®usuka TBepgoro Tena, 2000, Tom 42, Bbin. 5

AHunsoTtponua n macwtabHbliin achheKT B MUKPOTBEPAOCTUN KPUCTANNIOB
cBepxnpoBoawmx ¢pas Ha OCHOBE BUCMYTa

© B.H. Ocwurios, B.H. lypuH, J1.U. Jepkavyenko, N.H. 3umkuH

DusrKo-TexHn4eckuin HCTUTYT um. A.®. Nodde Poccuitckoin akagemmmn Hayk,

194021 CaHkr-leTtepbypr, Poccus

(Moctynuna B Pepaxuuio 12 mona 1999 r.
B okonuatensHoii pegakuum 18 oktabpsa 1999 r.)

ITpoBeneHB MCCIIEIOBaHAsT MUKpOTBeproctd Ha 1wiockoctd (001) orpaneHHBIX KprcramuioB ¢as BirSr,CuOg
(2201) u Bi;Sr,CaCu,Og (2212) ¢ ucnosb3oBaHueM HHAeHTOpa Kryma. BbisiBIeHB 0COGEHHOCTH BIIMSIHHSI Ha
MHKPOTBEPIOCTb OPHEHTAIIMH WHACHTOPA OTHOCHTEIbHO TIpaHeil KpUCTajula, HAJMYMs CBHHL@ B CTPYKType M
BEJIMYMHBI HArPY3KX Ha MHACHTOP (MacmrabHblil addert). OOHApYKEHO, YTO HANOOJBIIYIO 3aBUCHMOCTD BEJIIIHHBL
MHUKPOTBEPIOCTH OT NEPEUMCIICHHBIX BHIIIE (PAaKTOPOB HCIBITHIBAIOT KPUCTAILTIH (pasel 2212.

HccnenoBanuio (pU3NKO-MEXaHUYECKUX CBONCTB KPUCTAJI-
JIOB BBICOKOTeMIIepaTypHbix cBepxmpoBonuukos (BTCIT)
Ha OCHOBE BHCMYTa IIOCBSIIEHO HAMHOI'O MEHbIIE pa-
00T, YeM WCCJICIOBaHMIO HX CBOWCTB, CBfI3aHHBIX CO
CBEpPXIPOBOANMOCTBIO. [IpoUHOCTHBIE XapaKTepUCTHKH MO-
IyT OBITb MOJIE3HBI IPU U3Y4YeHUH (PU3UKO-MEXaHUUECKUX
CBOICTB CJIOXHBIX HU3[EIMH — IPOBOJHUKOB M3 KOMIIO-
sumun BiySryCay CuzO19/Ag (2223/Ag) umu yeTpoiicTB Ha
ocHoBe kpuctasuioB BTCII. C gpyroit cTopoHBI, BeIMYMHA
ITUX XapaKTepUCTHK MOXKET KOPPEeJUPOBaTb C COCTOSHUEM
cTpykTypsl [1].

PacnpocTpaHeHHBIM METOIOM HCCJIEOBaHUA (DU3UKO-
MEXaHUYECKHUX CBOMCTB fIBJISIETCSI METOJ MHKPOTBEPIOCTH.
OH ocoOeHHO akTyaJieH B ciiydyae OOBEKTOB HEOOJBIIMX
pasmepoB (kakumu siBisiioTcsi Kpuctauiel BTCIT), korma
APYTUM CIIOCOOOM MOJTYy4YHUTb IPOYHOCTHBIE XapaKTEPUCTH-
Ku 3aTtpynHuTesibHo. MukpotBepnocts BTCII wmatepua-
JIOB B OCHOBHOM HCCJICIOBAJIM Ha HUTTPUEBBIX U BHCMY-
TOBBIX CBEPXIIPOBOJHHUKAX C MCIIOJIb30BAHUEM IHPAMUIbI
Buxkepca [2-6].

