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PaGoTa nocpsinieHa PeHTTeHOCTPYKTYPHOMY HCCJICIOBAHHIO Je()eKTHPOBAHHBIX MAaCCUBOB HHOOMEBBIX OKCHIHBIX
Heoguopoauocteit (HOH) m HaHOCTOIOMKOB OKCHia HHOOWS, C(OPMHUPOBAHHBIX JICKTPOXMMHYECKIM aHOTUPOBA-
HueM. [losryueHHBIC pe3ysbTaThl MO3BOJIMIM CHEJIATh IPEIIIOIOKECHAC O BEPOSITHOCTHOM HAJIMYUU 3HAYUTEIIBHOTO
komraectBa NbO, NbOg 7, Nb,Os u Hebompmoro kommdectBa NbO,, m Al B cocraBe nmedexrupoBanaeix HOH
U TIPUCYTCTBHE BCEX IIEPEYHCIICHHBIX BEIIECTB B COCTaBE HAHOCTOJIOMKOB OKcupa HuobOms kpome NbOy 7, HO B
MeHbIIMX KonmdecTBax. CpaBHHUTENBbHBI aHam3 coctaBa HOH 1 HaHOCTOJIO6MKOB MO3BOJISIET BBIICJIUTD, BEPOSITHO,
3HAYMTEJIbHOE KOJMYeCTBO NDg 940006, NbsO B neeKTHpoBaHHBIX HAHOCTOJIOMKAaX, 4ero He ObUIO OOHApY)KEHO

y HOH.

Kunrouesbie ciioBa: AQHOIHBIN OKCHIT AJIIOMUHNSA, SJICKTPOXUMUIECKOE aHOAUPOBAHUE, OKCULT HI/IO6I/IH, HaHOCTOJIOMKH

OKCHIa HHOOUS, peHTreHO(a30BhIil aHAIH3.
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BeepeHue

