05; 12 Xypran mexHuueckol ¢usuku, m. 62, . 5, 1992
© 1992 r.

BJIUAHUE NMPOIrPEBA HA CIEKTPH
XAPAKTEPUCTUYECKUX TMOTEPBb
BbICOKOTEMITEPATYPHOI'O CBEPXITPOBOIHUKA YBaZCu307

T.B. KpauuHo, M.A. Mumues

B HacTogileit paGoTe MeTONAaMH 3JEKTPOHHOM oxe-cmeKTpockonud (30C) u
CIIEKTPOCKONHU  XaPaKTEPDHUCTHYECKHX IIOTEPb JHEpPruM 3jJIeKTpoHoB (XII3I)
NnpoBeleHH HCCJHelOBaHUS BHCOKOTEMIEPATYPHOro cBepxnpoBoxHuka (BTCH)
YBaZCu307_x B HHTepBajte Ttemneparyp 30—S00 °C. Xorg HMeeTca GoJbumoe

yucJ0 PaboT, B KOTOPHX H3yYalUCh COCTAaB NOBEPXHOCTH M €€ 3NeKTPOHHAs
CTPYKTypa c mnomoumbio MetomoB J0C u XI33, TeM He MeHee HCCAENOBAHUH B
06JaCTH IIOBHIUEHHHX TEMIEPATYp HMeeTcd HEMHOro ('*%1. Kax mnokasamo B
pabore [3], Nporpes CBEPXNPOBOASliell OPTOpoMOUYEeCKON ¢a3n KepaMHKH
YBaZCu307~x B pakyyMe npu 300 °C He NPUBOAHT K YMEHbUEHHIO TEeMIEpPaTypH

nepexona B CBepXIpoBoasuee cocTosHHe. ONHAKO BHIEpXKKa KepaMHKH B Ba-
kyyMe mpu 450—S500 °C BH3HBAeT INOJHOE HCYE3IHOBEHHE CBEPXNPOBOILSWErO
nepexola NPH COXPaHEHHH OPTOpoMOMYecKoH CTPYKTypH. IloaToMy mnpexncras-
ASIOCh HHTEPECHHM IpOCAeNdTh, OyIeT JH TaKOA Iepexol B HeCBEPXIPOBO-
Aduee COCTOSHHE CKa3HBAThCHd HAa COCTABE M JJNEKTPOHHOH CTPYKType NpHNO-

BepxHocTHOro cros YBa_Cu_O .
2 3 7-x

H3Mepenud Oniau NpoBeleHH B OXe-CIeKTPOMeTpe, ONHCAHHOM paHee 1.
JHeproaHajJIu3aTop THIA LHJIMHIPHYECKOE 3IEPKAJO NO3BOJSJ PEruCTPUPOBATH
Henudpe peHIUPOBAHHNE OXe-CIEeKTPh M cnekTph XI3J nNpH SHEPruM NepBUYHO-
ro ny4ka 3JEKTPOHOB Ep = 100—3000 2B. BhCcOKMH BakyyM B KaMepe oxe-

cnexTpomMeTpa npH Haxruuydu B HeM BTCII kepamMuku moayyajacd Iocie Iporpesa
xaMepn npu T « 100 °C B TeyeHHe 3—4 4. GoHOBOEe IHaBJEHHE NOCJE ITOro
coctaBasio 5-100  —1-10°° Mm pr. cT.

B kayecTBe 06pa3loB MCHOJb3OBaluUCh TabjieTKkd xuameTpoM 10 MM H ToxI-
mMUHOKX 1 MM, BHpe3aHHHEe M3 OINHOr0O H TOrO0 Xe& TIpyTKa KepaMHkKH
YBaZCu307_x. Kepamuxka OnJa H3rOoTOBJEHA NO HUTPATHOH TEXHOJOTHHM M HMe-

Ja TeMmepaTypy nepexola B cBepxmpoBoasuee coctosHde T = 90 K. Temne-
c

parypa o0pa3unoB H3MepqJach TepMonapoi Xpomeab-alioMeab. HX mnporpes
npou3Boauiacs no Ttemieparyp T € S00 °C. Perucrpauus OxXe-cHeKTpPoB H
cnekTpoB XII33 ocymecTBiasrach KaK B Npollecce HarpeBa CBEPXINPOBOIHHUKOB,
Tak M TocJe OXAAaXIEeHHd HMX NO KOMHATHOH TeMlnepaTyph.