ITpu u3MepeHU: MUKPOTBEPIOCTH B 00JIACTH MaJIbIX Ha-
Ipy30K HaOmonaeTcs MaciiaOHbI 3¢(¢peKT — 3aBUCUMOCTb
BEJINYMHBI MUKPOTBEPIAOCTU OT Harpy3ku. OmHOU U3 MPUYHH
MacmTabHoro a¢dexra ABJsgeTcA YIpyras pelakcanys Ma-
Teprasia (yrmpyroe BOCCTAHOBJICHHE OTIICYATKa), HOCKOJIbKY
IJISL TIOfICYeTa TBEPIOCTU OOBIYHO HUCIOJIB3YIOT BEIUYUHY
OMaroHaJi OTIeYaTKa WHACHTOpa IOCJe CHATHA Harpys3KH.
C npyroit CTOPOHBI, Ha BEJIMYUHY MUKPOTBEPHOCTH IIpU
MaJIbIX Harpyskax MOXET BJIMATh YIPOYHEHHE MaTepHasa B
pesyJbTaTe MIACTHIECKOH nedopMaluy Mof HHICHTOPOM.

B Hacrosmeii pabore MuxporseprocTb Hk, mosspHas
aHM30TponuUst MHUKpoTBepmoctd Pk (ammsorpormst I po-
ma) u MacmTabHbIA 3(GQEKT KMCCIeToBaHH Ha IUIOCKOCTH
(001) orpaneHHbIX (MIMOMOP(HBIX) KPUCTAIUIOB CBEPXIIPO-
BomAmMX (a3 Ha ocHoBe BHcMyTa BirSroCuOg (2201) n
Bi,Sr,CaCu,0g (2212) (cucrema BSCCO) ¢ wucmosnb3oBa-
HueM nmupaMuabl KHyma, Tak Kak B 9TOM cilydae MUKPOTBEp-
JOCTb HauboJiee YyBCTBUTEJIbHA K aHU30TPOIMU (DU3HKO-
MEXaHHYEeCKUX CBOWCTB CTPYKTYpHI KpucTaiia [7,8]. Pauee
OblJTa HMCCJIeIOBaHA aHU30TPOIHMS MHUKPOTBEPHAOCTH Ha KpU-
crayutax BipSr;CayCuzOqg [9].
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1. MeToauka akcnepumeHTa

Jis noyuenus kpuctauios ¢a3 BTCII cucrembl BSCCO
OBUT MCHOJIb30BaH METOJl CHHTE3a M3 PacTBOpa B paclljiaBe
KClI ¢ ucnomp3oBaHneM MPEABAPUTEIIEHO CHOPMUPOBAHHBIX
COeMHCHHH (IPEKYPCOPOB) U PEKUMA H30TCPMHUIECKOMN BbI-
nepxku [10]. Tpu mosyvennn kpucrawios 2201 B kadecTse
BTOPOTo MpeKypcopa ObuT ucnosp3oBad CuO.

@a30BbIil COCTaB MPOTYKTOB CHHTE3a M ITapaMeTphl KpH-
CTAJUTMICCKIX PEIICTOK CBEPXIPOBONAINX (ha3 omperiesie-
HBI 110 pe3yJIbTaTaM aHaJIM3a PEHTTeHOTpaMM, ITOTyYCHHBIX
C ToOMOIIbI0 peHTreHoBckoro mudpaxtomerpa HIPOH-2.0
(FeK, = 1.937 A) crannaprasiv metomom [11].

HccnenoBanne MHUKpPOTBEPAOCTH OTOOpPAHHBIX C IMOMO-
IIBI0 ONTHYECKOTO MUKPOCKOIA KPHCTAJIOB IIPOBOIHIIA Ha
npubope IIMT-3, uamepsisi IJIMHHYIO JUaroHaJIb OTIIEYaTKa
nupamusl Kayna [12], uMeromtero Bug pom0a, BBITSIHYTOTO
BIOJIb OOHOI M3 quaroHaseil. MakcuMasibHas Harpyska Ha
unnenTop cocraBisuia = 0.03N(3g), uro obyciioBieHo
HH3KOI MUKpPOTBEPHOCTBIO M MaJIbIMH pa3sMepaMU KPUCTall-
JIOB cBepxnpoBoxsmux (a3, munumansHas — 0.01N(1g).
Bpewmst moyiBeieHIsT MHACHTOpA K TMTOBEPXHOCTH COCTABIISLIIO
15s, Bpems BeIep:kku mox Harpyskoit — 10s. Otmedatku
MPOU3BOAMIN TaKUM 00pa3soM, YTOOBI AJIMHHAS JUAroHAJIb
pacrosnaranacek Ha mwiockoctd (001) kprcrayuia mox yriiom
0, 45 1 90° no orHomenmo K rpansM {100} kpucramion
¢a3 2201 u 2212.

