue OCHOBbI  Meroaa U depeHIHaATLHOIO

TepMudeckoro anajamnsa ({TA)

HuddepenunansHo-repmuyeckuit ananus (JATA), mmpoko npuMeHseMblid
METOJ TepMorpaduu, TMO3BOJSIET OMNPEICNATh TEIUIOBbIE XapaKTePUCTUKU
MaTEpHUAJIOB IIyTEM U3MEPEHUS TEMIIEPATYPHBIX PA3JINUUN MEXIY aHAIU3UPYEMbBIM
BELIECTBOM M ATAJOHHBIM 00pa3lOM MPU CUHXPOHHOM M3MEHEHUH UX TEIUIOBOTO
pexuma.

Tepmorpammsl 1udpepeHInanbHO-TEPMUYECKOT0 aHAIN3a JEMOHCTPUPYIOT
3aBUCUMOCTb PAa3HOCTH TEMIIEpAaTyp MEXKIy aHaJIU3UPYEMbIM BEIIECTBOM U
CTaHIapTHBIM 00pa3uoM. CtabuiibHas TeMIiepaTypHasl pa3HHUIA CBUAETEIbCTBYET
00 OTCYTCTBMM CTPYKTYpHBIX TpaHchopmauuii wmartepuana. IlosiBnenue
TEMIEPATypHOTO TpaJdEHTa MEXIy HCCIeIyeMbIM oO0pa3loM U HTATOHOM
YKa3bIBaeT HA MPOTEKAHNUE (PU3UKO-XUMHUUECKUX PEBPAILICHUM.

Tepmuueckue npeodpa3zoBaHusl MaTEPUAIOB MOAPA3AEIAIOTCS Ha MPOLECCHI
C TMOIVIOIICHUEM TEIUIOBOM JHEPrMM M PEAKUUH, CONPOBOKIAIOLIUECS
TeriootAaue. [lnaBnenue, ucnapenue, cyonuMalys U CTPYKTypHasi IEpecTpoiika
KPUCTAUIMYECKOW  PEIIETKH OTHOCATCS K  DHAOTEPMUYECKUM  SIBJICHUSIM.
Kpucrannuzanusi, copOuuss MOJIEKyJd Ha MOBEPXHOCTH, OKHUCIMUTEIbHBIE W
BOCCTAaHOBUTEJIbHBIE PEAKLIUU XapPAKTEPUIYIOTCS BBIJICICHUEM TEIlIa.

Perucrpanus temrepaTypHOM pa3HHIBI IMO3BOJSIET (UKCUPOBATH JHOOBIE
(azoBble M XHMMHUYECKHE IpeBpalleHus BeniecTBa. KOIMUECTBEHHYIO OLIEHKY
U3MEHEHMS SHTANBIIMU MaTepHaia MOKHO IMPOBECTH MYTEM H3MEPEHUs ILIOIIAIN
NUKOB TepmorpamMmsl JITA.

HuddepeHnmanbHO-TEPMUYECKUN aHAIU3 JEMOHCTPUPYET pa3sHOOOpa3HbIC
3aBHUCHUMOCTH, OTpaX€HHble Trpaduuecku Ha pucyHKe 5. TepMouHepTHBIE

MaTCpuajibl XApPAKTCPUIYIOTCA TOPU3OHTAJIBHBIM  PACIIOJOKCHHCM KpHBOﬁ,
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0003HaueHHON TepBoil NuHUEH. PacxoxneHus TepMOpU3MUECKUX MapaMeTpoB
MEXIy OJTaJOHHBIM M HCCIEAyEeMbIM 00pa3liaMl TPUBOJAT K HAKIOHHOMY
MOJIOKEHUIO BTOPOW JIMHUH. TPEThs JMHUS OTpa)XaeT NPOTEKAHWUE €IUHUYHOU
SHIOTEPMUYECKON pEeaKlMM, 3aBepliaronieics QopMUpPOBAaHUEM MPOAYKTA CO
CXOJHBIMHU TEIJIOBBIMU MMOKA3aTEISIMU OTHOCUTENIBHO 3TAJIOHA, YTO UJLUTHOCTPUPYET
yeTBepTas JuHug. CMelleHne OT Ha4yalbHOW TOYKH O0YCIIOBJICHO HECOBIAJCHUEM
TEPMUYECKUX  XAPAKTEPUCTUK  AHAIM3UPYEMBIX  BemecTB. lldaras  nuHud
JEMOHCTPHUPYET MAYIUIETHOE pa3feliecHue MHUKOB NpHU OJU3KOM PaCIOJIOKEHUU
Tepmudeckux  dddexroB. Peaknuu, mnporekaromme OJHOBPEMEHHO  TMpHU
UJEHTUYHBIX TEMIIEPATYPHBIX YCIOBUSAX, (OPMUPYIOT €AWHBIM pa3MbITHIN

MaKCHUMyM MEHbIIIeH HTHTEHCUBHOCTH [12].

L ord A

M I°
_/\_5

Pucynok 5 — Tuns! kpussix JTA

HuddepeHunanbHblil TEpPMUYECKHU aHaU3 TpeOyeT THIATeNbHOro rnoadopa
ATAJIOHHBIX MATEPUAJIOB, COXPAHAIOIINUX CTAOMIBHOCTD MIPU HArpeBe /10 3a/1aHHbIX
TeMIlepaTypHbIX NoKazarese. [[puMeHeHne npokaaeHHOro OKCHU/Ia AIFOMUHUS I
OKCHJIa MarHus 3apeKOMEHI0BAJIO ce0s MPH BBICOKOTEMIIEPATYPHBIX U3MEPECHHUSIX,
TOrJa KaK XJIOPUAbl HATPUS U KaJIMsl CIIy>KaT HaJEKHBIMU TAJIOHAMH B JJUala30HE
10 500 rpaxycos Llenbcus.

MakcumainbHoe cOMmmKeHne TeMI0(PU3NIECKUX XapaKTEePUCTUK

AHAJIM3UPYCMBIX BCHICCTB W 3TAJIOHOB II0O3BOJIACT IIOJNYYHUTH HJOCTOBCPHBIC
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pe3ynabTaThl u3MepeHuil. HarpeB meuu BBI3BIBAECT IMOCTENEHHOE MOBBIIICHUE
TEMIEpaTypbl OOpa3lOB C HEKOTOPHIM 3ama3/JbIBAaHUEM, OOYCIOBICHHBIM HX
TEIUIOEMKOCTBIO, 10 JOCTIKEHHUS TEMIIEPaTypHOTO paBHOBecHs C paboueit
KaMepou.

PasHocTe Temmeparyp MeXay HCCIEAyEeMbIM BEHIECTBOM H ATAJIOHOM
U3MEHSeTC  BIUIOTH  JIO  YCTAaHOBJICHHS  CTAllMOHAPHOTO  PEXKUMA,
XapaKTepU3yIOMIeToCsl  CTa0WIbHBIM  cUTHajIoM. CTalMOHapHOE COCTOSIHHE
dbopmupyeT 0a30BYH0 JIMHUIO, OTPAKAIIIYI0 pa3u4he  TEIIOEMKOCTEH
CPaBHHBACMbBIX MATEPHAJIOB.

JlanpHeliee TOBBIIIICHHE TEMIEPaTypbl MOXKET CHPOBOIMPOBATH (pa3oBbIe
nepexonpl B HcciaeayeMoMm oOpasme. [lnaBienue BelecTBa COMPOBOXKAAETCS
3aMeJIJICHHEeM CKOPOCTH HarpeBa, u4To MPOSIBISICTCS YBEIMUEHUEM TeMITepaTypHOTO
muddepennnana. 3aBepiieHre mporecca MmiaBJIeHus MPUBOAUT K BOCCTAHOBIICHUIO
MCXOJTHOTO TEMIEepaTypHOTro pexuma. ['paduk JeMOHCTPHPYET MaKCHUMAaIbHYIO
BENMYMHY TemrepatypHoro nuddepenunana AT, npeacraBienHoro B yactu (0)

pucyHka 6.

