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CTPYRTYPA, TERCTYPA I CTAPEHUE TOHKNX IIJIEHOK ZrO,
JA. M. Jdunvkos, C. J. IIpuwena, B. B. Coaosves, E. H. I[etizep

Ha ocHOBe uCCTefOBAaEMA TOHKHMX INEHOK NUOKCHIA IUPHOHUS METONAMH PEHTIeHOB—
CKOMl AudpaKIME K 3IeKTPOEHOIl MUKPOCKOIMZ OPOAHANU3MPOBAHK MX CBOiicTBA B 3a-
BHCUMOCTH 0T yCJIOBUH IIPUTOTOBICHNS, HANIAIUA CTA0uIn3npyomux 1o6asok Y 0, i Bpeme-
mu xpamerus. ITogpobHO u3ydYeHO pacUpefelieHre IO TOXLIWEe (Ha30BOL0 COCTABA ILIEHOK.
YcTaBOBIEHO, ITO CTENeHb TEKCTYPHPOBAHHOCTE M €€ pacUpefesieHme II0 IIyOuHe CyIecT—-
BEHHO 3aBUCAT OT HanwdusA crabummsaropa. PesyabTaTil 00BACHAIOTCS BIUAHHUEM ATOMOB.
urrpus. Ux DPUCYTCTBHE BBI3LIBAET MeXaHWdIeCKWe HAODPAMKEHUs, IPUBONAINE XK INIACTH-

qeCKOM ne@opmaumn IJIeHOK M HaHpaBHEHHOﬁ OPpUEeHTaNUN 3epPeH Ha CTAAMM UX KPHCTALIU-
3anuun.

Pemenune psAga OpEKIANHHX ¥ QYHIAMEHTAIBHHX (QusmuecKux mpobaem
CBEPXIUPOBONHEKOBOM MHKPOIIEKTPOHMKE HEBO3MOMKHO 0e3 HMCHOOIb30BAHUA
TONYIPOBOOHEUKOBHX mopixoskeK. (CosgaHme HOBHX KPHOIIEKTPOHHEIX YCT-
pOMCTB, COYETAIOMEX KPEMHHEBHE H CBePXIPOBOSHEKOBEHE AKTHBHEE 3JIe-
MeHTH, TpeGyeT HAPAZY €O CHEJKEHZEM TeMIEPAaTypH CHETE3a IJIEHOK BHCO-
roremueparypHEX cepxuposoarzrkoB (BTCII) mcmonbsosanms TOHKEX 0aps-
epHHX CI0€B, OPENsTCTBYIOMUX PACTPECKIBAHEIO IIEHOK X B3AWMHOH mamd-
¢ysum Ha TpAaHANE NOMIOKKA—IICHKA.

Bospocmuii B mociegEee BpeMs HHTepeC K TOHKEM INIEHKAM NHOKCHI&
nmprorus (Zr0,) o6ycloBIeH HMEHHO BOSMOKHOCTBIO WX OPEMEHEHHA B Ka-
gecTBe Gapbepa MeRIy KpeMumeBo# momnoskoi 1 nierkoit BTCII. Ha crpyx-
rypax ZrO,/Si monydYeHH NONEKPHCTAJIMYeCKHEe INIEHKH PEIKO3eMeIBHBIX
MeTALI0OKCHIHHX CBePXIPOBONEAKOB BEIcOKoro Kavecrna ¢ T, (R=0) > 80 K.
Bapsepusie ciom ZrO, yememuo GopMEPYHOTCA 30ab-Tenb MeromoMm [!], mar-
HeTpoHHHIM [%], momHO-ry3esnM [3], KaTonHEIM pacmsiTermeM [*], smexTpomHO-
nygeBmM menapenneM [°]. IIpu sToM TemmepaTypa cEHTE32a, KaK IPABIIIO, BEIIE:
700 °C. B [¢] momyuens smurakcumaxbabe mIeHKE YBa,Cu;O ma smmraxcm-
ampEBX crpyKrypax Zr0,/Si (100) ¢ T', (R=0) =84 K.