HccnenoBanre mpoLeccoB 3JIEKTPOXUMHUYECKOTO aHOM-
HOTO OKHCJICHUSI (aHONMPOBAHMWS) BEHTWJIBHBIX METAJLIOB
4yepes nopsl anomHoro okcruaa amomunnst (AOA) BecbMa ak-
TyaJbHO, TaK KaK aHOIMPOBAHHUC ITO3BOJISICT CO3/IAaBATh Mac-
CHBBl PAaBHOMEPHO IeKCaroHaJIbHO-yMaKOBaHHBIX HAHOCTPYK-
TYPHPOBAHHBIX OKCUIHBIX HEOIHOPOIHOCTEH, MOp(OIOrHeii,
COCTaBOM W (M3HYCCKHMMH CBOMCTBAMH KOTOPBIX MOXKHO
YIIPaBJISITh, U3MEHSISI PEXKUMBI aHoaupoBanus [1-5]. PeaHo-
AAPOBaHHE TAKUX HEOTHOPOTHOCTEH MPUBOIHUT K (HOPMHPO-
BAHMIO IIOJIHOLICHHBIX HAHOCTOJIOMKOB OKcHaa HHoOus [6].
[TomoOHBIE MacCHBBI HAHOCTOJIOMKOB MOYKHO (DOPMHPOBATH
TaKKe M3 aHOTHOIO OKCHIA TaHTasla, rapHUS W BoJbdpa-
ma [7-9]. UccaenoBauust nokasaim [10], 4o HHOOHeBbIe
okcumasie HeomHoporaoctr (HOH) ob6namaror pasnmyanoi
Mopdosoruelt B OTVIMYKE, HAlPUMEpP, OT HEOTHOPOTHOCTEH
OKCHJIa TaHTajla, KOTOPHIE BO BCEX YCTAHOBJICHHBIX pa-
Hee peXrMax aHOJMPOBAHUS MMEIOT OJMHAKOBYIO MIapo-
obpasuyio dopmy [2]. U3 paborsr [11] Bumno, uro HOH
OTJIMYAIOTCS HE TOJBKO pasMepoM, HO Takke (opMmoil u
xapakrepoM pacnosiokenust. OcHOBHBIE paboThl [2,6] Ha Ty
TeMy, MOCBSIIICHBI HCCIICIOBAaHUIO MOP(OJIOrMH M cocTaBa
CTOJIOMKOB OKCHIa HMOOWS, pu 3ToM cocTaB camnx HOH
Mano m3ydeH. Pesymprarel mccienoBanmss HOH wmertomom
PEHTTEHOBCKO# (hOTO3IeKTPOHHOM criekTpockormu (POIC)
npencrasiiens B pabore [11]. HOH dopmupoBanu anomu-
posanueM B 0.8 M BomHOM pacTBOpEe BUHHOW KHCJIOTHI IIPH
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HanpsbkeHun ¢GopmoBkn 200 V. Popma Takmx HOH Oputa
KyOKOOOpa3HOM, 4YTO SBJISICTCA TUIMYHBIM U TaHHOTO
pexxuma [10]. UccnenoBanue nokasaso npucyrcrsue Nb, O,
Al u C B cocTaBe pacCMOTPEHHBIX 00pa3oBaHMil. [J1yOoKuM
npodumpoBanueM ObUTH ompenesicHs muku Nb 3d, Al 2p,
O 1s u C 1s. ITux yrieepona ucyesan cpasy nocje Havasa
pacnbuieHnst Art, 4TO yKashlBaeT Ha OTCYTCTBHE BKJIIO-
YEHHBIX YaCTHI], COfiep)Kammx yriepon, B cocrae HOH.
B navasne pacmeutenusi Art, usmepennsiii criekrp Nb 3d
cocrosul U3 ABoiiHoro muka (3ds,, u 3ds2), cooTBeTCTBY-
tomero cocrosanmio Nb>*. Uepes 3min Ha HU3KO3HEpre-
THYECKOM Kpae muka Nb,Os MHOsBIJIATIOCH IUIEY0, KOTOpPOe
3aTeM pa3BUBAJIOCh B JIONOJHHUTEJIBHBIA [OBOMHON IHK C
sHeprusmu cesa3u 201.5 u 204.3 eV, KoTopbIe SBISIOTCS TH-
NHUYHBIME 3HEPTUAMH CBSI3H IUIS JIeKTpoHOB 3ds,, 1 3032
B coctostnuu Nb®, Bo BpeMsi pacnibUieHHs! OJIOKEHUE TTHKA
METaJUIMYECKOr0 HUOOMS NMPAaKTHYECKH HE HM3MEHSJIOCH, a
€ro MHTEHCHUBHOCTb YBEJIMYMBAJIaCh, HOCTUras MaKCHMyMa
IIpy BpeMeHU pacnbulieHus, npesbimaonieM 100 min. [Ba
[IMKa CYLIECTBYIOT OJHOBPEMEHHO, IOKA MUK OKCHJa HHUO-
6ust V He craHoBmics HesicHbM (10 min); ogHako Iwiedo Ha
IpaHUILle BBICOKMX SHEPrud MIKa METALIMYCCKOr0 HHUOOUS
ocraBasiock B TedeHne 20 min pacmsuteHust Art. Orto
yKa3plBaeT Ha Mepexof OT cTexuomerpudeckoro Nb,Os Ha
MOBEPXHOCTU K METaJJIMYeCKOMY HUOOHUIO C OIHOBPEMEH-
HBIM CYLIECTBOBaHMEM KaK MeTajlyla, TaK M OKCHJa HHO-
6ust V Bo Bpems pacnbuteHHst. ONICaHHAS 3BOMIONHS ABYX
MIMKOB TaKXXe Mperosiarajia HalmIue CyOOKCHUIOB HHUOOWS



XXIV MexgyHapogaHsiti cumnosnym JHaHoghusnka n HaHO3/1eKTPOHUKa" 1855

Niobium oxide
nonuniformity
Top (NON)

Defected

Defected.

Y, iy,

Puc. 1. IlpuHuunuanbHasi cxema, I[OKasbIBAOIAs OCHOBHBIC 3Tambl (POPMHPOBaHMS HUOOHEBBIX OKCHIHBIX HCOJHOPOMHOCTEH U
HAHOCTOJIOMKOB aHOOMPOBAaHMEM NBYXCJIOMHON cucTeMbl Al/Nb Ha Si-omioxke: a — pacribuleHne ABYXCIIOiHON cucTeMbl Al/Nb Ha Si
MOIIOKKY; b — aHomupoBanue Al ¢ obpasoBaHHeM MOPHCTOro aHomHoro okcmaa amomunmsi (AOA); ¢ — aHommpoBanue TOnCIost Nb
yepes nopel AOA; d — ynanenue nopucroro AOA XUMHYECKHM TpaBJICeHHEM U MEXaHH4YecKoe Ne(eKTHPOBaHHE HUOOUEBBIX OKCHUIHBIX
HEOTHOPOTHOCTEIN; e — pe-aHomupoBaHue nopciiost Nb yepes mopst AOA o 6osiee BBICOKOro HanpspkeHus; f — ynaiienue nopucroro AOA
XMMHYECKIM TPaBJICHHEM M MEXaHMYecKoe Ne()eKTHPOBaHNEe HAHOCTOJIOMKOB OKCH/Ia HUOOUS. ¢ — HHUOOWEBHIE OKCUHBIC HEOXHOPOTHOCTH
(NON), chopmupoBanHble aHopupoBanreM B BogHoM 0.4 M pactBope H3PO4 npu Hanpsbkernu 100 V; f — HaHOCTOJIONKM OKcHa HHOOHS,
copmupoBaHHble aHomupoBanreM B BogHOM 0.4 M pactBope C,H,O4 mpm nHampspxenmn 37V u pe-aHomupoBaHHBIE B pactBope 0.5 M