= [leyb
-.=- OTanoH
s
i ’
Obpazey, /-
=
' =}
© L ind >
Q Al ©
=~ i
£ Al 2 Bpems
© / @®
o ’ rd = 3
(7] ’ Y = 7
§ A H e SK30TEPMUYECKOE
7] € eeed © RABNE2HNe
= Ad /\ = =
o TO4Ka NNABNEHNs =
) m /
:/ D{? Mnaenexue aHaoTepMU-eckoe
’.’, . obpa3ya AsneHue
2
. §
- i
Bpemsa
(a) (6)

Pucynox 6 — [lpuniunel usmepenust ATA: (a) rpaduk naMeHeHus TeMneparypbl
TIe4u, dTajJoHa U 00pasia Bo BpeMeHH; (0) rpadvk H3MEHEHUS PA3HUIIBI
temneparyp (AT) B 3aBUCUMOCTH OT BPEMEHH 3apErUCTPUPOBAHHOE

g depeHnnanbHON TepMONapOH.
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N3mepeHre OaHHOrO MapaMeTpa IO3BOJIAET YCTAaHOBHUTH TeMIIEpaTypHbIE
XapaKTEPUCTUKU TMEPEXOJHBIX COCTOSIHUM U PEaKUMOHHYI0 CIIOCOOHOCTH
UCCIIEyeMbIX 00pa3uoB. BusyanbHOoe mpencTaBIeHHE 3HIOTEPMHUUYECKHX
IIPOLIECCOB OTPaXKAeTCsl OTPULIATETILHBIMU 3HAYCHUSIMH HA TEMIIEpAaTypHOH IIKaJe,
a AK30TEPMUYECKUE U3MEHEHUs] (PUKCUPYIOTCS MOJIOKUTEIbHBIMU MOKa3aTeIsIMU
[16].

2.3.3 CunxpoHHbiii TepMmoanaausaTop Shimadzu DTG-60H

JIJist u3ydeHus: BIUSIHUS Ta0UTyca KPUCTALIOB U MOP(OJIOTHN MTOBEPXHOCTH
AIEKTPOOCAKICHHBIX HUKEIIEBBIX MOKPBHITUNA HA MX PEAKIIMOHHYIO CIIOCOOHOCTb,
BKJIIOYasi TIOBEJICHMS HUKEJIsS B arpecCMBHOM cpelle TpPU  MOBBIIMICHHBIX
TeMIiepaTypax, ObUT HCHOJIB30BaH MeToA AU EepeHIInaTbHOTO TEPMUUYECKOTO
ananuza. MccienoBanue mpoBOAMIIOCH ¢ UCIONb3oBaHueM mpudopa DTG60/60H

KOTOPBIN IPEJICTABIIEH HA PUCYHKE 7.

Pucynok 7 — CunxpoHnHsiii Tepmoananusatop Shimadzu DTG — 60H

OToT npubOp  UCMONB3yeTCS s TEPMOTPABUMETPUUECKOTO |
nuddepeHranTbHO TEPMUYECKOTO aHAIN3a, TTO3BOJISISI U3MEPSITh U3MEHEHHUS MAaCChI
oOpa3nia mpH €ro HarpeBaHWM, OXJIAXKJICHUM WU TOAJIEPXKAHUM IOCTOSTHHOU

TCMIICPATYPHIL. On MNPpUMCHACTCA A HCCICAOBAHUA TAKHUX IIPOOCCCOB KakK
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OKHCJIEHUE, TepMUYECKass U TEPMOOKUCIHUTEIbHAs CTAOUIBLHOCTb, ONpECIICHUE
COJIEp’KaHUsl BJIard W JIETyYUX KOMIIOHEHTOB, aHAJIMW3 30JbHOCTH U COCTaBa
obOpasmoB. Taxxe mpubOOp HWCHONB3YeTCS AJIA BBISIBICHUS Temmeparyp (a3zoBbix
NEePEeX00B, U3YUEHHUsS MPOILIECCOB PA3JIOKEHUS] U CTApEHUS MATEPHANIOB, OLICHKH
YUCTOTHl BEIIECTB M HWACHTU(DHUKAIIMK TPOAYKTa MO €ro TeIropU3nIeCKuM
xapakrepuctukam [17].

2.3.4 Onucanue o000OpyaoBaHUS HEOOXOAUMOI0 /JIS TMPOBEACHUS

Au¢depeHINATLHOT0 TEPMUYECKOT0 AHAJIN3A

1. HarpeBaTenbHbIe MeYn.

KoHcTpykiinss  HarpeBaTeNbHBIX  TMEUYEH  BKJIIOYACT  M30JMPOBAHHBIN
METAJUIMYECKU  KOPITYC, OCHAICHHBIA CIEeNUaIbHBIMU  HarpeBaTeIbHBIMU
KOMIIOHEHTaMU B pabodeil o00macTy yCTAaHOBKHU. TeMIlepaTypHBI pexuM
G pepeHInanbHO-TEPMUYECKOI0 aHalu3a JUKTYET BBIOOp MaTepHaNioB s
U3rOTOBJIEHUS ~ HarpeBareiabHOW  cuctemsl. llpomsBoactBo  Tepmomap U
HarpeBaTeNbHBIX AJIEMEHTOB TpeOyeT MPUMEHEHHS Pa3HOOOpPa3HBIX MaTEepHAJIOB,
NPEICTaBICHHbBIX B Tabmuie 3, COOTBETCTBYIONIMX OSKCIUTyaTallMOHHBIM

XapaKTEepPUCTHKAM 000PYI0BaHUS.

Tabmuua 3 — Marepuanbl JUisi W3TOTOBJICHUS HArpeBaTeIbHBIX SJEMEHTOB U
TepMoInap
Temneparypa, °C HarpeBarenbHbie Tepmomnapsl
AJIEMEHTHI
Hwuxe 0 — JKeneszo — kOHCTaHTOBAs
185...370 Huxpom Menb — KOHCTaHTOBAs
1000 Huxpom
1100 Xpomenb XpoMmenp — anroMeneBas
1200 Momubnen
1330 TanTtan —
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[Iponomxkenne Tabauipl 3

Temneparypa, °C HarpeBartenbhbie Tepmomnapsl
DJIEMEHTBI
1400 [Tnatuna ¢ 10...20% [InatuHO —
ponus IIATHHOPOIUEBAS
1500 [Tnatuna ¢ 10...20%
poani MosubeH, TaHTal,
1800 Ponwii .
HUOOWIA, BOJIb(hpaM U X
2000 Onextporpadut
CTUIABHI.
2800 Boasdppam

[Ipouecc nuddepeHanIbHO-TEPMUUECKOIO aHAIM3a MPHU OTPULATENIbHBIX
TeMIeparypax TpeOyeT MPUMEHEHHS KPHUOTEHHBIX BEMIECTB. A30T B IKHIKOM
COCTOSTHUM LUPKYJIUPYET BHYTPU CHECLHUATU3UPOBAHHON OXJIAXKIAOLIEH CHUCTEMBI
3MEEeBUIHOM KoHurypauuu. lcnapeHne KpHOT€HHOM KHUJAKOCTH B KOHTYpE
OXJIAXJaromero OJioka oOecrieunBaeT HEOOXOJIMMBIM TEMIEpPaTypHBIM pexuM
UCCIIeTyeMbIX 00pa3lioB MaTepuaia.