IIpu 5ToM GONBIIMHCTBO ABTOPOB M3YJAOT CBOKCTBA CBEPXNPOBORAMMUX
IJIeHOK, & TaK/Ke XapaKTep B3aWMOAeMCTBUA ImochemHmX ¢ GyQepHHIM CiroeM.
Ilenplo maHHOM pPaGOTH SBIAETCA HCCIETOBAHWE METONAMH DPEHTTEHOBCKOX
IuppaKOUE M DIEKTPOHHON MEKPOCKOIME CBOMCTB TOHKHX IJEHOK IHOKCHAAR
OFPKOHUA B 32BUCEMOCTA OT HAIWYEA CTA0MIN3EPYIOMEX N00AaBOK, YCIOBHE
HOJIy4eHUS U BPEMEHU XPaHEeHUA.

1.9 KcmepEMEeHT

Nnerxn ZrO, moxygalm MeTOXOM TEPMEIECKOTO OKECIEHHA CIHPTOBOTO
pactBopa Terpaxiopuaa mupkonma ZrCly. Ilpm sroM memoxssoBalm CBOMCTBO
aJTKOTONATA IUPKOHEA 06DPa30BHBATH IPW HAHECEHHH €r0 PACcTBOPOB HA IOX-
N0EKY (OCIe yIATEHEA DACTBODHTENs) NPOUHBE CIIOMEHe miaeHKE [7].
B xauecTBe MONJIOMKEK HCIONB30BANE IJIACTHHH KpeMmumsa opmenranum (100)
u (111).

Hanecenue cmuproBoro pacrsopa ZrCl, mpoBommim MmeromoM NeHTPEPY-
ruposanus. Temmeparypa oGpaGorkm sapbmposamack or 500 mo 1000 °C,
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BpeMs BHEDMHKE IpPH MakcmMaibHO# Temmeparype 10—15 mmu. Bsepmemme
KATHOHA-CTA0HIM3aTopa KyGHMUeCKOH MONEPWKAIMH OCYImIeCTBJAAIOCH B BHIE
KOHIIEHTPHPOBIHHOTO COUPTOBOrO PACTBOPA COJeH WTTPHA.

OrMmermM, 9r0 PaspaboTaHHHYA METON HPHTOTOBICHHA ILUICHOK NHOKCHIA
OUPKOHUA OTJIAYAETCS IPOCTOTOH, BOCHPOH3BOMUMOCTHIO, He Tpebyer moporo-
crosimero obopymosanms. IlolydanTca CHIoOmHHE MIEHKE KyOmYecKO#X Mo-
IRPIKATME, YCTORYUBEHE K [AIHTEIBEOMY XPAaHEHWI0 B DA3lWIHEIX Cpemax.

Ilpm npoBeeHmE KadeCTBEHHOIO $as3oBOro aHANm3a € METb HASHTH(H-
rammn $as cheMKy AuPPaKTOrpaMM IPOBONWIM HA PEHTTEHOBCKOM Aammapare
IPOH-3.0 B wMoHOoxpoMarmsumpoBaHHOM CuK -W3ITydYeHmE, II0O3BOJIAIOMEM
TOTYYATh HOCTATOYHO HOJHYI HHPOPMANHIO O HAJIMIAE MAIOr0 KOJIAIECTBA
das. O6pasmsl AIA CHEMKE IEPPAKTOrPAMM YCTAHABIMBAIL B OTHOM I TOM JHe
OJOKEeHNE OTHOCHTENHHO 0a30BOr0 cpe3a IJIACTHH KPEeMHHA, 9TO0 obecmedn-
BAJNO CHEMKY OPH OTUHAKOBOM Y6 MEHAY KPHUCTAILIOTPAPUICCKEME ILIO-
CKOCTAME TONJIOMKKH, HANA0MEM X OTPAKEHHHM DEHITeHOBCKEM NIYYKAMH.