2. Pesynbratbl n o6cyxaeHue

W3 pmanHBIX, IpUBENEHHBIX B TaOil. 1, ciemyet, 4To mpu
3aMEHe YacTH BHCMYyTa CBHHIIOM IIPOHMCXOOHUT COJIMIKCHHUE
BEJIMYMH IapaMeTPOB & M D KPHCTa/UTMIECKON PEIICTKU
cBepxnpoBogHukoB (a3 2201 u 2212. DT0 cBA3aHO, IO-
BUJMMOMY, C NOHIKEHUEM YPOBHS MCKaKCHHOCTH KpHCTaJl-
smuaeckoir pemetku (a3 BTCIL. Takoe mnpenmosoxeHue
MOATBEPKIACTCS U UCCIIeOBaHUAMU CTPYKTYpH (a3 BTCII
Ha OCHOBE BHCMYTa, IPOBEICHHBIMHA C IIOMOLIBIO MHKPO-
cKoIa BbIcokoro paspeiuenust [13,14]. Bouto oGHapyxeHo,
YTO IPY YaCTUYHOH 3aMeHe BUCMYTa CBHHILIOM IIPOMCXOIUT
HajieHue HHTEHCUBHOCTU HaOII0faeMoil B KpUCTaJIIMIECKOMH
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Ta6nuua 1. ITapaMeTpsl KPHCTAJUTMYECKON PEIIETKU CBEPXIIPOBO-
X ¢as cucremsl BSCCO B 3aBUCHMOCTH OT COCTaBa M HaJIMIHS
CBUHIIA B CTPYKTYype

Daza Haymaue Pb a(A) b(A) c(A)
2201 — 5.396 5434 24.64
+ 5.372 5.383 24.52
2212 — 5.390 5403 30.84
+ 5.377 5.384 30.75

pemetke aToro cemeiictea BTCII momymnsammu MexxaTOMHBIX
paccToSHMI BIUIOTH IO IOJIHOTO €€ OTCYTCTBHSL

PesysbTaTel m3MepeHHl MUKPOTBEPIOCTH HPHBCACHH B
Tabn. 2. CormacHo 3TuM pesyibratam, B cucreme BSCCO
Ha BeJMYMHY Hyk KpuCTaUioB BiMSIOT (Da30BBEII COCTaB U
YJacTHYHast 3aMeHa BUCMYyTa CBUHIIOM. [1pn Harpyske, paBHOI
0.03N, BenMYMHA MUKPOTBEPAOCTH I KPUCTAJLIOB (ha3bl
2212 61u3Ka K 3HAYCHHSIM, TTOJTy9eHHBIM B pabotax [2,7] mpu
OospIIMX Harpyskax Ha uHAeHTOp. Hamnbospiiee nsmeHnenue
Hk mpu mobaBiiecHWHM CBHHIIA HPOMCXOOHT B KPHCTAJIIAaX
¢aspl 2212, 4T0, MO-BUAUMOMY, CBSI3aHO C CYILECTBEHHBIM
BJIMSIHUEM 3aMeIICHUS Ha YBEIMYCHUE SHEPTUH aKTHBALUH
IBW)KEHUS TUCJIOKALM, HECMOTPSl Ha CHIDKCHUE HCKAKCH-
HOCTH CTPYKTYpeL. B pabore [15] HaGmomami KpacBble U
BUHTOBHIC IUICJIOKAINHA, @ TAKKe OOBCHMHCHHS TaKHWX HHC-
JIOKarmit B cTpykType ¢asel 2212 cucremsr BSCCO. B
Ka4yecTBe IUIOCKOCTEH CKoJbkeHusi B [15] paccmartpuBain
KaK IBOMHEBIC IUTOCKOCTH aTOMOB BHCMYTa, TaK U IIOCKOCTH
Mmexay Ca- u CuO-ciioaMu.