HuddepeHnnanbHO-TEpPMUYECKUN aHAIU3 MaTepualioB TpeOyeT CO3laHus
cnenupuyeckoi atMocepbl BHYTPH MEYHOTO NpocTpancTBa. Kuciopoanas cpena
o0OecnieunBaeT MPOTEKAHUWE OKHMCIUTENIbHBIX MPOLECCOB, TOrAAa KaK BOJOPOJHAs
aTMocdepa cnocoOCTBYET BOCCTAHOBUTENbHBIM peakiusiM. HelTpanbHbie ycnoBus
JOCTUTAIOTCS IyTeM 3alOJHEHHs] paboyeil kamepbl MHEPTHBIMU Ta3aMH, TaKUMU
KaK aprol, a3oT Wiu reiauil. MeTtoauka aonmyckaeT MpOBEIECHUE U3MEPEHUM Npu
MOBBIIIICHHOM JIaBJICHUH JINOO B BAKYYMUPOBAHHOM MPOCTPAHCTBE.

2. TepmoperynisiTopsl.

[IporpaMMHass  cucTeMa  TEPMOPETYJSIMU  TIEYHOTO  00OpyAOBaHUs
¢yHkIMoHUpyeT ~ Ojarojaps  TEPMOMApHOMY  JIATYMKY,  pPa3MELICHHOMY
HETOCPEICTBEHHO B HAarpeBaTEeIbHOM KaMepe. Y IpaBisIFoIIMK 010K, BKIFOYAIOIUN

raJiIbBaHOMCTP npsAMOro KOHTAaKTa, BBICOKOTOUYHBIM IMOTCHOHUOMETP n
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CIIELIMAIU3UPOBAHHBIE PETYJIATOPbl TEMIIEPATYPHOTO PEXKUMA, KOOPJIUHHPYET
nojavy >JEKTPUYECKONM MOIIHOCTA K HarpeBaTebHBIM JJE€MEHTAM Teuu s
JOCTUKEHUS 3aJJaHHBIX MapaMeTPOB paOOTHI.

3. Tepmomnapsl.

JlaTuuku TemmepaTypbl TEpMONApHOro Tumna (PyHKIUOHUPYIOT Onarojaps
TrE€HEepaluuud JJIEKTPOABMKYUIEH CHIIbL, HU3MEPSEMON CHEUHAIU3UPOBAHHBIMU
U3MEPUTEILHBIMU yCTaHOBKaMU. Martepuaiibl, TpUMEHsIEMbIE TP U3TOTOBJICHUU
YYBCTBUTEJBHBIX 3JEMEHTOB, JOJDKHBI COXPAHITh XUMHUYECKYH) HHEPTHOCTh K
u3MepsaeMbIM cpesiaM. [Ipon3BoANTENN UCTIONB3YIOT 3AIIUTHBIC SKPAHbI U3 TUIATUHBI
WM KBapIEBOr0 CTEKJIA, MPEIOTBPAIAIOIINE HEXKeNaTeIbHbIC PEaKIUu MEXIY
KOMIIOHEHTaMU TEPMOIApbl U AaHAJIU3UPYEMBIM BEHIECTBOM. TeXHHUYECKHe
XapaKTEPUCTUKM  MAaTepuajoB  BKIIOYAIOT  MUHUMAJIbHBIE  TOKa3aTelu
TEIJIOEMKOCTH H TEIJIONPOBOJHOCTH, TapaHTUPYIOMIME TOYHOCTh H3MEPEHUM
TEIJIOBBIX  mpoueccoB.  [IpoM3BOACTBEHHBIM  CTaHAAPT  MpEAyCMaTPUBAET
MCII0JIb30BaHUE NPOBOJIOKHU ¢ ceueHreM ot 0,2 10 0,4 MUUTMMETPOB JIsI CO3/1aHUSA
TEPMOYYBCTBUTEIIbHBIX AJIEMEHTOB JIaTYMKA.

4. Nepxxarenu oOpa3ioB.

JlabopaTtopHble TUTJIM U OJOKM  CHOyXaT  CHEHUATIU3UPOBAHHBIMU
KOHTEMHEpamMu Jisl pa3MEUICHUs] AHAIM3UPYEMBIX BEIIECTB MpPU IPOBEACHUU
UCCIIEIOBAHUM. XHMHYECKasi HWHEPTHOCTh Marepuaja eMKOCTeH BBICTyIaeT
ompenenstonuM  (GaKTOpOM  TPU  HUX  HW3TOTOBJICHUHU. |emrmepaTypHbIe
XapaKTEPUCTUKU U XUMUYECKHE CBOMCTBA HCCIIETyEeMbIX 00Pa31l0B AUKTYIOT BHIOOD
KOHCTPYKIITMOHHBIX MAaT€PUAJIOB JIJIsl U3TOTOBJICHUS TUTJICH.

Meramueckre eMKOCTH U3 CIUIaBOB HUKEIIA, TUIATUHBI, MEJIU WK cepedpa
NpUMEHSIIOTCST Npu  HarpeBe oOpasioB g0 1200 rpagycoB  llenbcusi.
Bricokotemniepatypubie uccienoanus B quanazone 1000-2000 rpamycoB TpeOytoT
UCIIOJIb30BaHUS TPa(UTOBBIX WM KEPAMUUECKUX TUTJIEH Ha OCHOBE KOPYH/IA.

[TonmwxeHHasi TEIUIONPOBOJAHOCTh KEPAMHYECKUX MAaTepHaOB yCHJIMBAET

TEPMUYECKUN TpPaJUEHT MEXAYy O0O0pa3lloM M 3TajJOHOM, MOBBIMIAA TOYHOCTH
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muddepeHnnanbHbIX U3MepeHnii. Macca aHaIM3UPyEeMbIX BEIIEeCTB MOAOUpaETCs
MaKCHUMAaJIbHO MaJIOM JIJIsl JOCTUKEHUSI ONTUMAJIbHBIX PE3yJIbTaTOB UCCIIET0OBAHMS.

5. Peructpupyroiiue npuOopshl.

BbicOKOTOUHBIE U3MEPUTENbHBIE MPUOOPHI JIJIST PErUCTPALUA TEPMHUUECKUX
IPOLIECCOB TPEOYIOT MPUMEHEHHMS O€3bIHEPLIMOHHBIX MEXAHU3MOB 3aIMCH JAHHBIX.
Metoauka TepMorpaguueckux HCCIeI0OBaHUI Oa3upyeTcsi Ha HCIOJIb30BAHUU
CHEIUATN3UPOBAHHOIO O000PYIOBaHUS, BKIIIOYAIOIIETO (HOTOPETUCTPUPYIOLILYIO
ammapartypy. I[lupomerpudeckue cucteMbl KypHakoBa pasHbIX Moaudukanui
COBMECTHO C JepuBaTtorpadgamMu MO3BOJISIOT MOJydYaTh JETATbHBIE TEPMOTIPAMMBbI
uccienyeMbix 0o0pa3noB. JlOMONHUTENbHOE NPUMEHEHUE OCHMILIOrpaduyecKon
TEXHUKH TPU BBICOKOTEMIIEPATYPHOM AU(PPEpeHIInaTIbHO-TEPMUYECKOM aHalln3e
CYILIECTBEHHO PacIIUPsET BO3MOKHOCTH U3MEPEHUH.

CoBpeMeHHbIE pPa3pabOTKM B O0JaCTH HU3MEPUTEIBLHOTO 000pYI0BaHUSA
OpUBEIM K BHEJIPEHHIO aBTOMATHU3UPOBAHHBIX CHCTEM C  LU(POBBIMHU
perucTparopaMu M 3JEKTPOHHBIMM  MOTEHIIMOMETpaMU.  BBICOKOTOYHOE
000py/I0BaHHWE HOBOTO MOKOJEHHUS 00eCreyrBaeT Ka4eCTBEHHYIO PErHCTPAIUIO
CKOPOCTHBIX IIPOLIECCOB € MOCIEAYIOIIEH KOMITbIOTEPHON 00paOOTKOM MOITYyYEHHBIX
pe3yabTaros [12].