Cremer b TexcrypupoBaguoctd N mineHoxr ZrO, ompegensin @3 OTHOMIEHIA
DHTerpaJbHHX HHETeHCEBHOCTeH JBHEN J,1;/J 500 1860 J;;,/J 50, (B 3aBECEMOCTE
OT WX HAINYWsA Ha OrPparToOrpamMMme) OIS HCCAENYEMEHX 0oGPA3IOB H 3TANOH-
HOTO — OTOMUKEHHOTO MOPOINKA AWOKCHAa NupHKoHWA. CTemeHb TEKCTYpH-
POBAHHOCTH MAaTEPHATA B TAKOM CIydae BEIPA/KAETCS B OTHOCHTEIBHHX €W~
gEnax. lIpm orcyrcrsum texcrypst N=1. IIpm N > 1 B umccaenyemsx o6pas-
gax npeobragaer rexcrypa (111). Yem Goxpme N, TeM BHIIE CTENEHHL TEKCTY-
PHEPOBAHHOCTE IIEHOK. B aToM ciayzae AudpakTOrpaMMsl CHEMAIE B MOHO-
xpomarusupoBagaoM CoK -M3IyUeHWH, 9TO LDO3BOIHJIO B GOJbmIeH CTemeHH
PasHeNuTs JIMHEWH BHABIAeMHX (a3, MOBEHCATH TOYHOCTH ONPENENeHHA HX
MHTEIrPANBHBIX WHTEHCHBHOCTEH.

Ompenensimmes Tarse (asoBHE COCTAB W DACIpPENeNeHHEe TEKCTYDPHL IO
TONMEHE TIeHOK. [ 9TOT0 MCIOTB30BATICH METON «CKOIb3AMEro myakay [8],
OCHOBAHHHI HA DPETECTPANWE OTPAKEHHOI'O PEHITEHOBCKOI'0 H3NYYeH HA IpPH
YIIOBOM CKAHHPOBAHWE JETEKTODA ¥ (UKCHPOBAHHEIX 3HAUCHHAX yria Na-
merua ay4da o. [Ipw maMeHenumm o B gmamasoHe or 3 mo 20° m3MeHAeTCA TOI-
muHa WEGOPMATHBHOTLO cJod, T. e. cI0A, orpaskaiomero 90 % mamaromero
PEHTTeHOBCKOTO M3IYICHHA.

B paGore mceregosanmes miaerkn ZrQ, 6e3 @ co CTAGHIE3EDYOMAMA T0-
6asramn Y,0, rommmuoir or 50 mo 200 mMm.

VccnenoBanme MOBEPXHOCTE HIEHOK NPOBONEIN HA CKAHAPYIOIEM 3JIEK-
TPOHHOM MEKpockone mpm yseamaeEmz or 10 mo 100 Tsic.

2.PesyapTaTH A EX OGCYyHIEeHEHme

Yceragosmeno, aro ¢asosmii cocraB miIeHOK ZrO, W3MeHAETCA W CymIecT-
BEHHO 3aBHCHT OT TONMZHE # Hax@das Mopmpuraropa.

Tax, gaa noerxn 6es Mogudmraropa Toxmueo# 50 BM (pze. 1, @) B moBepx-
HOCTHHX CI0AX (mpm o=3--5°) moMEMO KyOmdIeckoil MONAPEKANAM IPHECYT-
CTBYET JEOKCH MOHOKIMHHON CTPyKTYpH. Ero cogepxanme B moBepXHOCTHEX
CIOAX BHAYANe, OPH Iepexofe oT a=3° K a=>5°, Bo3pacraer, 4T0 mPOABIA-
ercd B YBONHYCHUW HHTEIPANbHOM MHTEHCHBHOCTE ImHEE ZrQ), MOHOKIHH-
Horo (211 m 211) ormocmrensro Zr0O, xybmueckoro (111). B Gomee rayGormx
CI0AX, BRIIOYAA CJIOHW, Ipmieraomue K momromke (a=15-20°), sadmrcn-
POBAaH JIHMP AEOKCH] LUPKOHHA KyOmaeckoi#r crpykrypsl. Ilpm yruae a=a,
(23 — yron mudparmmm) ¢mrcmpyerca (asoBE cocTaB LIEHKH Mo BCei ee
TOJNIMWEE, BKIIYAA CJIOW, OpHieraomume K mogiomke. Orcyrersme mmdpax-
OHOHHHX MAaKCEMYMOB MOHOKJINHHOA CTPYKTYDH CBHJETOILCTBYET O MAIOM
KoJmdecTBe 3T0X (ass B o0meM o0BeMe IIeHKH.

Hua nnesrm ZrO, rakoit sxe tommmesl (50 HM) BBeIeHEmEe OKWCH HTTPHA
B KRagecrse Mopgmdmraropa (pme. 1, 6) cmoco6eTBYeT GOPMEPOBAHMIO THOKCHA
TEPKOHEEA KyOHUeCKOX CTPYKTYpPEL IO BCel riIyOmHe HIEHKH.