H3;BO;3 u 0.05M Na;B4O7 no Hanpsoxerus: 190 V.

B cocTaBe mwieHku. Kpome TOro, mosiBjieHue W 3BOJIOIHS
KA METAJUTMYECKOro HHOOHST Mperosiaraid IpHCYTCTBIE
HEOKHUCJICHHOTO METaJUIMYeCKOro HUOOWs BOKPYI OCHOBa-
Hnii HOH. OTHOcHTENbHO MEJIeHHOE YBEJIMYCHUE HHTCH-
cusHocTH muka Nb' B Hauanme pacmbiieHus Ar™ Moryo
OBITh OOBSICHEHO TOKPBHITHEM IUICHKA HUOOMWSI OCTATOYHBIM
ATIOMUAHAEM, KOTOPBIl ONHOBPEMEHHO PAaCHbLIUICS ITyd-
koM Art. HauaJibHBIA CIIEKTP pACIIBIEHHS] COCTOSUT U3 [IBYX
Pa3sjMYHBIX CUMMETPHUYHBIX ITUKOB: MEPBBI npu 72.2eV,
cBsizanmbiii ¢ coctosnuem Al’ (Gomee BhICOKas MHTEHCHB-
HOCTB ), 1 BTOpoii ¢ 74.8 ¢V (6Gosiee HU3Kasi AHTEHCUBHOCTB ),
KOTOpHI OTHOCHTCs K cocrosamio AIPT. IMocrme mepsoro
IMKJIA PACIIbIJICHUS] HTHTEHCUBHOCTb O0OOMX IHUKOB YBEIMYH-
BaJIOCh B O[MHAKOBOH CTEIEHM, HO 3aT€M B Iape HauyMHAII
nomunmupoBath muk Al’. Tluk AP pesko ocrmabesan u mos-
HOCTBIO mcue3asn mocie 20 min pacmbsuienns. Y HaoGopor,
MUK METALTMYECKOr0 IIOMHUHUS YCHJIMBAJICSI CO BPEMEHEM
PpacIbUICHHS U MOCTIe TOCTMKEHUST MAaKCUMyMa TOCTETIEHHO
YMEHbIIAJICS, TEM HE MEHee, He Mcue3asi COBCEM B TECUCHHE
180 min mociie pacnbuteHuss Art. QYeBHIHO, YTO CHJIbHBIA
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¥ 1JMHHBL npoduiupoBanHbii muk Al’ 06ycioBsen 601b-
M KOJIMYECTBOM METAJUIMIECKOTO ATIOMHHUS, OKpPYXKalo-
mero HOH. OtHocuTebHO KOpPOTKMiI MPOQHIIb TTyOWHBI
s muka AT mozmpasymeBaet, 4To OKCHJI aIOMUHHS Ha-
xomuiicst Tojibko Bo BHemneit vactu HOH (ckopee Bcero, B
Bepxymikax — puc. 1). Usmepennsiit ciekrp O 1S 06pasiia,
He 00paboTaHHOro Ar', COCTOSII U3 CHMMETPUYHOTO KA
¢ oHeprueil 531.8 eV, KOTOpBII MOr OBITh CBSI3aH C KHC-
sopoztoM, csizanHbiM B AOA. Bo Bpemst pacrbutenuss Art
nosioxenue muka O 1S MocTeneHHo cMelagoch B CTOPOHY
Ooslee HU3KHX 2HEpruil, m mocje 18 min muk permcrpu-
poBasicst mpu 530.7 eV, U9TO XapakTepH30BaJIO STOT MUK
KaK COOTBETCTBYIOIIMI KHCJIOPOAY, CBSI3AHHOMY B OKCHJE
HUOOMA. DTO XOPOIIO COOTBETCTBYET HPOMIUIIO IJTyOUHBI
muka APT, uneHTHGUIIpoBaHHOTO0 B coctraBe HOH, m
TIOITBEPKIACT MPEITOIIOKEHNE O BHEITHEM PACIIOJIOKCHUH
amoMuHus B cTpykrype Bepxymku HOH. Takum oGpasom,
aHAJIN3 JIMTepaTypPHBIX IAHHBIX NT03BOJIET OLIGHUTH ITOBEPX-
HocTHBIA coctaB HOH, onHako B JMTepaTypHBIX MCTOYHHU-
Kax He Obl10 HaiiieHo MH(OpPMAIK O BHYTPEHHEM COCTaBe
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HOH. Takue ucciremoBaHns MOYXKHO IIPOBECTH, OTHOBPEMECH-
HO WCIIOJIb30BaB Ba Ipuema: Hapymwus IesioctHocts HOH,
ne(eKTUPOBaB MX C OIHOI CTOPOHBI M NPHMEHUB PEHTTCHO-
nudpaKMOHHBIA MeTON ucciienoBanust [12] ¢ apyroii.