2.3.5 Metoauka npoBeeHusi uccaeaoBanus meroaom JTA

HccnenoBanue peakiIMOHHONW aKTUBHOCTH 3JEKTPOOCAXKACHHBIX HUKEIEBbBIX
NOKPBITUA TPH TMOBBILICHHBIX TEMIIEpaTypax HaINpaBJIE€HO Ha YCTAHOBJICHUE
3aBUCUMOCTH  MEXKIYy KPUCTAUIMYECKOW CTPYKTYpoH, MOp(}OIOru4ecKuMu
XapaKTEPUCTUKAMU MTOBEPXHOCTH U XUMHUYECKUM TOBEICHUEM MaTepuaa.

1. DOxkcnepumeHTtanbHas 0a3a BKJIIOYAeT KOMILUIEKC aHAJUTHUYECKOTO
000py10BaHUS:

— nudepeHuanbHbId Tepmudeckuii ananuzarop DTG60/60H;

— peHTreHoBckas nudpakromerpudeckas cucrema Shimadzu XRD-7000;

— MeXayHapoHas 6a3a qudpakuroHHbix JaHHbIX JCPDS;

— cepusi 00pa3I0B HUKEJIEBBIX MMOKPBITUH C BApUATUBHOM MOP(OIIOTHEH;

- Ha60paTOpHI>I€ KCPAMHUUYCCKHUC TUIJIN,
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— KHCJIOpOaHas aTMocdepa.

Meroanueckoe oOecrnedeHne IM03BOJSIET MPOBECTH JIETAJbHBIN aHaIW3
CTPYKTYPHBIX HW3MEHEHMH U KUHETUKM OKHUCIUTEIbHBIX MPOIECCOB IMpHU
TEPMHUYECKOI 00paboTKe UCCIeayeMbIX MaTepUaoB.

2. IIponecc NOArOTOBKH TECTOBBIX AJIEMEHTOB BKIIFOYAI:

— TOYHYI0O MEXaHUYECKYI0 O00pabOTKYy HHUKEJEBBIX MOKPBITUN Pa3TUYHBIX

MOP(OJOTUYECKUX CTPYKTYp, MPOMU3BEIU BBIPE3KY AUCKOBBIX 3ar0TOBOK,

COOTBETCTBYIOLIMX NapaMeTpaM BHYTPEHHUX JUAMETPOB MCIIOJIb3YyEMbIX

THUTJICH;

— MOCJEIYIOLIUN BECOBOM KOHTPOJIb MOATBEPIANII UIEHTUYHOCTh MACCOBBIX

XapaKTEPUCTUK BCEX 00pasmoB, HaxomsAmmxcs B auanazone m= (7,0 £0,5)

MT.

3. Meroanka TEPMUYECKOTO aHAIN3a BKIIFOYAJIA:

— pa3MelleHue TMOATOTOBJICHHBIX TIPO0 B KEpaMUYECKHWE THUIIIH C

nocyeayolleil ycraHoBkoi B Tepmoanannzatop DTG60/60H;

- TepMHUYecKast 00pabOTKa MaTEepPHaIOB OCYIIECTBISUIACh MIPHU MOCTETIEHHOM

NOBBIIIEHUN TEMIIEPATYPbl OT CTAHAAPTHBIX YCIOBHUM JO MAaKCHUMaJlbHOTO

3nHauenud 1100 °C, ¢ puxcupoBanHbIM npupocToM 10 rpagycoB B MUHYTY;

— ra30BbIN MOTOK Yepe3 pabouyro 30Hy NMpUOOpa MOJACPKUBAICI HA YPOBHE

35 MWITUIUTPOB B MUHYTY;

— JOCTOBEPHOCTh MOJIYYCHHBIX PE3YyJIbTATOB MOJATBEPKAANACh cepueit u3 10

napauieNIbHBIX U3MEPEHUM TS KaXKJI0M UcciieyeMoi TpoOkI.

4. MeTonnka uccieI0BaHus BKIIIOYaa:

— KOMIUIEKCHBIA aHAJIM3 MATEpHUAIOB C MPUMEHEHHEM COBPEMEHHOIO

aHATMTHYECKOTO 000pYA0BaHMUS;

— peHTreHo(a3oBblil U KOJWYECTBEHHBIN aHaiu3 o0pa3lioB MPOBOAWICS Ha

mudpakromerpe Shimadzu XRD-7000;

— uaeHTUPUKAIUS KpUCTAUIMYECKUX (a3 OCYHIECTBISUIaCh MYTEM

COIIOCTAaBJICHUA 9KCIICPUMCHTAJIbHBIX JaHHBIX 10 HMHTCHCHUBHOCTH
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IUQPPAKIMOHHBIX MaKCUMyMOB U  MEXIUIOCKOCTHBIM PAcCTOSIHUSAM €
ATaJOHHBIMU 3Ha4YCHUSAMHU nU3 KapTtoTeku JCPDS;

— CTENEHb  OKHCIIEHHMS  MAaTEepHUaJIOB  OINpEeNensanach  IOCPEACTBOM
KOJINYECTBEHHOI'O0 aHain3a (a3oBOro cocraBa oOpasLoB [0 U TOCHE

TepMHUUECKO 00paboTKU Ha TU(PPaKTOMETPE.

2.4 Pentrenoga3oBblii aHAIN3

2.4.1 OcHOBHBIE TeOpeTHYECKNE CBEIEeHUSA

['maBHass 1nenb peHTreHo(a3oBOr0 aHalM3a — ONpPEAeNuTh, Kakue (asbl
OPUCYTCTBYIOT B CMECH, HAa OCHOBE U3y4eHHs JU(PAKIMOHHON KapTHHBHI,
MOJIYYEHHOW OT uccieayemoro oOpasua. Haunbonee mHMpoKo HCMIONB3yeTCs
NOPOIIKOBBIN METOJI 0J1aroapsi CBOEH MPOCTOTE U YHUBEPCAIbHOCTH. [locTossHHOE
COBEpIICHCTBOBAHWE METOJUKU PEHTTeHO(A30BOrO0  aHaiM3a, YIydllIeHUe
KOHCTPYKI[UU PEHTT€HOBCKUX KaMep U YCTAaHOBOK, a TaKKe IMIMPOKOE BHEIPEHUE
CMEHHBIX 3JIEKTPOHHBIX TPYOOK CIOCOOCTBOBAIM aKTUBHOMY MPUMEHEHHIO 3TOTO
METO0/1a B XUMUYECKHUX U TEXHUUECKHUX JabopaTopusiX.

PentrenoBckue kamepbl M AUPPAKTOMETPbl OTIUYAIOTCA CHOCOOOM
dbukcamm qudpakMOHHON KapTUHBL. B kKamepax m3o0pa)keHue 3anrchbiBaeTCs Ha
doToreHky, a B 1udpakToMeTpax UCIOJIBb3YeTCs pa3IuyHoe 00OpyAOBaHUE JUIs
CUMTHIBAaHUS — TaKWe Kak CHUHTWUISIUOHHBIE, MPOMOPLUUOHAIBHBIE U
MOJIYIIPOBOTHUKOBBIE CUETYMKU. [[pUMEHEHHE ITUX CUETYMKOB, a TAKXKE Pa3BUTHE
doTorpaguueckux MeTo0B (HalpuMep, UCIO0JIb30BaHUE (DOKYCUPYIOIIMX KaMep U
MOHOXpPOMATOPOB) 3HAYUTEIHHO MOBBICUIN YyBCTBUTEIBHOCTH (pa30BOTO aHAIN3a
U YIy4YIIUIN TOYHOCTh pacro3HaBaHus a3, Jaxke B CIOKHBIX CIIydasx.