Haunnas ¢ rommumas Gomee 100 HM mesaBmCEMO oT HaImImaA MomupIKATOPA
B IIOBEPXHOCTHHIX CI0AX QOPMIPYIOTCA ABE CTPYKTYDPHEE OPME JHOKCANA —
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KyOmuecras m MoHOKINHHAA. IIpu aToM B closix, mpmieraomumx K MONIOKKeE,
dopMEpYeTCA OWOKCHA LIUPKOHMA TOIBKO Ky6HMYecKoil MommOMKAIEE, dITo,
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Prc. 1. Oudpaxrtorpammer (Cuk,) muesoxr ZrO, rommueod 50 HM, CHATHE IOPHM Pa3HHX
yriax TmafieHusA PeHTTeHOBCKOTO M3IYYeHHS.

«, Tpal: 1 — 8,2 — 5,3 —10, 4 — 15, 5§ — 20. K — nunuun KyOugeckolt, M — JIUHUM MOHOKJIMHHON
momudpmKauum., a — obpasey 4—3, Ges Mom@nxa’g}pa; 6 — obpasen 9—13, mopmudurarop 0.15 M
2V

MO-BEAEMOMY, OOBACHAETCS CYLIECTBEHHHIM CTPYKTYDPHHM BO3IeACTBHEM IION-
JOARKE HA (OPMEPOBAHEE KpHCTAILNAIECKON pemerkm B miaerke ZrO,.
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Puc. 2. l3MeRerne cTemeHAn TeKCTypupoBagHOocT: N mieEok ZrO, mo TOJMuEE (B 3aBHCH-
MOCTH OT yIja HafeHHUA a).

BaxEOl XapaKTePHCTEKOH IOJMKDH CTANIAYECKEX OyPepHHX CI0eB HH-
OKCHJA IEPKOHMA, CHHTE3EPYEMEIX NIA HOCIeMYIONMEro OCUKACHAS HA HAX
nnemox BTCII, apaderca mx cmocoGHOCT b 00Pa30BEHBATE B IPOIECCe KPHCTA-
IW33NAE HA MOBEPXHOCTE MOHOKDHCT aJIMIECKHX IOMIOMEK IJICHKH ¢ Ompe-
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JeNeHHOH KpmCTalorpaduuecKoll OpPHeHTAImeRd sepeH, T. €. CIOO0COOHOCTE
K (QOpMHEPOBAHIIO TEKCTYDHL.

Ha pwmc. 2 mpusepgensl pacmpeleleHHs CTEIEeHH TeKCTyPHpoBamHOCTH N
OIEHOK 0 raybuHe (B 3aBECEMOCTH OT yria mameHus o). Hpmsasg I — obpa-
sem 9—13. Ina o6pasya 4—3 ompemelneHme CTemeHH TeKCTYPHPOBAHHOCTH
nposogaau mo cooTHomenmio amami (111) m (200) (kxpmsas 2) m (111) m (220)
(kpmBasa 3). Bubop srumx map nuHWd AiIA pacuera CTENEHH TEKCTYPHPOBAH-
HocTH 00ycioBIeH TeM, 4To B oOpasumax ¢ mrrpueM (9—13) mmdparmmonusiit
maxcmmyM nuanm (200) npakrtudeckn He BEIABJIANCA. C Ipyroi CTOpPOHH, B 06-
pasmax 6e3s MOLEPEKATOPA OKA3aJI0CH BO3MOMKHEIM ONEHATH H3MEHEHHE CTe-
TIeHE TEeKCTYPAPOBAHHOCTE IO o0emM mapaM JIHHHA, 9TO MO3BOJHIO COMOCTA-
BOTH PE3YJIBTATH OUPENeJeHns KPHCTAJ-
IorpagudUecKux W3MEHEHHH N0 TayGmme
IIeHOK PAa3JIMYHOro cocTaBa. HKawr BUIHO
u3 pmc. 2, oba aHammsa [QgAKT OIW3KHE
pPes3yIbTaTE. OTO UOATBEPIKEAET HOCTO-
BEPHOCTH PEe3yIbTaroB NjisA obpasma 9—
13, DoCKoOXBRY Gollee CTPOTEM SABIAETCS
oUmpefileleHEe CTENEHH TEKCTYPHPOBAH-
woctH mo JunmEaM (111) m (200).