Lenpio Hacroseil paboOTHl SBUJIOCH UCCIIEIOBAaHUE Me-
TonoM peHTreHodasosoro anammsa (PPA) [13,14] cocra-
Ba MEXAHWYECKU [e(pEeKTHUPOBAHHBIX MAacCHBOB HHOOHEBBIX
OKCHJIHBIX HEOITHOPOIHOCTEH, C(HOPMIPOBAHHBIX METOIOM
AJIEKTPOXUMUYECKOIO aHOMMPOBAHUS IBYXCJIOMHON cHCTe-
™Mbl Al/Nb.

1. 3BkcnepumeHTanbHas 4acTb

IIpouecc ¢popmupoanuss HOH mnpencrasien Ha puc. 1.
Ucxonmnsie obpasuel mpeacraBimsum codoit 100 mm  kpem-
HUeBble IUIACTHHBL (N-Tmma, 42 -cm), HA KOTOPBIE Me-
TOZOM MarHETPOHHOTO PAaCHbIJICHUS] HAHOCHJIM IBYXCJIOMH-
Hele cucteMsl Al/Nb (1500/300 nm), kak mHOKa3aHO Ha
puc. 1, a. IIpenBaputesibHO epes MpoLEeccoM aHOTUPOBaHHUS
IIacTuHy Si paspe3ayiv Ha oOpaslbl IUIomaapio 3 X 3cm.
HenocpencrsenHo cam mporiecc aHOMMPOBAHUS TPOBOANIIA
B LWIMHIPUYECKON ABYX3JICKTPONHOH A4YEHKe U3 I0JIH-
terpapropatiwicHa (IIT®D). flueiika I aHOTMPOBAHWMS
COCTOsIJIa M3 3JICKTPOJIMTUYECKON BaHHBI CO BCTPOEHHBIM
aHOJOM, KOTOpasi IpIKIMasa oOpa3el] KpeMHUEBOH ILUIaCTH-
HBl C HaNbUICHHBIMH METaJUlaMH, — 3KCIIEPUMEHTaJIbHBINA
oOpaser, K OCHOBAaHWIO STYCHKH, TEM CaMbM HCKIIIOYast
MCHHCKOBBIH 3(Q(EeKT W mapasuTHOE OKUCJICHHE KPEMHHSL.
Karon, pacnonaraBmmiicst B 2JIeKTPOSITE, OBUT BEITIOJIHEH U3
HepXKaBeloIllel cTamd. DKCIepUMEeHTasIbHBI obpasel] ObLI
WHAMBUIYaJIbHO pa3MeIleH B aHOMHOH s4elike W IpHKat
co cTOpoHHl amoMuHUs KojbloM [IT®D, Tak uTo Kpyrias
o6sacTp mwiomanpio 2.83 cm? HAXOmMIIACh B KOHTAaKTE C
AQHOMUPYIOLIMM PacTBOPOM, B TO BpeMsl Kak oOpaTHas
KpEMHHEBasi CTOpOHA ObUIa IOJHOCTBIO H30JIMPOBaHAa OT
asexkTposmTa. CHavaa aHOAMPOBAIN AJIIOMUHMI [0 MOJTHO-
ro ero IMpOKUCJICHHUS, KaK IMoKa3aHo Ha puc. 1,b, B 0.4 M
BogHOM pactBope H3PO4 mpm mampsoxermm 100 V. Ano-
OWPOBaHME TPOBOAWIA B IIOTCHIMOCTATHYECKOM pEXHME,
0 nmoctmkeHnH OapbepHBM ciioeM AOA moncioss HHOOWs
CBHUETEIbCTBOBAJIO Ha4asIo MaicHUs TOKa Ha KHHETUYECKOM
3aBucuMocTH. Ha criegyromeM stane B mpolecce MjIaBHOTO
MaJeHUs] aHOJHOIO TOKAa IPOUCXOMJI MPOLECC aHOAUPO-
BaHMs Tofcyios HuoOmst depe3 mopel AOA mo obpasosa-
Hua HOH, xak mokasano Ha puc. 1,c. [l mposeneHns
CPaBHHUTE/IBHOTO aHajW3a cocTaBa ObUIM C(HOPMHUPOBAHEI
HAHOCTOJIOMKM aHOJHOro okcuaa Huodus B 0.4 M BomHOM
pacTBOpe INaBeJIeBOH KHUCJOTH NpH HampsokeHuu 37V
C TOCJICAYIOUIMM BBICOKOBOJIPTHBIM PE-aHOIUPOBAHUEM [0
Hanpspkenss 190V B pactope 0.5M H3BO; m 0.05M
Na;B407, xak mokasano Ha puc. 1,e. IIpomnecc ¢opmmpo-
BaHMs HAaHOCTOJIOMKOB J@HHOIO THUMA MOIPOOHO OMHCaH B
pabote [6]. PexxuMbl aHOTMPOBAHHSI 33/IaBATH C [TOMOIIBIO
uctoynnka nutanua Keysight N5752A, peructpauuio u
MOHHUTOPUHT N Sifu TIapaMeTPOB IPOBOAMIIM C IIOMOIIBIO
Keysight 34470A. B nporuiecce aHOOMPOBaHMS MOI/ICPKIBA-