Cpean mpeuMyILIeCTB PEHTreHO(Aa30BOTO aHajdu3a MOXKHO BBIIEIUT €ro
BBICOKYIO HaJIC)KHOCTb U OBICTPOTY MOJyYEHHUS Pe3yIbTaTOB. JTO MPSIMOM METO[,
MIOCKOJIbKY OH HE€ OCHOBBIBA€TCS Ha KOCBEHHBIX MPU3HAKAX WU CPAaBHEHUH C
STaJIOHaMH, a MO3BOJIAET HAIPSMYIO ONPEAEIUTh KPUCTALIMYECKYIO CTPYKTYPY

BEIIECTBA — BAKHEHIITYIO XapaKTEPUCTUKY Kaxaou ¢a3bl. Kpome Toro, s ananuza
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TpeOyeTcss MUHUMAaJIbHOE KOJIMYECTBO MaTepuaja, €ro MOXHO MpPOBOJIUTH 0e3
NOBpPEXJIeHUA oOpaslia Wiy u3fenus. Takke MEeTOJ MO3BOJSET KOJIUYECTBEHHO
OIICHUTH COJIEPIKaHME Pa3INYHBIX (a3 B cmecH [8].

KonuvecTBeHHBIN PEHTIC€HOBCKUN aHAIIU3 UCIONB3YETCS JJIsl ONpPECIICHHUS
JI0JIEBOTO coaepkanus a3 B Marepuane. KpoMme Toro, oH no3BojisieT BBIYMCINUTD
CpeIHUE pa3Mepbl KPUCTAJUIOB U 3€pEH, ONPEAeUTh GYyHKIUN paclpeesieHus: uX
no pasMepaMm. AHanu3 mpoduis AUPPaKIMOHHBIX JIMHUKH JaeT BO3MOXHOCTH
OLICHUTh BHYTPEHHHME HAMPSKEHHUS U BBIIBUTH HMX IO CMEIICHUIO MOJOKEHUS
auHul. Takxke KONMMUeCTBEHHBINA aHATIN3 MPUMEHSETCS JIJIS U3YYSHUS] TEKCTYPbI, TO
€CTh BBISIBJICHUS MPEANOUYTUTEIbHON OpUEHTAIIMN KPUCTAILIIOB B 00pa3ne. OCHOBOM
METOJa CIY>KUT 3aBUCUMOCTb MHTEHCUBHOCTH TU(MPAKIIMOHHOTO OTPAXKEHUS OT
coJiepKaHusl KOHKPETHOM (a3bl, B UCCIEYEMOUN CMECH.

KauecTBeHHBII pEHTreHO(A30BbI aHaIU3 HANpaBlIEH Ha ONpEICICHHUE
KpUCTAJUIMUECKUX (a3, MPUCYTCTBYIOIIMX B oOpasle. DTO JOCTHraeTcss IMyTeM
COTIOCTABJICHUS XapaKTEPHBIX I KXKAON (a3bl MEKIUIOCKOCTHBIX PACCTOSHUN U
COOTBETCTBYIOIIUX UM MHTEHCUBHOCTEW NU(PAKINOHHBIX JIMHUN, TOTYYCHHBIX U3
PEHTTEHOBCKOTO crekTpa [2].

2.4.2 ludppaxromerp Shimadzu Maxima XRD-7000S

Ha pucynke 8 nzo0paxken peHTrenoBckuit nudpakromerp Shimadzu Maxima

XRD-7000S.
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Pucynox 8 — PentrenoBckuii nudpakromerp Shimadzu Maxima XRD-7000S

C noMmouipl0 JaHHOTO AUQPPAKTOMETpa OMpeAessuics (a3oBbIA COCTaB U
OpPUEHTHUPOBOUYHOE KOJIMYECTBEHHOE COOTHOILIEHHWE KOMIIOHEHTOB B 00pasiax
MOJIYYEHHBIX HUKEJIEBBIX MOKPBITHI, U OIICHUBAJIACh CTENIEHb OKUCIICHHS 00pa3I0B
10 U3MEHEHHUIO (Pa30BOT0 COCTaBa MOCJIE HAarPEBaHUS.

[Tpuniun pabotel nudpakTOMeTpa 3aKIIOYACTCS B SIBJICHUH TUGPAKIINH
PEHTTEHOBCKOTO M3JIYYCHUS HA aTOMHBIX IUIOCKOCTAX KPHUCTAJUIMYECKON PEIIeTKH
UCCIENyEMOT0 MaTtepruaiia. PEHTTeHOBCKHMM My4OK, HANPABISIEMBIA OT UCTOYHMKA,
OTpaXKaeTcsi OT OIpPEACNICHHBIX KpPUCTAUIOrpaUuecKuX IIOCKOCTEH aTOMOB M
doxkycupyercs Ha BXOJHOE OTBepcTue Jerekropa. llomydeHHoe yrioBoe
pacmpeneNieHne OTPaKECHHBIX HWMITYJIbCOB (VIS BBIACICHUS BO3HUKAIOIIUX
BparroBCcKUX OTpakeHUW OT PA3NMUHBIX KpHUCTAIIIOTpadUUYECKUX IUIOCKOCTEN)
dokycupyercs € TOMOILIBIO CUUHTWJUIALMOHHOTO  JIETEKTOpa, KOTOPBIA
PETUCTPUPYET KOJIMUYECTBO OTPAKEHHBIX PEHTT€HOBCKUX UMITYJIbCOB [15].

BriBobI O BTOpOMY pasueny

Takum 00pa3oM, METOJOM JIIEKTPOIUTHYECKOTO OCAXIACHUS, ObUIH
MOJIY4eHbI OOBEKTHI MCCIICOBAHUS B BUAEC HUKEJEBBIX MOKPBITUH, COCTOSIIUX M3
KOHYCOOOpPAa3HBIX KPUCTAJUIOB, BBIPAIICHHBIX HAa MOBEPXHOCTU CETKU U3
HeprKaBerolel cranu. [ nmpoBeneHus: eTalbHOrO HCCleA0BaHUsS MOP(OIOTUN
MOBEPXHOCTH,  TIOJYYEHHBIX  OOpasloB, HCIOJb30BAIUCH  CKAHUPYIOLIUN
ANeKTpOHHBIN MuKpockomn Carl Zeiss Sigma 1 J1a3epHbIii CKAaHUPYIOUTHI MUKPOCKOIT
Olympus LEXT OLS 4000. Bnusinue mMophoioruu MmoBEpXHOCTH, MOJTYYEHHBIX
NOKPBITUHA, Ha TEPMOPEAKIMOHHYIO CIOCOOHOCTh ONpPENEsIM  METOJO0M
muddepeHnnaTbHOTO  TePMUYECKOTO — aHalu3a, HCMIOJb3ys  CHHXPOHHBIN
tepmoananuzatop Shimadzu DTG — 60H. N3menenume ¢azoBoro cocraBa B
npolecce HarpeBaHusi oOpa3lloB B KHUCIOPOJE ONPENEIsIM IMpU MOMOIIU

peHTreHoBckoro audpakromerpa Shimadzu Maxima XRD-7000S.
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3 Pe3yabTaThl HCCIEI0BAHUM

B pasnmene Tpu, onmcaHbl pe3yJsibTaTbl NPOBEICHHBIX MCCICAOBAHUN U
MPEJICTABJIEHBI JIEKTPOHHO—MHUKPOCKONMYECKNE CHUMKH MTOJTYYEHHBIX HUKEIIEBBIX
MOKPBITHM, A TaKXe TEepMOrpaMMbl K PEHTICHOIPaMMBbl 10 pPe3yJibTaTaM

b depeHInanbHOr0 TEPMUUECKOro U (pa30BOTr0 aHAIU3a.

