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BBenenne

B mocnegHee BpeMsi MOSBUIUCH CBEJICHUS YCIEIIHOTO MCIOIB30BAHMS IPOCTOTO CIOco0a MonMydeHus
Ka4eCTBCHHBIX IUICHOK, KOTOPBI OCHOBBIBACTCS HA WX (DOPMUPOBAHUM 32 CUCT PEAKIMOHHON Au(y3un
MEX/Jly HAHECEHHBIM CJIOEM MpEeNIIEeCTBEeHHUKA U NoAN0kKoi [1-3]. OgHako ajisi HaJEKHOTO MPUMEHEHUS
3TOTO crocoba TpedyeTcs JeTaTbHOE TEOPETUICCKOS 0O0CHOBAHHE €TO MOJOXKEHUH, B YACTHOCTH, HCCIIEO0-
BaHHC MEXaHW3Ma CHHTE3a IUICHOK, BKIOYAKOIIee MOHMMaHUEe Ha MUKPOYPOBHE MporeccoB (pa3zoobpa3oBa-
HUSA 1 GOPMHUPOBAHMS MHUKPOCTPYKTYPHI Ha TPaHUIE IUICHKA-TIOIOKKA. [I0IX0qAIIMMH METOTaMH HCCIIe-
JIOBaHUS TAKOTO poJia 00HEKTOB SBIISIOTCS dIEKTPOHHO-30HA0BEIH MuKpoaHanu3 (EDMA), aToMHO-CUIOBast
mukpockorus (ACM), maccriekTpockomnust BTopudHbIX HOHOB (BUMC). OnHO¥ M3 OCHOBHBIX OTIHIUTEh-
HBIX 0COOCHHOCTEH METO/a MOJY4YeHHs IUICHOK 3a CUET PEaKIHOHHOH Muddy3uu ABIsIETCS BO3MOXKHOCTH
n30exaTh HeXenaTeIbHOTOo 00pa30BaHMS MEPEXOTHBIX CIOEB Ha TPaHHWIE IUICHKA—IIOMJIOKKA, PE3KO CHH-
JKAIOIUX KCIUTyaTallHOHHBIE XapaKTePHUCTHKH IUICHOK. Y CIIOBUS 00pa30BaHUS TaKHX CTPYKTYP AOCTAaTOdU-
HO CJIOKHBI U JIIS UX KOHTPOJIS TPEeOYIOTCS COBPEMCHHBIC METOJIUKH HCCICTOBAHUS, B YACTHOCTH Pa3JIHy-
HbI€ METOJIbI 30HI0BOY MUKPOCKOTIUH.

B Hacrosmeit paboTe mpoBeACHO U3YYCHUE MPOIECCOB 00pa30oBaHUs IJICHOK HUKEIEBOTO (hepputa co
CTPYKTYpOH MINMMWHEIN Ha TOI0XKKe MOoHOKpuctayma — Fe,O; u menok YBa,Cu;0;_s5 Ha MONMKpHCTAILIN-
yeckoi nmoanoxke Y,BaCuOs, koTopast Obliia mosy4eHa NpH CleKaHWK TaOJETOK 5TOH (a3bl, CrpeccoBaH-
HBIX MPU BBICOKOM naBiicHuH 50 kOap. Yka3aHHbIC IUNICHKU 00pa3yroTcs Mpu TepMooOpabOTKEe B COOTBETCT-
BHE C peaKIUsIMU

NiO + Fe203 = NiFezo4 (1)

Y2BaCuO5 + “Ba3Cu5OX” =2 YBaQCU307_5 (2)

B kauecTBe mpenamecTBeHHHKA 3/1ech Ucmoyib3oBaHbl NiO u “Ba;CusO,”, KOTOpble HAHOCUJIUCH B BHJIC
TOHKHX IUICHOK 70 1 MKM Ha MOJIJIOKKH METOJIOM JIa3¢PHOT0 HAMBIJICHUS U TpadapeTHOW MMeyaTH.