IlpencraBienHsle B Tabj. 2 [aHHBIE YKa3blBalOT Ha
CYILIECTBOBaHUE IOJIIPHOM aHM30TPOIMUA MHKPOTBEPIO-
CTH KPUCTAJJIOB, OCOOEHHO 3HAUUTEJIbHOM [l KPHUCTAJI-
JioB (pa3pr 2212. BeeneHue cBUHIA B CTPYKTYypy (asbl 2212

IOPUBOIUT K M3MEHEHUIO OPHCHTAllMM WHICHTOPA, MPU KO-
TOPOi 3HAYCHHUST MUKPOTBEPHOCTH Hx MHMHHMaIBHEL, B TO
BpeMsl Kak HampabicHue HZ™ npy BBEICHMM CBHHIA B
CTpYKTYpy (a3er 2201 ocTaeTcs HeM3MEHHBIM. DTO CBSA3aHO,
HO-BUIUMOMY, C H3MEHEHUEM HAalpaBJICHUs! CKOJIBLKEHUS
U CXeMBl B3aMMONCUCTBUS TUCJIOKAIMi MHpu HedopMarivu
CTPYKTypHl 2212. YacTuuHas 3aMeHa BUCMyTa Ha CBUHEI]
MEHSIeT He TOJbKO BeJMuuHy Hyk, HO U kKo3(durmeHt mo-
nspHOl anmzotporn Pq = HI™/HPM [16]. [l daswr
2212 6e3 Pb Pk = 1.5, ¢ Pb Px = 1.4; nnia ¢assr 2201 Ges
Pb Pk = 1.1, ¢ Pb Px = 1.0. Usmenenue Px cBs3aHO c
OoJiee MHTEHCUBHBIM BO3pacTaHUEM BEJIMYMHBI MUKPOTBEP-
JOCTH JUISl HAIIPaBJICHAN ¢ MUHIMAJIbHBIMY 3HaUeHHAMHA H,
9TO MPUBOMUT, TAaKUM 0Opa3soM, K YMCHBIICHHIO CTCIICHU
AHU3OTPOIUH.

B o0sactr MasibIx Harpy3oK MUPOTBEPAOCTb KPUCTAJLIIOB
BSCCO pacrer npu yMeHbIICHIN HPIIOKEHHON Harpys3ku
Ha HHJEHTOpP, YTO CBA3BIBAIOT C BJIMSHHEM MAacIITaOHOIO
sadexra [8,17]. MacmraGupiii 3pPeKT MOKHO YCIOBHO
pas3neuTb Ha BJIMSHUE YIIPYrOro BOCCTAHOBJIGHHS IPUIIO-
BEPXHOCTHBIX 00J1acTeil (yMEHBIICHHE Pa3MEepOB OTIEYaTKA
HOCJIe CHSTUS HArPY3KU ) U BIIMSIHUC HAaKJIeNa B IVIACTUYCCKU
nehopMUPOBAaHHOM 00bEME IO OTIIEYaTKOM Ha M3MEHEHHe
mukpoTsepaoctu [17-19].

OKCIEePUMEHTAJIBHO OBbLIIO YCTAHOBJICHO, YTO JJISL Pa3sIiyd-
HBIX BEINECTB (MOJIMKPUCTAIJIOB, KEPAMUKH, KPUCTAILIOB),
Harpyska Ha HHieHTOp P ypaBHOBeImMBaeTCs COMPOTHBIICHU-
€M MaTepuajia, KOTOPOoe MOXHO MPEICTaBUTh B CJICAYIOIEM
suze [17,20,21]:

P =Rih+ RN (1)

(h — ry6una ornedartka; Ry, R, — koad¢uuments npo-
MOPIIHOHATIGHOCTH ).

Ta6bnuua 2. Muxpotseprocts Hk (GPa) kpucrayuios ¢a3 2201 u 2212 B 3aBHCHMOCTH OT yIJIa OPUCHTALMH ¢ HHICHTOPa OTHOCUTEITHHO

HanpasieHnst [100]

MuxpoTBeprocts kpuctauioB 6e3 Pb MukpoTBeprocTs Kpuctauio ¢ Pb
Dasza Harpyska (N)
0° 45° 90° 0°(90°) 45°
2201 0.03 0.42 +0.03 0.36 £ 0.02 0.39 £0.03 0.53 +0.03 0.50 £ 0.04
0.02 0.41 + 0.04 0.40 £ 0.03 - 0.59 + 0.05 0.56 £ 0.04
0.01 0.59 + 0.06 0.59 £ 0.05 — 0.73 + 0.06 0.67 £ 0.05
2212 0.03 0.96 + 0.07 0.91 £ 0.08 0.66 £+ 0.04 1.12 £ 0.05 0.86 £ 0.05
0.02 1.28 + 0.07 — 0.77 £ 0.06 1.40 + 0.09 1.16 £+ 0.08
0.01 1.88 + 0.09 — 0.84 + 0.08 2.57 + 0.08 1.62 £+ 0.08