3.1 Pe3yabTarbl MHKPOCKONMYECKHMX HCCJIeN0BaHUl Mopdoaoruu
MOBEPXHOCTH  HHMKeEJEBbIX MNOKPBITHI, MOJY4YE€HHbIX  METOA0M

JICKTPOOCAKIACHUSA

DIIEKTPOXUMHUYECKOE dbopmupoBaHue HUKEJIEBBIX MMOKPBITUH
OCYIIECTBIISJIOCh METOJIOM KAaTOJHOTO OCaXJE€HUS B TMPUCYTCTBUU IIETOYHBIX
N100aBOK, pe3yJbTaTOM KOTOPOTO CTajio 00pa3oBaHUE MOBEPXHOCTHOM CTPYKTYpPbI
C BBIPaXXEHHON KOHUYECKON MOP(OJIOTHEN KPUCTAILIOB.

Mopdonornueckrne XapaKTEpUCTHUKU HUKEJIEBBIX MOKPHITUH, HAHECEHHBIX
METOJIOM 3JIEKTPOOCAXKACHHUS 0€3 MPUMEHEHUS XJIOPUIHBIX JT00ABOK B pacTBOpE
3NIEKTpOSUTa (KOHTPOJBHBIE 00paslbl), JEMOHCTPUPYIOT MEJIKO3EPHHUCTYIO
CTPYKTypy 0€3 CyYIIEeCTBEHHOro penbeda TOBEpXHOCTH. MUKPOCKOMMYECKUN
aHaJIM3 TIOBEPXHOCTHOTO CJIOSI HHUKEJIEBBIX MOKPBITHH, CPOPMHUPOBAHHBIX Ha
MHUKPOCETYaTOM KapKace U3 HEp)KaBeloIleld CTalu, MPOBOAMIICA MOCPEACTBOM
CKaHMPYIOLIEH 3JIEKTPOHHOM MUKPOCKOIIMH € UCIOJIb30BaHUeM npudopa Carl Zeiss
Sigma, BU3yanu3anus MoJy4eHHbIX Pe3yJbTaTOB MIPEICTaBICHA Ha PUCYHKE 9.

Muxkpodororpaguu  NOBEPXHOCTHBIX CJIOEB  HUKEIEBBIX IOKPBITUH,
n300pakeHHble Ha pucyHKe 10, ITEMOHCTPUPYIOT 3HAYUTEIbHBIE CTPYKTYPHBIC
U3MEHEHUs mocie N0O0aBICHUs XJIOpHUJAa HATPUS B DJEKTPOIUTUUYECKUN PacTBOP.
Mopdonoruueckuii aHanu3 BbISBIAET (HOPMUPOBAHKE ClIEUPUUECKOro penbeda

(pucynok 10 a), xapakTepH3yOIerocs HaTMINeM KPUCTAIUTMUECKUX 00pa3oBaHUM
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KOHUYECKOH (DOPMBI C SIPKO BHIPAXKEHHOW MEHTArOHAIBHOW CUMMETPUEH (PUCYHOK

10 6).

1pm EHT = 20.00 kV Signal A = InLens Date :15 Sep 2016 ZEISS
‘ WD = 5.5mm Photo No. = 7897 Time :12:24:35

Pucynok 9 — MukpodoTorpadusi HUKeIeBOro HOKPHITHSI MOJIYYEHHbIN U3 YHCTOTO

AIEKTPOJIUTA (MIOKPHITHE KOHTPOIHHOTO 00pa3iia)

DNeKTPOHHO—-MUKPOCKOIIMYECKHUE HccleqoBanus (pucyHok 11) oOpasios,
MOJIYYEHHBIX C J00aBJICHUEM XJIOpUJa Kalus B DJIEKTPOIUTUYECKUN PacTBOP,
JEMOHCTPUPYIOT ~ MOJIU(DHUIIMPOBAHHBIH  penbed  MOBEPXHOCTH  TMOKPHITHM.
Mopdonoruueckuii aHaiau3 BBISABISIET MPUCYTCTBHE KPUCTAIMYECKUX CTPYKTYP
KOHYCOOOpa3HOTO Ta0uTyca, XapaKTePU3YIOIMIUXCS IIOBBIIIICHHOW CTETCHBIO
TOMOTE€HHOCTH pacmpeneneHus: (pucyHok 11 a) mo cpaBHEHHIO C TOKPBITHUSMH,
CUHTE3UPOBAHHBIMU TMPU HUCIOJb30BAHUU XJIOpHJIAa HATpPUs B  KAyeCTBE

ANEKTPOIUTHIECCKOM n00aBku (pucyHok 10 a).

Date 15 Sep 2016 res
Time 12:15:13

42



Pucynoxk 10 — Mukpodororpadusi HUKEIEBOTO NOKPBITUS MOJTYYEHHOTO C
n00aBIICHUEM XJIOPUA HATPHUS MPHU Pa3HBIX YBEITHUCHUIX
«JleTaibHBIE MUKPOCKOIIMYECKNE UCCIIEIOBAHUS MTOKA3au, YTO BBEJICHHUE B
UCXOJHBIA AJIEKTPOJIUT XJOpUJA Kajiisg TIO3BOJISIET IMOJydaTh MOKPBITHE,
npaktudecku Ha 100 % cocrosiee M3 KOHYCOOOpa3HbIX KpuctamuioB. U3 HuX
nopsiaka 40 % KpUCTaIIOB y OCHOBAaHMS B IONEPEYHOM HANPAaBIECHUH HUMEIOT

HaHOpa3Mmepb» [13].

EHT = 20.00 kV Signal A = InLens Date :15 Sep 2016
WD = 60mm Photo No. = 7880 Time :12:18:45

a §)

Pucynox 11 — Mukpodororpaduu HUKEIEBOTO MOKPHITHS MOJTYYEHHOTO C

J00aBIIEHUEM XJIOpUAA Kadus IPHU Pa3HbIX YBEIUUEHUSAX

«OmnpeneneHue MmIomaay IOBEPXHOCTH HUKEJIEBBIX IIOKPBITUI HA JIA3€PHOM
CKaHUPYIOIEM MUKPOCKOTIE TIOKa3aJ10, YTO BBEACHHE B AIEKTPOJIUT T00ABOK B BUJIE
COJIeH LIEJIOUHBIX METAJIOB MO3BOJISIET HE TOJIBKO M3MEHUTh Ta0UTYC KPUCTAIOB
HUKEIS B TOKPBITUH, HO M YBEJIMYUTH TUIOMIAAL €ro MOBEpXHOCTH» [13].

CkaHupyroias 3JeKTpOHHAsT MUKPOCKOIUS O3BOJIWIIA ONIPEIETUTh CPEIHHAE
Tr€OMETPUUYECKUE [apaMeTpbl HMKEJIEBBIX KOHYCOB, C(OPMHUPOBAHHBIX B
UCCIENYEMBIX IOKpBITUAX. Jlmarpamma, TIIpeacTaBieHHAs Ha pPHUCYHKE 12,

ACMOHCTPHUPYCT KOPPCILAIUIO MCKIY THIIOM BBCI[CHHOﬁ B JJICKTPOJIUT )_'[O6aBKI/I n
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Pa3MEpHBIMU XapaKTEPUCTHKAMU KOHYCOOOPA3HBIX KPUCTATUIMUECKHX CTPYKTYP

INOKPBITHA.
450 1 406
400 -
350 A
300 A 266
- B cpegHHA pazMep OCHOBaHHA
250 1 KOHYCO00pazHOTO KpHCTALIA
E 200 A E TIOKPEITHH (&), HM

KCL a, am NaCl, a, am

Pucynox 12 — Jluarpamma cpeHero pasmepa KpUCTauIOB HUKENS B TOKPBITUN

IPU pa3HbIX 100aBKaxX B AJEKTPOJIUT.