CyTh MeTOJa peakIHOHHOW AU(P(Y3UU COCTOUT B TOM, YTO CBEPXIPOBOJAIMIAS IJICHKA 00pa3yercs
MpU TepMOOOPabOTKE 3a CUET pPEaKIMU B3aMMOJACHCTBHS TOHKOTO CIOS OJHOTO U3 KOMIIOHCHTOB, HaHE-
CEHHOTO Ha IMOJUJIOKKY Ja3epHBIM HANBUICHHEM WU METOJOM TpadapeTHOH meyaTw, ¢ MOMIO0KKOH. BbI-
00p TakMX KOMIIOHEHTOB IMPOBOJUIICS HA OCHOBE PE3yJIbTATOB, MOJTYUYCHHBIX IPU U3YUCHUH COCTABOB pe-
aKIMOHHBIX CII0EB, 00pa3yoImuXcs B KOHTAKTHPYIOMUX nudy3noHHBIX mapax. Hampumep, mist cBepx-
npoBoasmiei miaeHku YBa,Cu;0;.5 B KauecTBe MOMIOKKH MOXET ObITH B3sATO coeauHeHue Y,BaCuOs,
KO3(QGUIHCHT TEPMUUYCCKOTO pacIIupeHuss Kotoporo 0im3ok k YBa,Cu;0.5, a B KauecTBe BTOPOTO pea-
redTa (mmenkn) — kommnosunus 3 BaCuO, + 2 CuO ¢ o6mum coctaBoMm “BazCusOg”. Torma cBepXmnpoBo-
JsInast mwieHka oopasyercs o peakiuu (2). YBa,Cuz;0,.5 u Y,BaCuOs cornacHo ¢a3oBoit quarpamme siB-
JISAIOTCS PaBHOBECHBIMHU (pa3zaMu, MEXIy HUMH HET 00JacTH TOMOTEHHOTO TBEPJOTO pacTBOpa. ITO JaeT
OCHOBaHHE MPEANOJI0KUTh, 4TO MiIecHKa YBa,Cu;0;.5 oOpasyercs Ha momioxkke Y,BaCuOs npakTuyecku
6e3 mepexonguoro ciuos. [lnenka ¢peppura aukens NiFe,O, momydeHa Ha MOHOKPHCTAIIINYECKOM IO IITOXK-
ke Fe,03 3a cueT peaknnoHHOW AU Gy3UH HANBIJIEHHON Ha HEe C MOMOIIBIO Jla3epa IUICHKH MPEeAIecT-
BeHHMKA — 3akucu HUKens NiO.
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OOXWT TUICHOK C MOMJIOKKaMU U TH(PY3MOHHBIX Map A MOJYYCHHS CIIOEB MPOBOIWICS HA BO3IAYXE
u B aTMocdepe MpoTOoYyHOro kucioponaa aus cucreMbl Y—Ba—Cu—O B temmneparypHoMm auamnazoHe 1153—
1273 K. PacnpenencHue KOHIEHTpAUi AU(GYyHIUPYIONIUX SJIEMEHTOB MO JJIUHE PCAKIIMOHHON 30HBI OBLIO
MOJIYYCHO METOJIOM JIOKAIBHOTO pPEeHTreHocmekTpanipHoro ananuza (EPMA), BeimonHEHHOTO Ha mpubope
Comeca MS-46, a Takxxe ¢ TOMOLIbIO 31eKTpoHHOr0o Mukpockona JEOL 840 ¢ sHeproaucnepcHOHHBIM aHa-
muzatopom KEVEX (EDS).

CranmapraMu JJis KOJIHYECTBCHHOTO aHanmu3a ciayxmwm Fe,03;, MeFe,04 (Me = Ni, Zn, Mg). Kouu-
YECTBEHHBI aHAIN3 BBHITIOJIHSJICS MO KaJIHMOPOBOYHBIM KPUBBIM WK mocpenctBoM ZAF koppeknuu. Paspe-
lIeHHe MeTo/a 1o oObeMy cocTapiser 1 Mkm’, uyBcTBHTEIBHOCTS — 0,1 at. %.

MeTtonoM MacCHeKTPOCKONMH BTOPHYHBIX HOHOB C HMCIOJIB30BaHHEM OOMOapIMpPOBKH IMTOBEPXHOCTH
wonamu Ar wumu Cs' 1pu Hanpsokenun 10 k3B ompesensanock pacnpeseneHne dIeMeHToB B auddysu-
OHHOM 30HEe mpu auameTpe 30HAa 50 MkM. Paspemenne no rmydune coctaBisaino 20 HM. AHAJIN3 BEIIOJIHEH
na npudoope CAMECA EMI 3F.