HccaenosaHUud KepaMmUKH YBaZCu3O7_x OnJaM NpoBeleHHW Ha 4YeThHpex obpal-

max. HemocpeacTBeHHO mepell YCTAaHOBKOH 3THX MHUEHEH B OXe-CIEKTPOMETP
HX MMOBEPXHOCTHHWH CJOM ylaiadics C NOMOWbI MEXaHAYeCKOro ckpebka. 3areM
PErECTPHPOBAJACh OXE-CINEKTPH, XapaKTepHU3YOUHe HUCXOAHOE COCTOSHHME IIO-
BEPXHOCTH KE€paMHKH. BHJIO BHSICHEHO, YTO CNEKTP ONHOro H3 o6pa3uoB (06-
pa3en 1) muMea JMub OXHY JAMHMIO, COOTBETCTBYOUYK yriepolry. Oxe-IHHHH
3J€eMEeHTOB KEepaMHKHX BUIHH He ObiH. Oxe-cmekTpw o6pa3noB 2 M 3 NMOKa3ald
HaJXHYHe Ha HX NMOBEPXHOCTH Kak yriepola, Tak M 6apus, KHcJIopoda H Me-
nu. llng aTux o6pa3moB HadaJbHOE KOJHYECTBO yriepola Ha HX MNOBEPXHOC-
TH, OUeHeHHO€ IO IJIOWAaZH IOX OXe-JAHHHSMH yriepona, OHJIO NPHUMEPHO B
IBa pa3a MeHblile, 4YeM y mnepsoro. Ha moBepxHocTH of6pa3una 4 yriepol OT-
CYTCTBOBaJ. 3HaYHTeJAbHOE pa3JHYde B COIXEePXaHUM INPHMECHOIo yriepora B
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ofpa3lax CBHMIETEAbCTBYET O €ro HEPaBHOMEDHOM paclpeleieHHH BIOJb
NpyTKa KepaMHMKH, MCHNOJAb3OBaHHOIrO AAS M3rOTOBJAEHHS TableTokK.

ToawuHy mnAE€HOK Yyriepoia Ha MNOBEPXHOCTH oO6pa3uos 1—3 MOXHO Gbao
OLUEHHTDb, TMOAb3YHICb HMEOHUMHCHS JNAHHHMH 0O cCpeaHel IJauHe _cBOGOAHOrO
npo6era 3A€KTPOHOB NO OTHOWMEHHI K HEYNPYrOMy paccesSHHUIo (°"71. Cornac-
HO TakHM OLIEHKaM, TOJMUHA cAO0d yriepoxa ais obpaspa ! cocraBagra 5—6
MOHOCJOEB, a IaAd obpa3uos 2 ¥ 3 — 2—3 MOHOCAOL.

Haiuyue wAM  oOTCyTCTBME  yraepola Ha  THOBEPXHOCTH  KepaMHKM
YBaZCu307_x CO31aBai0 HOMOAHHUTEbHHE BO3MOXHOCTH IMNOJAY4YEHUS HOBOH HH-