OneHka COOTHOIIEHHSI BBICOTBI KOHyca K pasMepy €ro OCHOBaHHUSA
NpeAcTaBlieHa Ha pucyHke 13. Pe3ynbTaThl HCClIEIOBAHUS JEMOHCTPUPYIOT, YTO
no0aBlieHHE XJIOpUa Kallisg OKa3bIBAET BIMSHHUE HA 3TH AapaMeTPbl U MPUBOAUT K
YBEIMYCHHUIO TUIOMIAAN TIOBEPXHOCTH TOKPBITHS Ollaromapsi BBIPAKEHHOU
AHU30TPOIUU POCTa KpUCTaIoB. CIeq0BaTEIbHO UCIIOIB30BAHUE XJIOPUAA KaIus
NO3BOJISIET CO3JaBaTh MOKPHITUS ¢ O0Jiee MEIKUMU KPUCTAINIAMU, KOTOPbIE HMEIOT

KOHYCcO000pa3Hyto ¢hopmy U cpennuii pazmep B auamnazone 300400 am.
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0,7 0,6
0.6 -

0,5 -
0.4 -
0.3 -
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a’h

0e3 100aBKH XJ10PHI0B KCl1 NaCl

Pucynoxk 13 — JluarpamMma OTHOIIEHUS! JIMHEWHBIX Pa3MEPOB KOHYCOB B
MOKPBITUSIX Pa3HOil MOpdoIoTruu
Takum oOpa3oM, METOAOM DJIEKTPOOCAXKIECHUS HA MHUKPOCETKH U3
HEpKaBeIOIeH CTalu ObUIM TMOJYyYEeHbl TPU BHUAA HHUKEJIEBBIX MOKPBITHI ¢
CYIIIECTBEHHOW OTJIMYaromieiicss Mopdoiorueir mnosepxHocTH. Jlamee Obutn

IIPOBEJEHBI UCCIEA0BAHNA TAKUX NOKPHITUN B TEMIEPATYPHBIX MOJIAX.

3.2 Pe3yabTarbl HCCIEI0BAHUI HHUKEJIEBbIX MOKPBITHI MeETOJI0OM

au(pdepeHIHATBHOIO0 TEPMUYECKOr0 AaHAJIU3A

ITo pesynpTaTam audQepeHInanbHOro TEPMUIECKOrO HCCIEA0BaHNs ObUIN
IIOJIyYEHBl TEPMOTPAaMMBbl, KOTOpBIE IIPEACTABICHbBl Ha pucyHkax 14-16. Ha
rpaduke KOHTPOJIBHOTO o0Opasia, u300paKeHHOro Ha pHUCyHKe 13, BO BceM

AWAaIla3oHe TEMIICPATYP OTCYTCTBYIOT ITMKHU TCIIJIOIIOTJIOIICHUS U TCIIJIOBBIACIICHUS.
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DTA TGA Temp

uVv mg C
10.00+
9.00¢
1
8.00+
0.00¢
7.00} 2 N
1500
-10.000  6.00¢
3
5.00+
220.00 -
: 20.00 40.00 60.00

Time [min]

Pucynox 14 — TepMorpamMmma mnocie OTKUTIa MUKPOCETOK C HUKEJIEBBIM
MOKPBITUEM, TTOTYUYEHHBIM U3 YUCTOTO AJIEKTPOJINTA, B Kuciopoae. 1 — rpadux
M3MEHEHUS TEMIIEPATYPhl B Kamepe nmpudopa; 2 — rpa@uk n3MEHEHHUSI MaCChI
HccleyeMbIX 00pa3iioB B Impoliecce HarpeBanus; 3 — kpubast I TA

VY o0pasiia mory4eHHOTO U3 JIEKTPOJIUTA C JO0ABICHUEM XJIOpHIa HATPHS,
3a(UKCUPOBAHBI J[Ba MHKA: YHJAOTEPMUUCCKUN B MHTepBaie temmeparyp 600—710

°C u sk30Tepmuyeckuil B quanazone npumepHo 810-870 °C (pucyHok 14).
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DTA TGA Temp

uVv mg C
I Peak 1 - 675.27°C
10.00 e o::et - 592.99°C
] Endset - 711.55°C
QOGr Heat f-750.42m]
1 -105.96/g
8.001 / Peak 2 - 848 88°C
-~ Onset - 813.27°C
5.00+ Peak 2 Endset - 870.84°C
7.00} / 2 Heat - 202.73mJ
\ 7 28.63V/g
\/\/\ 1500
6.00 :
3
I Peak 1
Y swd
20.00 40.00 60.00

Time [min]

Pucynox 15 — TepMorpamMmma rmocie OTKUIra MEKPOCETOK C HUKEJICBBIM
MOKPBITHEM, TIOJIYYCHHBIM ¢ JOOABIICHHEM XJIOpHUIa HATPHUs, B KUCIopose. 1 —
rpaduk U3BMEHEHHs TEMIIEPATYyphl B Kamepe nprudopa; 2 — rpa@uk u3MeHeHUs

Macchl HccliefyeMbIX 00pa3loB B npoiiecce HarpeBanus; 3 — kpusas JTA.

VY obpasna chopMHPOBAHHOTO W3 AJICKTPOIUTA C XJIOPHIOM KallUs, TaK XKe
HaOII0IAt0TCS J1Ba aHAJIOTUYHBIX MUK, HO OHU CMEIICHBI B 00J1acTh 00jIee BHICOKUX

TeMmneparyp: sHgorepmuueckuii B mpenenax 630-740 °C, 3K30TEpPMUYECKHM B

nuana3zone 830-880 °C (pucyHok 15).
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DTA TGA Temp

uV mg &
10.00L Peak 1 - 696.34°C
9.00! 11000 |t <737 e
Heat --917.69mlJ
L. S132.73Vg
8.00 | \ D Peak 2 - 848.94°C
\ Onset - 833.37°C
5.00 ¢ ‘ Endset - 876.20°C
7.00 [ { INA 2 Heat - 115.20m]
C / X 16.66/g
P 1500
6.00 [ Peak 1
0.00r 500} 3
‘ 2000 4000  60.00

Time [min]

Pucynok 16 — TepmorpaMmma nociie OTKUTa MUKPOCETOK C HUKEJIEBBIM
MOKPBITUEM, TTOJTYYECHHBIM ¢ T0OABIICHUEM XJIOpHUIa Kalus, B Kuciaopoae. 1 —
rpaduk u3BMEHEeHUs TEMIIEPATyphl B Kamepe npudopa; 2 — rpa@uk u3MeHeHUs

Macchl UCCllelyeMbIX 00pa3iioB B Ipoiiecce HarpeBanus; 3 —kpusas [[TA.

3.3 Pe3yabTarbl HCCIEA0BAHUI HHUKEJIEBbIX MOKPBITHI MeETOJI0M

peHTreHo¢a30Boro aHaJu3a

HudpakorpaMMbl, MpEACTaBICHHbIE HAa pUCYHKE 17, JEMOHCTPUPYIOT
XapakTepHble MHKH (Ha30BOrO COCTaBa JJiI BCEX TpeX THUIOB MOKPBHITHM.

Ha6J'II-OI[aI-OTC$I MKW XapaKTCPHBIC OJIA HUKCIIAA U OKCUdd HUKCILA.
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PucyHnox 17 — PeHTreHorpaMmbl HUKEJIEBBIX OKPBITUHN TTOce qudPepeHinanbHo-

TCPMUICCKOI'O aHaJIN3a

AHanu3 MOJIy4eHHBIX JaHHBIX JEMOHCTPUPYET CYIIECTBEHHOE W3MEHEHHE
(a30BOro cocraBa KOHTPOJIBHOTO TOKPBITUS, TJ€ CTENEHb OKUCICHHUS HUKEN
nocturia 53%, B TO BpemMsl Kak 0Opasllbl, MOJYyYEHHbIE NPH HCIOIb30BAHUU
3JIEKTPOJIUTOB C JI00aBKaMH, XapaKTEPU3YIOTCSI MEHbILIEH CTENEHbIO OKUCIICHUS -
17% nnsa NaCl-coaepkaiero siekrponuta u 39% nns obpasios ¢ qodbaBkoit KCl
[13].