Ta6bnuua 3. Koaddummentsr C; u C, 1U1s1 pasjiMIHOrO yIila OPHEHTALMH ¢ WHACHTOPA OTHOCUTESIbHO HampasiieHus [100]

Dasza 2201 2212
Hamrane Pb — — + + — — + +
v (%) 0 45 0(90) 45 0 90 0(90) 45
C; (N/mm) 0.036 0.040 0.029 0.040 0.087 0.040 0.110 0.089
G, x 10* (N/mm?) 16.8 143 25.3 222 25.8 353 194 19.2
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3aBucumoctb P/d ot d kpuctamioB das 2212 u 2201 (kpuble /—4 U 5—8 COOTBETCTBEHHO) /Ul PA3JIMYHBIX OPUCHTALMI AUATOHAIH
OTIeYaTKa MHACHTOpa OTHOCHTE/bHO HampasiieHus [100]: 1, 6 — c Pb, mapawtessro [100]; 2, 7 — 6e3 Pb, mapayutensHo [100]; 3 — Ge3
Pb, mox yriom 90° x [100]; 4,5 — ¢ Pb, nox yriom 45° k [100]; 8 — 6e3 Pb, mox yrimom 45° x [100].

IIpenmnomnaraeTcs, 4To MEPBHI YWiIEH MPaBOU YacTH ypaB-
HeHmsi (1) xapaktepusyer BKJIan ae(OpMHpyeMON HOBEPX-
HOCTH, a BTOpOH — BKJan Ae(OpMHUPOBAHHOIO OOBeMa
B COIPOTHUBJICHAEC MaTepHala MpPU BHEIPCHAM HWHICHTOPA.
VpaBuenue (1) MOXKHO MPEACTABUTH B BUIC

P=Cid+Cd?, (2)
P/d =C; +Cyd (3)
(Ci,C; — HOBble KOHCTaHTBl, 0 — BeJMYMHA [UIMHHOM

[AMaroHaJIi OTIIEYaTKa).

Ha pucynke mpencrasiensl 3aucumoct P/d ot d mis
KpUCTAJUIOB cBepxmpoBoaamux ¢a3 cucremsl BSCCO c
YaCTUYHOH 3aMEHOI BHCMyTa Ha CBHHEIl M Oe3 CBHUHIIA.
Koadumentsl C; u Cy 11 pa3IMYHbIX KPUCTAILIOB IIpe-
cranensl B Tabn 3. Tlockombky, corsacHo [17,18,21],
yIpyroe BOCCTaHOBJIeHHE cBs3aHO ¢ Cj, a ymnpodHeHue
obpemMa MaTepuasa mnon uaneHTopoM — ¢ Gy, 3TH K03hdu-
IIUEHTHl MO3BOJISIOT OLICHUTh M3MEHEHHE BKJIa[a YIPYroro
BOCCTAHOBJICHHSI ¥ YIPOYHEHHS B MacIITaOHBIN 2 PeKT.

CorylacHo faHHBIM TaOu. 3, koadduumentsl C; u G,
HanOosiee 3HAYMTENIBHO Pa3IMYaloTcs (B 3aBHCHMOCTH OT
HalpaBJIcHUs1 OOJIBLION [OUArOHaJM OTIeYaTKa MHPaMHUIbI
Kuyna) nis daset 2212 6e3 Pb, 4ro ykaspiBaeT Ha CHIIBHYIO
AQHU30TPOIUIO YIPYTOro BOCCTAHOBJICHUSI M ILTACTHYECKUX
CBOWCTB KPUCTaJUIMYECKOH pemeTkr 3Toil ¢asel. C mpyroi
cTopoHbl, Oymm3ocTh 3HaueHnit C; m C, s pasim4HON
opueHTanm B (aze 2201 cBumeTeNnbCTBYeT O MOmOOUU
BEJIMYMHBI MacCIITA0HOTO 3(¢peKTa B CTPYKType 3TOi (a3bl
BTCIL