¢opMalHH O NPHPOLE HEKOTOPHX IHEePreTHYEeCKHMX MNoTepb B cnekrpax X33
NMyTEeM CONOCTaBJAEHUS CMNEKTPOB pa3HHX 06pa3unoB. I3TH BO3MOXHOCTH OCHOBa-
HH Ha TOM, 4YTO HaHECEHHe YrJAepOoRAHOH NJIEeHKH Ha MOBEPXHOCTb CBEpPXOpO-
BOIHHMKA MOXET CYWECTBEHHHM OOpa3oM BJAHATh Ha €ro NHKH MOBEPXHOCTHHX
MIa3MOHOB, BH3HBAas AHOO KX HCUE3HOBEHHE, AMO0 H3MEHEHHE XapaKTepHCTH-
YeCcKOH MOTEepH OJHEePruH, COOTBETCTBYyOHeH J3THM IHKaM. HoBHe cBelXeHUSd
MOTJZH OHTb IOJYYEHH TAaKXe NyTEM CPaBHEHHS CHEKTPOB ONHOTO H TOrO Xe
o6pa3na, 3aperucTPHPOBAHHNX AJAS HCXOZHOrO €ro COCTOSHHS, Koraa mo-
BEPXHOCTb IIOKpHTa NAEHKOH yriepoxa, H MOcCAe ero nporpepa A0 TaKHX
Temneparyp T < 300 °C, npH KOTOPHX Yriaepol yxe ylaiadercs C NOBEPXHOC-

8 3
i [ ], HO xepamMuKa eme coXpaHSeT CBOH CBepxmpoBoxsmue csoictBa [~ ].
Ha puc. 1 u 2 npeascrtaBieHn cnekTpn X[33 ang xepaMuku YBaZCu307

-X

Ha puc. 1 moxa3aHn cHeKTpH IAsS HenporpeThHx ofpasunoB. KpuBag 1 xapaxk-
Tepuayer o6pa3en 1 c ,,TOACTHM“ yriaepoaHHM NOKpPHTHeM. CnekTp 2 noaydeH
OAS MHEEHH 3 ¢ HadYalbHbM ,TOHKMM“ NOBEPXHOCTHHM CJIOEM YIJA€poAa, a
KpHBasg 3 OTHOCHTCH K 6€3yraepomHOMY B HCXOIHOM COCTOSHHH ofpa3ny 4.
CnekTpH HAa pHC. 2 3aNHCAaHH IA9 KepaMHKH, nporperoit no 180 (xpuBag 1),
300 (xpuBag 2) u 500 °C (kpuBasg 3). Kpusme, mpeicTaBieHHHe Ha puc. 2,
XOpONlO BOCHPOHM3BOAMNHCH AJNS BCEX MHUUEHeH, y KOTOPHX H3HA4YaJibHO Ha INO-
BEPXHOCTH NpHUCYTCTBOBax yriaepold (o6pasmm 1—3).

Cnektp ! Ha puc. 1 nmo cBoel dopMe M MONOKEHHMIO COBIAZaeT CO CIEKT-
poM XINI3 nxs yraepona [°]1. B cmekTpe 3 puc. 1, oTHOCcSmeMCs K Hempo-
rperoMy Ge3yriaepoiHoMy o6pa3nmy, BHAHH MomHAas noTeps npu 24 3B, MeHee
MHTEHCHBHasd moTeps npd 11 3B u crabue nuku npu 34—36 m 50—SS 3B.
Ecan moBepxHocTb ofpa3lia NMOKpPHTAa , TOHKMM® ciaoeM yriepoaa (xpuBas 2 Ha
pEc. 1), To nmux mpu 11 3B He mpogBiagercd BooGme, a OCOOGEHHOCTb MNpPH
34—36 3B nmourH He BHIHA. [locae mporpeBa no 180 °C 3TH IHKM NOSBHAHCH
(gkpuBag 1 Ha pHC. 2), NHpH 3TOM OCHOBHAaS M HH3KO3HepreTrHyeckas HOTEDH
(24 m 11 3B) cABHHYJAHCH B CTOPOHY OGOJBHMMX IHEPrHi mnpuMepHo Ha 1 3B
(25 u 12 3B). HpakTHuecku cnexTp ! Ha pHCc. 2 cTal HEEHTHYHHM CIEKTpY
3 Ha puc. 1. JNaxrpHeimu# nporpeB kepamukH xo 300—S00 °C mpusex K He-
KOTOPOMY YBEJAHYEHMI0O HHTEHCHBHOCTH NHUKa NpH 12 3B H criaaxusaHHo 0CO-
Gennocrelt npu 34—36 u SO—S5 3B.