Bb1Bo/IBI IO TpeThEeMy pazjieny

Moaudukannst MOpPOJIIOTHH KPUCTAUITMUYECKUX CTPYKTYp U PEryJIUpPOBaHUE
UX [apaMETPOB B HUKEIIEBBIX TaJbBAaHWUYECKHX MOKPBITUAX JIOCTUIAETCS ITyTEM
ONTHMHU3ALMUA PEKUMOB DJIEKTPOIUTHUECKOTO OCAXACHUA JHOO BBEACHUEM
cnenu(UUecKuX HMHIHOUMPYIOMMX J100AaBOK B COCTAaB  AJIEKTPOJIUTUUYECKOTO
pacTtBopa.

HccnenoBanre TepMOpEryJMpyeMOro MOBEACHUS 00pa3loB IMOCPEACTBOM
g depeHInaTbHO-TEPMUUECKOTO aHajdn3a B KHUCJIOPOJHOM Cpelae BBISIBUJIO
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XapaKTEPHYIO JBYXIIMKOBYIO CTPYKTypy. HauanbHbli NHK CBHIETEIBCTBYET O
IpOLIECCe PEKPUCTATUIM3AUU MPOUCXOMSIIEM B HHUKEJIEBBIX MOKPBITUAX C
OJIHOBPEMEHHBIM  BBICBOOOXIACHUEM 3HAYUTENBHBIX YOPYIMX HaIpsSOHKEHUH,
CBSI3aHHBIX C BBICOKOM KOHIIEHTpAlMel B MOKPBITUAX JA€(PEKTOB POCTOBOIO
npoucxoxjenud. llocmenyrommii nuk (pucyHku 15 um 16) yka3biBaeT Ha
CEJIGKTHBHYIO XEMOCOpPOLMIO, BCJIEJICTBUE KOTOPOW OKHUCIIUTENbHAs peakuus
HUKEJNII TpoTeKalla CTPEMHUTEIIbHO B Y3KOM TEMIEpaTypHOM Juana3oHe,
CONPOBOXKAASICh PE3KUM HHTAIBIUIHBIM CKa4KOM, IIOCJIE€ 4YEro HaOII0AaIoCh
CYIIECTBEHHOE CHIKEHUE CKOPOCTH peakuuu. Pe3ylnbTHpyronias HHTEHCUBHOCTh
OKHUCJIEHUSI HHUKEJIEBOTO MOKPBITUS HCCIEIyEMbIX 00pa3loB (MO CPaBHEHUIO C
KOHTPOJIBHBIM 00pa31[0M, ITOJIYYEHHBIM IIPU 3JIEKTPOOCAKICHIUHN HUKEISI U3 YUCTOTO
AJIEKTPOJINTA) MPOJIEMOHCTPUPOBAa 3HAUNTEIbHO MEHBIIINE TOKA3ATEINH.

Takum  oOpa3zom,  HCCIEOBaHUA  TEPMOPEAKLIMOHHBIX  CBOMCTB
JIEKTPOOCAXKICHHBIX HUKEJEBBIX MOKPBITUN BBIIBUIM 3HAYUTEIBHOE CHUKEHUE
AKTUBHOCTH MOKPBITUNA C MUKPO- M HAHOKOHYCaMu B UHTepBajie Temneparyp ot 500

°C 10 900 °C 0OTHOCHUTENIBHO KOHTPOJIBHBIX 00Pa3IIOB.
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3akjiroueHue

JlanHast BBIMycKHasi KBanudUKalMOHHAasT pabora ObUIa TMOCBSIICHA
MCCIICJIOBAHHIO BIUSHUS MOP(OIIOTUN TIOBEPXHOCTH AJICKTPOIUTUYECKOTO HUKEIS
Ha €ro TEPMOPEAKIIMOHHYIO CTOCOOHOCTb.

B mpouecce BbimonHeHHs pabOThl ObUT TMPOBEAECH aHAJIU3 HAy4YHBIX
nyOMuKamuii, KOTOPBIM IIOKa3aj, 4YTO 3HAYHMTENbHAas 4YacTh COBPEMEHHBIX
VCCIICIOBAaHUM HAIpaBJI€HAa HAa CO3/1aHUE HUKEJIEBBIX MOKPBITUM C Pa3BUTOU
MophotorHei, KOTOpBIC JEMOHCTPHUPYIOT YHUKATbHBIE CBOMCTBA:
cynepruapohoOHOCTh, yIyYIICHHBIE MAarHUTHBIE XapaKTCPUCTUKH. Tak Ke OHU
MPOSBJISIIOT TOBBINIEHHBIE KaTaJuTHYecKue cBoWcTBa. Ho, MOCKONBKY KaTanwus,
MOKET OBITh, HU3KOTEMIIEPATypPHBI U BBICOKOTEMIIEPATYPHBIN, ObLIO BBISBIICHO,
YTO WMEHHO I BBICOKOTEMIIEPATYPHOTO KaTaiu3a TaKue TMOKPBHITUS HE ObLIN
THIATEJIBHO  MCCIEOBaHbl, YTO  TOATBEPXKIACT  AaKTyalbHOCTh  JIAaHHOTO
UCCJIEI0BAHHSI.

[ToaTomMy B maHHOI paboTe METOAOM 3JIEKTPOOCAXKACHUS, Ha MOMJIOKKE U3
HEpIKaBEIOIEH CTalu, MyTeM MA00aBICHHUS B HMCXOIHBIM SJICKTPOIHUT XJIOPHIA
HATpWsl W XJIOpUJA Kanwsi, OBLIM TOJy4YeHbl Takwe MOKphITUS. Mopdomorus
MOBEPXHOCTH KOTOPBIX OblIa JETAJbHO HCCIEAOBaHA METOJaMU CKAHHPYIOLIEH
AJIEKTPOHHOM U Jla3epHOU KOH(MOKaIbHON MUKpockonuu. Tak ke ObLI ompeesieH
¢da30BbIi COCTAaB MPH MOMOIIU TOPOIIKOBOTO peHTreHo(a3zoBoro nudpakromerpa.
TepmopeakiiMoHHas CIOCOOHOCTH ObllIa BhISIBJIEHA METOJOM UG (epeHnanbHOTO
TEPMUYECKOT0 aHAIH3A.

AHanu3 pe3yJabTaTOB MPOBEJICHHBIX HCCIIEIOBAHUMN MTOKA3aJl, YTO HUKEJICBbIC
TOKPBITHSI, TOTyYE€HHBIE METOJIOM 3JIEKTPOOCAXKICHHUS M COCTOSIIINE U3 KPUCTAIIIOB
B (hOpME MUKPO- U HAHOKOHYCOB, TIPOSBIIIOT 00JIe€ HU3KYIO TEPMOPEAKIIMOHHYTO
AKTUBHOCTb MO CPABHEHUIO C KOHTPOJBHBIM 00pa3ioM. Jlaxke rmpu HarpeBaHUU /10
1100 °C mx yCTOMYMBOCTb COXPAHSIETCSA, YTO PACHIUPAET BO3MOKHOCTH HX
MIPUMEHEHUS B KaUeCTBE KAaTalnu3aTopoB, 3(HEKTUBHO paObOTAIOIMINUX MPU BBICOKHX

TeMIiepaTypax.
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