ACM wuzo0paxeHus: ObUIM MOJYYCHBI C MOMOIIBI0 CKAHUPYIOIIETO 30HJ0BOTO MHKpockomna «DemTo-
ckaH-001» (Lentp mepcrekTuBHBIX TexHOoNoruid, MI'Y, MockBa), paboTaronero B KOHTAKTHOM PEKUME U
OCHAIIICHHOTO MhE30CKAaHEPOM C MaKCHMAJBHBIM IMOJIEM CKaHHpoBaHUs 1,6 mMkMm. Jlyis momydeHus u3o0pa-
KEHUH Tomorpaduu MCHOJIB30BANINCH CTaHIAPTHBIC KPEMHHUEBBIC TPEYTOJIbHBIC KAHTHIUBEPHI C JKECTKO-
ctei0 0,8 H/M.

PesyabTaThl u 00CcyxKI1eHHe

YcTaHOBIIEHO, YTO TUICHKH, 0Opa3yromniuecss Ha MOHOKpHCTaUIMIecKor moaioxke Fe,Os; B cucreme
NiO — Fe,O;, ABISIOTCS TEKCTypHPOBAaHHBIME C SBHO BBIP@XCHHOU opreHTanuen B mrockoctu [111]. Cre-
MIEHb OPHCHTAIINH ONpEeaesIack B paboTe METOJOM MONIOCHHIX ¢uryp [4]. MccinenoBaHuss MEKPOCTPYKTY-
PHI IUICHOK CBUAETENBCTBYIOT 00 MX cToibuaTtoMm pocte (puc. 1). ObpazoBanue (a3bl co CTPYKTYpOH IITH-
Henu B Matpulie 0-Fe,O; HMHTEpecHO elle W ¢ TOYKU 3PEHUS IepepacipeicicHuss KaTHOHOB, a TaKkKe Ie-
pexojia KUCJIOPOAHOH MOAPEHIETKH OT TeKCaroHaJlbHOW, MIO0THOYIaKOBAaHHOMU, COOTBeTCTBYyomEeN O-Fe O,
KOTOpas UMEET POMOMYECKYIO CTPYKTYpyY (MpocTpaHCcTBeHHas rpynna R3C), K rpaHeleHTPUPOBAHHOMN Ky-
OMYecKoil perreTke, COOTBETCTBYIOIIEH MMHUHENN. BBIT0 ycTaHOBIEHO, 9TO MmIocKoCcTh [111] oOpasyromeii-
¢4 IUICHKU LINUHeIN napamiensHa miockoctu [0001] o-Fe,O;. PaccrostHus Mexay moHaMu KUCIOPOAA B
IJIOTHOYIAKOBAHHBIX CJIOAX reMatnuTa u ¢pepputHOit (a3 paBHbBI coorBeTcTBeHHO 0,291 1 0,300 HM, 9TO Ha-
eT mpubIM3uTeIbHO 3 % HECOOTBETCTBUS MEXAY IUIOCKOCTSMHU B HANPABICHUU HamOoJee TUIOTHOH yna-
KOBKH. DTO 3Ha4YCHHE OYJET TAKKE 3aBUCETh U OT JIOKATbHBIX OTKJIOHCHHUI OT CTEXUOMETPHH.

6)

Puc. 1. [lepnennukynsapHeiid pa3pe3 B cucreme: miueHka NiFe,O4 Ha moanoxke Fe,03 (a). Bun nnenku cepxy (6)