Ws pumc. 2 BumHo, 9T0 OJIA TJIEHOK
MHOKCHAA UWPKOHNS, CHHTE3WPOBAHHEIX
6e3 Mommpumraropa, U0 BCeH raybmHEe
XapaKTePHA HEAPKO BHPHKEHHAS aK-
cmanpHas texcrypa (111). Ee semmuumma
KaK [QJIA I[OBeDXHOCTHHX CJI0€B, TAaK I
AnA TAYOWHHEHX, OPAIEralomuXx K IOf-
noxKe, cocrasasger 2.2—4.0 oTH. en.
Hasa naesox ZrO,, CHHETE3WPOBaHHHX
¢ MmopmmpmraropoM, HaGIoOgaeTca pes-
KOe pasnmyme B CTEIIEHH TEKCTYPHPOBAH-
HOCTH Io raybmue caoeB: 1.5—2.0 orH. ef.
Pmc. 3. MI’IKP‘Z@STOI‘P"(‘?’% HA"JBE%’;‘%"' B IOBEPXHOCTHHIX cuoax (5—10 mm),
CTH IIEHKH £IVg € U 23 6—10 oTH. em. HA IIOJOBHWHE TOJI[IHEL

naeEra (20—30 mm) mw 11—12 orH. en.
OJs CI0eB, IMPHIEralomuX K NONN0MKKe. PesKoe yBeIWYeHHe CTEIeHI
TEKCTYPHPOBAHHOCTY B MOJUPHUIIMPOBAHHBIX IMJIEHKAX OGYCJIOBIEHO BIHA-
HUEM aTOMOB WUTTPHEA B CTPYKTYpe NUOKCHAA, NPHCYTCTBEE KOTOPHIX BBI-
3BIBAET MEeXaHWYECKHEe HANPSMEHMs, OPHBONAIIEe K NIacTHYeCKoMy medop-
MUPOBAHMIO LIEHOK I HAOPABJIEHHOHM OPHEHTANNH 3e€PeH HA CTATIH HX
KPUCTALIA3AAN.

B zaBmcuMocTm OT yCHOBHIE OTHETAa W BASKOCTH HAHOCHMOIO PAaCTBOPA
AJIKOrOJIATA NUPKOHUs HCCIELOBAIN METONOM 3SIEKTPOHHON MHKPOCKOIIMIL
nedexrTHOCTH NoBepxHOCTH TaeHOK, ZrO, rtommuuoi Menee 100 mi. Baskocrs
pacTBOpPA PETryJEPOBANM M3MEHEHUEM IIPOIEHTHOIO COREPAHHA TEeTPaXilo-
puna MEpPKOHEHA B cuoumproBoM pacrsope. Omo mersaxocs or 0.1 M mo 0.75 M.
Hagunaa ¢ 0.3 M nieHkm moiy9annmch HECIIOIIHHMYE, ¢ MHOTOYHCIEHHBIME
mopaMz ¥ paxoszmHaMu pasMepoM ~10 mrMm (pume. 3). OnramanbEadg KOHIeH-
rpanma 0.1—0.2 M. [Jna monydennsa CIIOMIHBIX INIEHOK ¢ KyGH4ecKo#r Momm-
¢uKanmed B mpemerax 3T0# KOHIEHTPALUE OYCHb BAKEH TEPMUYECKHH peREM
o6paborku. B [?] GBl0 ycraHOBIEHO, 9TO MUHAMAIBHAS TEMIEPATYPa CHETE3A
ry6uaeckoit mogupumranum ZrO, t==500 °C. Ilosromy u G BH6paH AEATA30H
remuneparyp 500—1000 °C. McenemoBanocs OKUCIeHEe HA BO3AYXe H B KECIO-
ponHo# armocgepe. Pesynbrarsl mpuBegeHsl Ha PHUC. 4, HA KOTOPOM HOKA3AHEI
Mukpodororpadmu mosepxrocTell miaenok ZrO, ¢ ETTPHEBHM CTaGHIE3ATOPOM
OpE PAasHEX TeMIeparypax u armocdepax oxmeaenmsa. Bummmo, ato B aTMmo-
cpepe rmcmopopma yme mpm 500 °C (pme. 4, @) mposBIsSeTCA 3€PHECTOCTH
nnenku. C pocroM TeMmeparypsl pasMep 3epHA PACTET W HOCTHIAeT 3HAUCHUA
50 M mpu 900 °C. Hagmuas ¢ 700 °C (puc. 4, 6) B NIEHKe MOABIAIOTCH CIYy-
9afiHO PACICeNO;KeHHble DOpH pasmepoM ~50 uM. Ilpm oxucnennm ma Bosmyxe
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mpu temmeparype 500 °C (pme. 4, 2) MIeHKE MOXYYATCA CILTOMHBIME, 6es
BIJEMBIY JIeEKTOB IOBEPXHOCTH. C pocToM TeMmepaTypel IOABIAETC A 3€p-
HIICTOCTD, OMHAKO HE B TAKOM CTENEHH, KAK B CIyJae OKICIEHHUS B aTMocdepe
KHCIOPOHA.