CreayeT OTMETHTb, 4To cmekTph X33, npuBeleHHHe Ha puc. 1 H 2, On-
AB 3aNMCaHHW IAS KepaMHKH YBaZCuaov_x IpH KOMHaTHOM Temneparype. Cnex-

TPH, 3aperucTpHpOBaHHHE XIS HAarpeTHX MulieHeW, OnJIH HECHTHYHH CIEKTpaM
OpPH KOMHATHON TeMHepaType, €CAH COCTOSHHEe NOBEPXHOCTH KepaMHKH OCTa-
BaJnoCh HeH3MeHHnM. HanpuMep, ¢opmMa xpHBo#t 2 Ha puc. 1 coxpaHgaach
BrmaoTh no 180 °C. Ilocxe mporpesa mpm 180—200 °C 3TOT CHEKTp CTaHO-
BHJICS TaKHM Xe, Kak cnektp 1 Ha puc. 2. llocie nporpeBa o6pa3noB 1o
S00 °C (xpuBas 3 Ha pHC. 2) ¢opMa cHekTpa ocTasajaach MNOCTOSHHOH B
Iuana3oHe Temnepatyp 30—500 °C.

ConexTpu XII33, moaydyeHHHWe B HacTosumel pab6ore, mo ¢popme Y HOJOXEHHI
HX XapaKTepHHX ocoGeHHOCTell GAM3KM K cNexTpaM mieHok BaO [ "1, a rtak-
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Puc. 1. CnexTpw XII33 HemporpeToi KepaMHKH YBaZCu307
-Xx

Ep = 600 3B; | — c ,TOACTHM® yraiepoIHmM mnokpmwtueM (o6paseny 1), 2 —
c , TOHKEM® yriepoanuMm nokpurumeM (o6pasen 3), 3 — Ges3yriaepoxnuin (o6-
pasen 4).

Puc. 2. CoexktpH XIM33 mporpeTofi KepaMHKH YBaZCu307_x

EP = 600 2B; Temneparypa nporpema, °C: 1 — 180, 2 — 300, 3 — SO00.

11,12
**“1 (cmekTpocko-

Xe K CNeKTpaM KepaMHKH YBaZCu O7 , TMOAyYeHHHM B [
-X

3
nag X33 ,Ha npoctpea“) H B (19 (conexTpockonus X33 ,Ha oTpaxe-
HHe“). B HacTosmee BpeMs He CYWECTBYEeT €IHMHOH TOYKH 3PEHHMS HA NPHPOXY
nExoB nmpH 25 ® 12 3B xax aag BaO, Tak M IAA9 KepaMHKH YBaZCu307_x. B