HccnenoBanue HayalbHBIX 3TAaloB KpucTaum3anuu mieHok NiFeO, nmpoBeaeHO ¢ HCIOJIBb30BaHHEM
aTOMHO-CHJIOBOH MHKpockonuu. IIpu 3ToM mpeaBapuTenbHas mieHka npenmecrseHHnka NiO ¢opmuposa-
nack Ha momtoxke Fe,Os; B pexnMe yMEHbIICHUS BPEMEHH JIa3€pHOTO HaHeceHUs. s onpeneaeHHbIX yc-
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JOBUH B 3TOM Cllydae HMPOMCXOAWI Pa3pblB CIUIOIMIHOCTH HAHOCHMOI IMJICHKH, W IPHU MOCICAOBATEIHHOM
CHIDKEHUHU BpeMeHH 00paboTKH IoJlydaluch IUIEHKH, NMpeAcTaBisione coboil BkiaoueHus NiO co cpen-
HuUM nuametpom 120 M (puc. 2a). [Ipouecc o6pasoBanus mmuHeabHol ¢asbl NiFe,O4 U3 Takux BKIIOYe-
HUIl B X0Jie TepMOOOpabOTKH, KaK CBUAETEILCTBYET PHC. 2d, IPOUCXOMUT 3a CUET PacHpOCTpaHsIOLIeHCs
noBepxHocTHOW nuddy3nn noHoB HUKeNs 1o momioxke Fe,O; ¢ oOpazoBaHueM OTAEIBHBIX CTYyINEHEH, co-
CTOSIIIMX M3 HECKOJNBbKUX MOHOc)OeB NiFe,04. Tonmuuua Takux cTyneHen cocraniset mopsaka 0,7 um. Ilo-
CJIEIYIOIUI POCT 3€pEH Ha TaKOW IUIEHKE NMPUBOJUT K 00pa30BaHMIO BUJUMOMU YNOPSIOYEHHOCTH UX pac-
nmosoxeHus (puc. 26). BaxkHpIM 0COOCHHO 711 CBEPXIIPOBOISANINX MAaTEPHAIOB SIBISETCS TaKKe HCCIIEI0Ba-
HHUE TIPOIIECCOB, BIMAIOIUX HA 00pa30BaHME TEKCTYPHUPOBAHHBIX IUIEHOK. CHHTE3 IUJIEHOK B yCIOBHSX pe-
aKIMOHHOHN Nu(Gy3ur KAaTHOHOB U aHUOHOB, TOTOKH KOTOPBIX MTEPEMEIIAIOTCS B OMPEEICHHOM Halpasie-
HHUH, KaK pa3 ¥ 3aJaeT IPEUMYIICCTBEHHYIO OPHUEHTAIMIO POCTa KPHCTAJUINTOB, IO3BOJSS PEryIHPOBATh
nporecc GOpMHPOBAHUS TEKCTYPHI.
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Puc. 2. ACM n3zobpaxenust mopponorun mieHok NiFe,Oy4 , cunresupoBannsix npu 1000°C. JlazepHoe HambiteHue mieHkH NiO Ha
MOBEpXHOCTs MOHOKpHcTanna Fe,O3 ocymercBuanocs: a — B Tedenue 5 MuH; 6 — 30 mun. Pasmep kagpos 1,4 mxM. K n3obpakenusm
NpUMeHeHa «O0KoBas MOACBEeTKay. Himke mpuBeieHbl cedeHNs, IPOBEICHHBIE BJIOJIb YePHBIX THHIH Ha ACM-n300pakeHnax

bruto ycranosneHo, uto mieHka “Ba;CusOg®, HaHeceHHas Ha momIoXKy Y,BaCuOs wmeromom na-
3€pHOTO HambUICHHS, UMeeT aMopHyIo cTpykTypy. IIpu cunrese YBa,Cu;0;5 mno peakumn (2) KOHLEH-
Tpauus 3JIeMeHTOB Ha rpanune Y,BaCuOs/ YBa,Cu;0;.5 MeHseTcs CKa4yKoM, T.C. B 3TOM CJIy4ae OTCYT-
CTBYET HepeXOoaHbIA UG Y3MOHHBIN CIION MEPEMEHHOTO COCTaBa. JTO WLIIOCTPUPYET MOCIOWHBIN aHAIHU3
IUIEHKH, a TaKXXe y4acTKa IUIEHKa/TI0JJI0KKa, BBIITOJHEHHBIH C IMOMOLIbI0 MAacCCHEKTPOMETPUN BTOPUUYHBIX
nonoB (BUMC) (puc. 3). PaccmaTtpuBaemblil ponecc MONTYYCHUS TUICHOK HE SIBISCTCS KPUTUYHBIM K TEM-
neparype o0Kura, oH MO3BOJISIET PACIIMPATh TEMIEPAaTypHBIH NUANa30H CHHTE3a M JIOBECTH BBICUIYIO €r0
rpanuny 1o 1253 K 06e3 yxynuieHHs CBEpXNpOBOISIMIMX CBOWCTB. Jlo 3THX Temmeparyp oOpa3oBaHHE
CBEPXITPOBOSIIEH IICHKU MO-IPEXHEMY IIPOUCXOIUT 110 peakuuu (2) B MpUCYTCTBUM XUAKOU ¢asbl. [o-
JydeHHWE CBEPXIPOBOISIICH IUICHKHA IO TaKOMy CIOCOOYy MOXHO HPOBOJIWUTH M B HU3KOTEMIIEPATyPHOM
nuamnazone 1148-1173 K. Cunre3 mpu 3TOM OyAeT NMPOUCXOIUTH B OTCYTCTBUHU XUAKOH (ha3er. ObpasoBa-
HHe TUICHOK IPOMCXOIHT 3a CYET HAMPABICHHOH ogHOCTOpOHHEH anddysuu noros Ba?’, Cu®" u smek-

66



BENC3M-4 « r. Fomenb * 24-25 okTa6ps 2000 r.