s koMmHaTHyo Temmeparypy (23°C) c¢ tounoctsio +1°C.
Ynanenne mopucroro AOA mnposommm B 50% BomHOM
pactBope H3PO4 npu remneparype 50°C B Teuenune 30 min.

UccnenoBanre MophoIoruM MpOBOAMIIA METOIOM CKa-
HEpYyIOLIeH 31eKTpoHHON Mukpockormmu (COM) Ha astex-
TpoHHOM Mukpockone Carl Zeiss Supra 50VP. ®azo-
BBl COCTaB HCCJIEIOBAIM C IIOMOIIBIO PEHTICHOBCKOTO
mudpakromerpa Bruker D8 Discover. AHanu3 ocymecTs-
JSUTACh TeTa-2TeTa CKaHHUPOBAaHUEM C HCIIOJIb30BaHHEM
MO3UIIMOHHO-YYBCTBHTEIIbHOTO leTekTopa LynxEye, nsimyde-
e — CuK,.

Pentrenorpaguieckne MeTOIBl aHaIM3a MUPOKO HCIIONb-
3YIOTCSL ISl M3YYCHUSI CTPYKTYpBI, COCTaBa M CBOWCTB pas-
JIMYHBIX MaTepuanos. IllupoxkoMy pacnpocTpaHEHUIO PEHT-
reHOrpaMyecKoro aHaju3a CIOCOOCTBYIOT €ro OOBEKTHB-
HOCTb, YHHBEPCAJIBHOCTb, OBICTPOTa MHOTUX €ro METOJIOB,
TOYHOCTDb M BO3MOXKHOCTb PEIICHUS] PasHOOOPa3HBIX 3a1ad,
YacTO HE JNOCTYITHBIX [JIs JAPYTHX METONOB HCCJICIOBaHMSI.
C MOMOIIIBI0 PEeHTIeHOrpagUIecKOro aHaIN3a, B YaCTHOCTH,
WCCJICMYIOT: KAYeCTBEHHBI M KOJIMYECTBEHHBI MUHEPAJIO-
rudeckui U (a3oBeli coctaB MarepuanioB (PDA), siBissice
BO MHOTHX CJIy4asX CIMHCTBEHHBIM METONOM KOHTPOJIS
¢azoBoro cocraBa. POA ocHOBaH Ha TOM, YTO KaKaas KpH-
cTajumyeckas asza JaeT MHIUBUIYAIBHYIO, HSIIOBTOPHMYIO
KapTUHY PAacIoJIOKCHUsT JUPPAKIMOHHBIX MAaKCHMYMOB M
ux uHTeHcHBHOCTeH [15-18]. JIns M3ydeHUst BHYTPEHHEro
coctaBa HOH 1 HaHOCTOJI0MKOB ITPOBOIMIIN MEXaHUIECKOE
neeKTUpoBaHUEe —- LIeJICHAIPaBJICHHOe YaCTUYHOE pa3py-
ILICHHEe HAHOCTPYKTYP Ui 00eCleueHus] rapaHTUPOBAHHOTO
IOCTyIa JETCKTUPYIOUIEr0 HM3JIyYeHHs K WX BHYTPEHHEH
crpykrype (puc. 1,d f). B ompeneneHHOit Mepe TaKoii
MIPUEM SIBJISJICS, BEPOSITHO, U30BITOYHBIM, IIOCKOJIBKY PEHT-
TEHOBCKOE H3JIydeHHe 00JIafaeT BBICOKOW NPOHMKAIOIIEeH
crocoOHocThi0. VIMEHHO 3TH 00CTOATEIbCTBA O0YCIOBUIIN
IIPUMEHEHNE MEeTOfa HCCJIC[OBAHUS, OCHOBAaHHOI'O Ha MHU-
(pakuum peHTreHoBCKuX Jydeir [19], mosBosstromero mo-
CTOBEPHBIM, IPOCTHIM, HEHOPOTHM H JIOCTYIHBIM CIIOCOOOM
npoanajm3npoBars oopasiel HOH, nomyyas mHTErpaipHyio
KapTUHY uX (a3oBOro cocrasa Ha Gosblnyio ITyOuny [14].