Kak cienyer m3 pucynka (kpusble 5—8 u Tabn 3), B
crpykrype 2201 m3MeHeHme MacmTaOHOro 3(pQeKra CBs-
3aHO C M3MEHEHMEM CTEIICHH YIPOYHEHHs MaTepHasia TMOf

uHgeHTopoM. Hambosnee cuiipbHOe BiMsHME Ha W3MEHEHHE
MacmTabHOro 3((peKTa OKasbBaeT NONMMPOBAHWUE CBUHIIOM
CTPYKTYpPHI cocTaBa 2212, yBenmuuBas koa¢pduuuent C; B
1.5 wm 2.5 pasza B 3aBUCUMOCTH OT OpUEHTALIUN HHACHTOPA
(kpuBbie /-4 u Taba. 3). Pocr C; mpuBomMT K H3MeHe-
HUIO MacHITaOHOro 3¢@exra U, KpoMe TOro, K CHIDKCHHIO
IUTACTUYHOCTH CTPYKTYpHl (pasbl 2212 mpu nosBjieHUHM B
crypkrype Pb [8]. Bmecre ¢ TeM pasHuma B BeJIMYHHAX
ko3¢ dunuentoB kak Ci, Tak u C, 1y1s pasymyHON OpHUEHTa-
LMY YMEHBIIAETCS, YTO KOCBEHHO MOATBEPIKIACT CHIDKCHHE
AQHU30TPOIIMH B ATOM CTPYKType IpPU YacTUYHOU 3aMeHe Bi
Ha Pb.

Taxum 06pa3oM, BeJTMYNHBI MUKPOTBEPAOCTH Hy 1 mostsp-
HOH aHM30TPOINHI MUKPOTBepaocTU P« KpucTa/lIoB pa3ind-
HBI U1 CTPYKTYpHl coctaBa 2201 u 2212. MaxkcuMmaiibHbIC
BesuunHbl Hk 1 Px oOHapyxeHbI B KpucTasuiax ¢asel 2212.
Ilpu cHmKeHNM Harpy3KH Ha MHACGHTOP HabiomaeTcs pocT
BeJIMUMHBI MUKpoTBeprocTy no Kuymy xpucrasuios BTCIT
cucrembl BSCCO (macirrabusbiii a3¢dexr). Vsmenenne opu-
eHTaluH WHAeHTopa KHyma npuBOAMT K HM3MEHEHHIO Mac-
wTabHoro adexra A1 KPUCTAIUIOB CTPYKTYphl 2212 (aHu-
30Tponust MacmtabHoro 3¢gekra). [laHHBIE, OTpaXKaKOIIHe
BJIMSIHUE OPHEHTAlMK MHACHTOpA Ha BEJIMYUHY MaclITaOHO-
ro a¢¢exTa, KOCBEHHO MOATBEP)KIAIOT HAJIMYUE IMOJIIPHOU
AHU3OTPOIUHU KaK YIIPYrOCTH, TaK U IUITACTUYHOCTH CTPYKTY-
pot kpuctaiuioB BTCII Ha ocHOBe BHCMyTA.

YacTuyHas 3aMeHa BUCMYTa CBUHIIOM B CTPYKTYpe CBEpX-
npoBofAamux (a3 cuctemsl BSCCO npuBOOUT K U3MEHEHHIO
Hk u Px kpucrasios ¢a3z 2212 u 2201.

Habmionaemasi cuibHasi aHU30TPONHUS MUKPOTBEPIOCTH
KpUCTAJUIOB (pa3pl 2212 ymeHbIIaeTCs U BBEICHUU CBUHIIA
B CTPYKTYDY, 4TO OOBSICHETCS CHUKEHUEM HCKa)KEHHOCTU
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pemeTku 3Toi ¢a3pl. smenenune macmrabHoro a¢exra B
KpuctayUiax (assl 2212 mpu 9acTHYHON 3aMEHE BUCMYyTa
CBHHIIOM CBfI3aHO KaK C M3MEHEHHEM BeJIMYMHBI YIPYroro
BOCCTAHOBJICHHSI OTTICYATKa, TaK U C M3MCHCHHEM CTCIICHH
YIIPOYHEHHSI CTPYKTYPBI TTOI MHACHTOPOM.
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