TPOHOB C IIEPEHOCOM KHCJIOpOJia B ra3oBoi (a3e. HampasieHHOCTh epeMenmieHns AudGyHANPYIONINX Yac-
THLI oOecriednBaeT (OPMUPOBAHUE TEKCTYpUPOBaHHBIX B HampasieHuu (001) mieHoOk, mpaBaa, TOJIBKO A0
TOJNIIMHBI 3 MKM (TUICHKH, ITOJIY4YCHHBIE J1a3epHBIM HanbuieHHeM). XKuakas dasza nosiBisercs B 9TOH cucTe-
Mme npu 1173 K B pesynbrate nnasnenus 3BTekTukn BaCuO, — CuO. PacrBopenune ¢aser Y,BaCuOs B
9TOM pacIjiaBe NPUBEJET K BOSHUKHOBEHHIO HOBOT'O HBTEKTHYECKOTO paciuiaBa ¢ TOYKOH miasieHus 1163
K. B 3aBucuMocCTH OT cocTaBa Takasi KUIKOCTb MOXKET HaX0AUThCs B paBHoBecun ¢ BaCuO,, YBa,Cu;0,.
5 u CuO.

MNHTEeHCcnBHOCTb

50 100 10 £ {HM)

Puc. 3. KoHleHTpallMOHHOE paclpeaeacHie JIEeMEHTOB Ha IPaHuIe TUIEHKa—TouI0kKa B cucteMe Y,BaCuOs — “Ba;CusOs”, nomy-
YEHHOE METOIOM MAaCCIIEKTPOMETPHUHU BTOPUYHEIX HOHOB

OCHOBHOH OCOOEHHOCTBIO CBEPXIIPOBOJAIINX IUICHOK, IIOJYYEHHBIX METOXOM TpadapeTHOH nedar,
SIBJISIETCS OTCYTCTBUE 3aMETHOM TeKCTypupoBaHHOCTH (puc. 4). OueBHIHO, YTO MX OOJbINAS TOJILIMHA II0
CpPaBHEHMIO C IUICHKAaMH, IOJIyYeHHBIMH JIa3epHBIM HalbUIGHHEM, CO3JaeT YCJIOBHs Ui 00pa3oBaHUS
6ompmoro xommdecTBa 3apoasimieil ¢pazsl YBa,Cuz;O;.5. OHE BO3HHKAIOT YK€ HE TOJIBKO Ha TpaHHIE C
MIO/IJIOKKOM, HO U B IIyOMHE IUIEHKH NPEJIIECTBEHHUKA. DTO IPUBOAMUT K Pa30pPHECHTALUN KPHCTAIN3YIO-
muxcst Ha 3apojbimax 3epeH ¢pa3zer YBa,Cuz;04s.

BaCu0: YBa:Cusl- s Y:BaCul:

Puc. 4. Peakunonnas 3oHa quddysmnonnoit maps! Y,BaCuOs — BaCuO,, o6oxoxennoi npu 1193 K. OtaensHo mokas3aH y4acTOK CJI0S
Ha rpaHune paszzaena BaCuO, / YBa,Cu3O7.5
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BoiBobI

MeTo1aMi aTOMHO-CHJIOBOH MHUKPOCKOIHMH IOKa3aHO, YTO C NMOMOIIBIO PEaKIUOHHON Muddy3uun Ha
wiockocty [0001] mMoHOKpHcTamMmuecko nouioxku O-Fe,O; 3a cuer ee peakuunu ¢ NiO dopmupyercs
opueHTHUpoBaHHas B HanpasieHuu (111) mienka deppura Hukens. [Inenka ceepxnpoBoguuka YBa,Cu;07.5
MOXeT ObITh copMHUpOBaHa Ha moanoxke Y,BaCuOs 0e3 nepexoaHOTO CJIOS Ha TPaHMIE C MOIJIOKKOH.
Jlo TonmuHBl paBHOW NPUOJIM3UTEIBHO 3 MKM IUIEHKM MMCEIOT 3aMETHO BBIPDR)XXEHHYIO OPHUEHTAIMIO B Ha-
npasyiennu (001).
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