2. Pe3synbratbl 1 ux obcyxpeHne

Ha puc. 2,a npencrasiero COM-u3o0pakeHne moBepx-
Hoctu 1o, yriiom HOH, cdopmuposannsix B 0.4 M BogHOM
pactBope H3PO4 mpn manpstxennn 100V m ¢ ynajeHHbIM
nopuctsiM AOA. U3 puc. 2,a BUAHO, YTO BCSI IOBEPXHOCTh
PaBHOMEPHO IIOKpBITa MeEXaHMYeCKH [e(eKTHPOBaHHBIMU
HOH onunakoBoit popmsbl, pasmepa u nepruoguyHocT. Bee
HOH cocrosit u3 ocuoBauusi (bottom), HaxOmsIIErocs B
wienke Nb, Bepxymku (fop), pacrosaraBUIeiicss B IIOpe
AOA 0 ero ynanenusi, u crebieil (stems), COCIUHSIOLMX
OCHOBAaHHME U BEpPXYLIKYy, pacrojlaraBlIylocs B OapbepHOM
cioe AOA o ero ynanenus. Onucanasie HOH obnanator
YHHUKaJIbHBIMH MOP(OJIOTHYECKUMH OCOOCHHOCTSIMH, KOTO-
prle ommyaT ux ot Apyrux TunoB HOH, mpencrasiieHHBIX
B paborax [11,12]: Bo-epssix, crebmm HOH pacmonoxeHst
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Puc. 2. Ckanupyromniasi 3JIeKTPOHHasi MUKPOCKOIUS: ¢ — JIe()EKTUPOBAHHBIX HUOOMEBBIX OKCHUIHBIX HEOIHOPOTHOCTEH, COPMUPOBAHHBIX
aHoxupoBaHueM AByxcioitHoU cuctemsl Al/Nb B BomHOM 0.4 M pactBope H3PO4 mpm Hanpsoxermm 100V m b — nedeKTupoBaHHBIX
HaHOCTOJIOMKOB OKCHa HHOOWS, c(OPMHPOBAHHBIX aHOOMPOBaHHMEM IBYXcioiHOU cructeMbl Al/Nb B BomaoM 0.4 M pactBope C,H,04
npu HanpspkeHun 37 V u pe-aHogupoBaHHBIX B pactBope 0.5M H3;BOs; m 0.05M Na,B4O7 mo nanpsoxenns 190 V. Ha msobpaskeHmsx
MIPeCTABJICHBl HAHOCTPYKTYPBI 10CJIE yNaJICHHs] TOPUCTOTO aHOAHOTO OKCHJA AJIIOMHUHHUS.
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Puc. 3. PeHTreHOCTPYKTYpHBIi aHaIN3: @ — Je()eKTHPOBAHHBIX HUOOMEBBIX OKCUIHBIX HEOIHOPOIHOCTEH, CHOPMUPOBAHHBIX aHOAUPOBA-
HHeM 1ByxcioitHo# cucteMbl Al/Nb B BomHOM 0.4 M pactBope H3PO4 npu nanpstxennn 100V, u b — nedexTHpoBaHHBIX HAHOCTOJIOUKOB
OKCHIa HHOOWS, COPMHUPOBAHHEIX aHOAUPOBAHHWEM JBYXcioiHOH cucteMbl Al/Nb B BomHOM 0.4 M pactBope C,H,O4 mpu HampsoxeHunn
37V u pe-anogupoBanHbX B pactBope 0.5M H3BOs u 0.05M Na;B4O7 no nanpsokerus 190 V.