Habmonaemsie 3dderTsl pacTpeCKEBAHUMA MBI CBS3HBAEM C BO3HUKHOBE-
HEeM GOJBIEX BEYTPEHHNX HANODMKEHEN B ILIEHKE JUOKCHNA NUPKOHUA UDPH

Puc. 4. Muxpodororpaduu mosepxmocreil mrerok Zr0, ¢ 0.45 M Y,0,, 0TOMI/KeHENX mpm
Pa3EHIX TeMmepaTypax u B pasHHX cpemax: 500 °C, 0, (a); 700 °C, 02 (6) 900 °C, O, (8);
500 °C, Bo3ayx (2).

ouers Gompmoit (0.3—0.75 M) BaAsKocTE pacrBopa ATKOTOIATA MUPKOHHA.
Boxee passmras mosepxmocTh mieHK:m Zr(Q, B CIydae OKHCICHHWS €e B aTMO-
cdepe wucaopoma oOYCIOBIEHA HAJIMIWEM OONBIIEr0 KOJIHISCTBA BAKAHCHI
Ha TOBEPXHOCTE B mpomecce cmETesa [°].

B mpomecce ecTecTBEHHOTO CTAPEHUA MPOECXOAT CTPYKTYPHEIE IPEBpame-
HuA $as TEOKCHIA [IUPKOHU A, COCTABIAOMAX TOBEPXHOCTHEIE CIIO. JTO ABICHAS
CONPOBOMKIAETCA MEPEeKPUCTANINIANEEH MOHOKIWHHOTO NUOKCHIA THPKOEHA
B Ky0mueckuit. B nieEKax, CHETeSIPOBAHHEIX C ETTPUEM, yiKe depes 45 CYTOK
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MOHOKIHHHEAA CTPYKTypa BHABJIAETCA B BHMLE CJIeI0B TOJNBKO AJA TOJIIHH,
Gonpmmx 100 EM (Ha penTreHOrpaMMax HOBEPXHOCTHBIX CJIOEB IPHCYTCTBO-
Bajm Jmmb ciafele amEEE 3Tof (assl). B mieHkax mmokcmma NEPKOHHA Ges
MoIEGEEATOPA HE3ABECHMO OT TONIEHE MOHOKIHEHAA (asa 4eTKO COXPaH:-
zacs nake mocie 60 cyTok crapewus, a mocxe 120 cyTok 6BlIa BHOHA B BHe

CJIeIIOB.
Taxum 06p330M, OOJOHUTENbHOE BIMAHNAE ATTPHA B KadeCTBe crabmiisa-

Topa KyOmueckodl $assl NUHOKCHIA IHPKOHMSA TONTBEDKIAETCA €ro BO3Heii-
cTBEEM Ha 06DPasyoImuiicsa B IPOIECCe CHHTE3a B IOBEPXHOCTHEIX CIOAX MOHO-
RIZHHHH TEOKCHI, B Pe3yibTaTe KOTOPOTrO IPH €CTECTBEHHOM CTAPEHHHN IPAK-
THYECKE IO BCeMy 00BeMy INEHKE X BO BCEM [HANA30He MCCIENOBAHHBIX TOJ-
muE GopMEPYeTCs OXHOPOAHAA $asa KyOmdecKo# CTPYKTYDEHI, UTO OCOOEHHO
pasxEo mpu ocampmenmu niesox BTCII.
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