pane pa6o1‘ nepBHA U3 HUX CBA3HBAETCH C Boa6yueaueu 06bEeMHOr0 MAA3MO-

10-13
a [ ]. Takas TOouka 3peHHS NOATBEpPXXaeTCHs TeM, 9YTO IHMK npu 2S5 3B
gBAfSeTCS HauGonee HHTEHCHBHHM Kak B ONHTax ,Ha OTpaxeHMe“, Tak H B
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OmHTax ,Ha npocrtpexa“. B nocienHeM xXe ciaydyae HMEHHO oObeMHbe I1a3MEeH~
HHe KoJieOGaHHS HMeoOT HauGoibiee cedyeHHe BO3OYXIeHHd MO OTHOMEHMIO X
My4Yyky OHCTPHX MEPBHYHWX IAEKTPOHOB. OnHaKo B Apyrux paborax [ ’14]
CBS3b NHKa npH 25 3B ¢ Bo36yxneHHeM KOJNJNEKTHBHHX KOJAeOaHHH 3JAEKTPOHOB
ocrnapMBaeTCs U Ipexie BCero HOTOMY, YTO TeOpeTHYEeCKHe 3HAaYeHHd OIHep-
ruv 06bEMHOTro MNJa3MOHAa NOJAYYalTCHd 3HAYHTENbHO MEHbMHMH, 4YeM J3KCIepH-
MeHTanbHue: Ind BaO pacuetrn nawt BeauuuHy hw = 14 3B, a 114 xepaMHKkH
hw = 18 3B. Ham mpenctaBagercsd, 4YTO NHK OpH 25 3B BCce Xe MOXHO CBS-~
3aTh C IMJa3MeHHHMH NOTepsMH. B moaAb3y Tako# TPAKTOBKH CBHAETEAbCTBY-
€T, B YaCTHOCTH, TOT ¢akKT, 4YTO B HAWHX OHNKNTax NpPH yMeHbmeHHH E oT
600 1o 100 3B HabGmoxanoch HEKOTOPOE €ro yWHpeHHe, YTO xapax‘repﬂoP AAS
NHKOB, OOYC/AOBJIEHHHX mnAa3MeHHHMH notepsmME [ ~ 1. Ecam cumrars, 4TO
o6beMHH# naa3Mod aad YBa Cu O umeer 3Hepruo hw = 25 3B, TO oco-
6eHHOoCcTh npu SO—SS 3B MOXHO péﬁcmanunarb Kak IBOMHOH mniaaaMmoH 2hw .
1oqf? KacaeTcd HHM3KO3HepreTuyeckod mnoTepH mpH 12 3B, 10 B pa6o%ax
["7’" "] ona rpakTyeTcs Kak HOBEPXHOCTHWH NAa3MOH. B Ipyrux Hcciemosa-
HUIX 3Ta OCOGEHHOCTh CBS3HBAaeTCd C MEX30HHHMH nepexoxamu [ ~]1 wunaum
npunucHBaercd o6beMHoMy maa3moHy [ 1. Ecaum npoaHalH3upoBaTh pe3yabTa-
TH HCCIENOBAHHHM XapakKTePHCTHYECKHX NOTE€Pb OJHEPruM JIAEKTPOHOB HASL
YBaZCu307_x, NMOJy4YeHHHX B HacTosume# paboTe, TO MOXHO BHAEJIUTH CJIAELYIO~

e OCHOBHbHE MOMEHTH. Bo-HmepBHX, NPH HAAHYHM Ha NOBEPXHOCTH KepaMHKH
3HAYUTEJbHOI'0 KOJHMYECTBA yriepola MUK Opd 12 3B B cnekxTpe He MNOABALI-
cd, XOTH YacTh NHKOB, NPUCYMHX KepaMHKe, yxe BHAEHA (KpuBas 2 Ha pHC.
1). Tlocsne ynajleHHs C NOBEpPXHOCTH oOpa3ua GoAbmEeR 4YacTH yriepoia 3TOT
NHK packphBajcs (xpuBag ! Ha puc. 2). N3 artoro creayer, 4TO ocobGeH-
HOCTb NMpH 12 3B oYeHb YYBCTBHTEJbHA K COCTOSHHIO NOBEPXHOCTH KEPaMHUKH.
Bo-BTOpHX, C yMeHblleHUEM Ep otT 600 no 100 3B mmesnach TeHIEHHUHUI H3IMe-

HEHUS OTHOCHTEAbHOM MHTEHCHBHOCTH NUKOB HpH 12 um 25 3B: y mepBoro oHa
pocia, y BTOpPOro yMeHbmajach. Takoe MOBeleHHe XapaKTE€pPHO IAS NOBEPX-
HOCTHOIO H O0bEMHOI'0 IJa3MOHOB [15]. B-TpeTbhUX, €CJH 3HEPrus o6beMHO-
ro maa3MoHa paBHa hw , To 3Heprusg NOBEPXHOCTHOrO MJIA3MOHA C YYETOM
IUDAEKTPHUYECKOA NPOHHIAEMOCTH €, Moxer 6nTb oOmnpelreseHa Kak hws =

= (hwb)/V 1+ €, [15]. Monaras hwb =25 3B u g, = 3.56 aas BaO [lol,

noaydyaeMm hw = 11.7 3B, 4ro OAM3KO K OIKCIEPHMEHTAaJAbHOR BeJIHMYUHE
12 3B. Hoaroﬁy, YYHTHBA4 BCe BHUEH3NOKEHHOE, MOXHO CUYHTATh, 4YTO INHK C
aHeprEet 12 3B o6ycioBieH BO30yxXleHHEeM NOBEPXHOCTHOrO NJaa3MOHA.