Ha 3HAYUTEJPHOM PAaBHOYOAJCHHOM PAacCTOSIHUM JAPYr OT
Apyra; Bo-BTopbIX, fuamerp HOH cousmepum ¢ ux BBICOTO.
HUccnenosanusi, mpoBeicHHBIE paHee, nokassBaor [10,11],
YTO BCE Jpyrue H3BECTHbIE YCJIOBHUSA (OPMHUPOBAHHUA HE
no3BosistioT nosryunts HOH ¢ takumm Mopdomormaeckumu
0COOEHHOCTSIMIL.

Ha puc. 2, b npencraBiieno COM-u300pakeHne NOBEpX-
HOCTH IIOJ] YIJIOM HaHOCTOJIOMKOB OKCHAa HUOOUS, chopMu-
poBanubix B 0.4 M BogHOM pactBope C,H,04 nipu Hanpsixe-
HuM 37V U mocsenyioneM pe-aHOAUPOBAaHUH [0 HaIpsiKe-
Husg 190V B pactBope 0.5M H3BOs u 0.05M Na;B405.
[Tepen COM-HabmoneHNSAMA NPOBOAWIIA YIAJICHHE IOpPU-
croro AOA. U3 puc. 2,b BUAHO, YTO BCSI MOBEPXHOCTB
pPaBHOMEpPHO TOKpPHITA MEXaHWMYECCKH J1eeKTHPOBAHHBIMU
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HAaHOCTOJIONKAaMM OMHAKOBOI (popMbI 1 pasMepamu. Popma
CTOJIOMKOB TIOJIHOCTBIO COOTBETCTBYET OITMCAHHOW paHee B
pabote [6].

Ha puc. 3,a npencrasnenst pesynsratel POA nedextn-
poBanaeix HOH. [lpenBapurensHO NpOBOAMIIOCH IOJTHOE
ynanenne nopucroro AOA. IlpoBeneHHBIE HCCIICIOBAHUSA
NOKa3aJId HaJM4ue OJHOIO CHJIBHOIO IMKa BOsmsu 36°,
KOTOPBIf MOYXET OBITh OTHECEH K CHJIBHO TEKCTYPUpPOBAH-
HBIM (pazam NbO, NbOg 7, Nb,Os. CymectBoBanne Nb,Os
B HOH 6buto mokasano panee B paborax [1,2]. OmHako
npucytctBue okcnoB NbOp7; m NbO B mpenbimymeit pa-
6ore [11], rme Obut uccienoBan coctaB HOH meromom
P®C, obnapyxeno He Obito. Kpome stmx a3, cBssas-
HBIX C CWJIbHBIMM NIMKaMH Ha au¢pakTorpammax, 8 HOH
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NPUCYTCTBYIOT C€J1a00 TEKCTYPHPOBaHHBIC (a3bl B MaJIbIX
komdecTBax: NbO,, NbsOs n Al. Haymuue Al MoxeT OBITh
CBSI3aHO C HEIOJIHBIM €ro yOaJIeHHeM II0CJIe XUMHYECKOTO
pactBopenust nopucroro AOA, a TakxKe C IPUCYTCTBHEM
ero B Bepxymke HOH. Kax panee nokasaHo [2], nonamanue
amomunuss B Bepxymku HOH mnpoucxomutr B mpouecce
BBICOKOBOJIBTHOTO PE-aHOIMPOBAHUS, KOTa BHEINHWIA pa3-
pexxeHHBI nedekTHbil cnoil mopel AOA cMmemmBaeTcs ¢
TEKyYlM aHOMHBIM OKCHIOM HHOOWS, 3alOJIHSIOMIM IIOpY.
OpHako, KaKk MOXKHO IPEAIONIOXKHUTh Ha OCHOBaHUM Hpen-
CTaBJICHHBIX PE3yJIbTaTOB, AIIOMUHUI C BBICOKOH CTEIEHbIO
BepoATHOCTU mossisercss B Bepxymkax HOH u Ha cragun
aHomupoBanus. [Ipucyrersue NbO, B ciektpe HOH Taxoke
IOBOJIBHO THIHMYHO, YTO TaKKe OBUTO MOKa3aHo paHee [2],
CIUIOIIHOW OKCUIHBIH CJION HAHOCTOJIOMKOB, KOTOPHII pa3Bu-
Baetcsl u3 ocHoBanusgs HOH mosHOCTBIO cocTonT u3 NbO».
Cpenu yka3aHHBIX (a3 0OHapyKEHO HEOOJIbIIOE KOJTMYECTBO
Nb4Os, mpucyTcTBHE KOTOPOro OOHapy»KeHo Brepsble. Kak
BUIHO M3 puc. 2,a, nepextupoBanne HOH mnpenmyme-
CTBEHHO NpHBOOWT K oTaesieHnmio Bepxymek HOH ot mx
OCHOBaHMH uepe3 paspylleHus cTebseil. 11 BeposTHOCTHBIE
pe3yJIbTaThl IOABJICHNS Ha CHEKTPaX HOBBIX OKCUIHBIX (hopM
MOP(}OJIOrHYECKH MOI'YT paclosiaraTbCsi TOJIBKO Ha CJIOMax
crebneit HOH.