Hakonen, oco6eHHocTh npu 34 —36 3B B cmnextpax XN33 B OoJbMHHCTRBE
paboT HpHOACHBAETCHd NEpPEexXoNy, CBL3aHHOMY ¢ HTTpueM Y4poYdd [ 7' 1.
B Hamux onMTax NHKH Cc 3JHeprHed 34 —36 3B coxpaHdaMCbh NpPH NporpeBe ke-
pPaMHKH BHaoTh xo SO0 °C, XoT4 nochae TakKoro Hporpesa OHH CTalH MeHee
oTr4yeTAHBO BUAHH (kpuBag 3 Ha puc. 2). Ecam nuxu npu 34—36 3B ob6yc-
JAOBJEHN HTTPHEM, TO YMEHbUWIEHHE HX HHTEHCHBHOCTH IPH IpPOrpeBe MOXHO
O6BSCHHUTDP TEM, YTO C POCTOM TE€MIOEpPATypH B HBPHIOBEPXHOCTHOM CJIOE€ Kepa-
MUKH yBeJIHYHBAaeTCH TOJMHMHA IAeHKH BaO, IiIg KOTOpPOH XapakTepHCTHYECKad
noteps ¢ dHepruedt 34 —36 3B He Habmomaercs [ 1.

Kak cirexyeT M3 OpHBEXZEHHHX BHlle CHEKTPOB XapakKTEpPHCTHYECKHX NOTEpb
3HEpPrdd 3JEKTPOHOB, 3 TaKkxe H3 HDOJAYYEeHHHX HaMM OXe-CIIEKTpPOB, MOPpHOO-
BepxHOCTHHE caoit BTCII kxepamuxu YBa Cu O yXe B HCXOXHOM COCTOSHHH
o6GorameH oOkKHCbio Oapug. [lporpeB xepamuku 16 500 °C B BaKyyMe, Koriua
NPOMCXOAHT pa3pylieHHE CBEpXNPOBONsWEH ¢a3n NPH COXpPAaHEHHH OPTOPOMOH-
YeCKOM CTPYKTYpH, He INPHBOAMT K 33METHHM M3MEHEHHSM JJIEKTPOHHOMH
CTPYKTYPH NPHIOBEPXHOCTHOI'O CJXOS, BH3HBasg JAuUWb HajibHeMlee yBelHYSeHHE
TOMNMHEN cios Ba0 Ha HMOBEPXHOCTH.
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NoxyyeHnne B HacTosdwed pabore péayabTaTH aas BTCI  kepamuku

YBazCu307 x C YYE€TOM JHTEPATYPHHX INAHHHX JAT BO3MOXHOCTb COINOCTABHUTH

YyBCTBHTEAbBHOCTDP MeTonoB 30C u X[I33 mo OTHOWEHHIO K HTTPHO. B Hammx
ONWTAX OXe-JMHUH WTTPHS 3IAPETHCTPHPOBAHH He 6waH. B paborax apyrux
aBropoB [“' "’ '] 3TH JMHHHM HabmMoOZaAMCh, OINHAKO OHH OWJIH OYEeHb CAAGH-
MH HaxXe IpH 3alUcH OXe-CHeKTpPOB B IAMbdPepeHUUPOBAHHOM BuIe. B To xe
BpeMd XapakTepHas IAd HTTPHE NMOTeps 3Hepruu npu 34—36 3B Bcerma yse-
peHHO ¢Jukcupyercd B cnexrpax XII33 HccaenmoBaHHOH XepaMHKH (puc. 1 u
2). 3TO0 mMo3BOJALET cheNaThb BHBOIN O TOM, 4TO chnekTpockonus X33 gBager-
cg 6ojlee UYYBCTBHTENbHHM METOINOM OGHAPDYXEHHd HUTTPUS B IMOBEPXHOCTHOM
cl0oe KepaMuKH YBaZCu3O7_x, yem MeTtox 30C.
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