Ha puc. 3, b mpencraBiieHbl pe3ysIbTaThl PEHTTCHOCTPYK-
TYpPHOI'O aHajM3a Je(QEKTHPOBAHHBIX HAHOCTOJIONKOB aHOJI-
HOro okcuya HuoOus. Ilepen aHaIM30M MPOBOMMIIOCH ITOJI-
Hoe ynanenue nopucroro AOA. Ha npencraBieHHOM CHEK-
Tpe muk 36° Takxke MPHUCYTCTBYeT, HO ¢ Oosiee ciaboit
MHTEHCHBHOCTBIO. DTO yKa3blBaeT TaKKe O BEPOSTHOM Ha-
JIMYWH OKCUI0B HIOoOMS, cBoricTBeHHBIXx HOH: NbO, Nb,Os,
NbOy.7, NbO,, HO B MeHbImmX KoimdecTBax. Ilpm 3TOM
BO3HUKAeT CWIbHBIA MK Ha 38—39°. OH MoxeT OBITH
cBs13aH ¢ Nbg9s4Og 06, NbgO, 4TO fABIIAETCI THINYHBIM
Il pe-aHOAMPOBAHHBIX HAHOCTPYKTYp, Kak IIOKa3aHO B
paborax [2,10]. ITo npuunHe TOro, 4TO BepXyIlIKa CTOIOMKa
rHnepTpodupoBaHa M HWMEET BBITAHYTYIO (OpMy, B IIPO-
necce Je(pEKTUPOBAHUS MOIJIO MPOM3OUTH €€ pa3pylIcHHe
B JIIOOOH 4YacTH, HE TOJIBKO Y OcHOBaHMdA, Kak 11 HOH,
II03TOMY OZHO3HAYHO CHeJIaTh BBIBOA O TOM, YTO HOSIBIICHHE
HOBBIX OKCHJIOB CBfI3aHO C MX HAJIMYHEM B CTeOJIAX WU
B THUIEPTPO(UPOBAHHBIX BEPXYyNIKaX, HE IPENCTaBIISACTCS
BO3MO)KHBIM.

3akniovyeHue

IlonBoas WTOTH, MOXKHO CHENATh CJICHYIOUINE BBHIBOJBL
CoctaB u Mopgomorua nedpextupoBannsix HOH, ¢op-
MHUpPYEMBIX aHOAWPOBAaHHEM, 3HAYUTEJIPHO OTIMYAIOTCA IO
MOp(OJIIOTHA W COCTaBy OT CTOJIOMKOB OKCHa HHOOWS,
KOoTOpele 0bOpasyiorcs peanomupoBanneM HOH. B mepsom
clydae MPUCYTCTBYET 3HAUUTEJIbHO Koiam4yecTBO NbyOs,
NbO u NbQy 7, a Tax:ke B HeOOIBIMX KosmmdecTBax NbQO,,
YTO MOJIHOCTBIO KOPPEIUpPYeT C JIUTEPaTyPHBIMU JTaHHBIMU.
B cBoio ouepemb, B medeKTHPOBaHHBIX HAHOCTOJIOMKAX
OKcHaa HHOOWsI OOHAapyXEHO 3HAYUTEJIBHOE KOJIMIECTBO

Nbp.9400.06, NbgO u B HeOoibmmx konmuecTBax NbO,
Nb;Os, NbOp7, NbO,, 9T0 OXHTaEMO MONTBEPKIACTCS
JIATEPATYPHBIMA HaHHBIMA JIJISl Pe-aHOAWPOBAaHHBIX HaHO-
CTPYKTYD.

[Tosry4yeHHble [aHHBIE PACHIMPSIOT IMPEICTAaBJICHHUS O Ha-
HOCTPYKTYPUPOBAHHBIX OKCHIAaX HHOOMS W TO3BOJIIOT B
OylyloieM HCIIONIb30BaTh HMX Uil TIOCTPOCHUST HOBEHIINX
MprOOPOB HEJIMHEHHOW ONTUKU ¥ HAHOZJICKTPOHHUKH.
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