XKypHan TexHudeckoui chusuky, 2025, Tom 95, Bbin. 3

13

Mopgudunkauma CTpyKTypHbIX CBOMCTB TOHKUX MJIEHOK HMo6us

npu rnagpuposaHnmn

© K0.A. Canamaros, A4.W. [essarepuxos, M.B. MakapoBa, B.B. Matwoxos, 1O.C. lNoHocos, B.B. lNpornszo,

E.A. Tonmayéga, E.A. KpasLioB

WHcTnTyT chuankn metannos YpO PAH,
620108 EkatepuHbypr, Poccus
e-mail: salamatov@imp.uran.ru

lMoctynuno B Pegakuuio 25 okTa6ps 2024r.
B okonyvarenbHol pegakuum 25 okta6ps 2024r.
lMpuHsaTO K NybnukaLum 25 okTa6ps 2024r.

YcraHOB/IGHB! CBA3M MEKIY KOHLEHTpAIMell BOIOPOJA, IOIVIOIIEHHOrO B TOHKHX IUICHKax HUOOMS THIIA
Al,O3//Nb, 1 CTPYKTYpHBIMH CBOUCTBAMHU 3THX IUIEHOK. OCHOBHBIMH METO[laMU HCCJICAOBAHHS SIBJISJIACH PEHT-
reHoBckass nudpakuma u peduiekromerpus. [IpoaHanM3upoBaHBl CTPYKTYPHBIE HM3MEHEHHsI IOCJIE IIPOLECCOB
TUIPUPOBAHKSA IIPH PA3jIMYHBIX TemreparypaX. OmpenesneHsl YCJIOBUS THIPUPOBAHUSA, HMPHU KOTOPBIX HMPOHCXOIUT
o0pa3oBaHUE TBEPABIX PAaCTBOPOB BOAOPOAAa B HHOOMM W/WM ruapupoB HuoOus. IlokasaHo, YTO MOMOJHUTEILHO
YIIPaBJIATh KOHIIEHTpaNKeil BOIopoaa B HIOOMH MOYKHO, HAHOCS Ha NOBEPXHOCTD IUICHKU CJIOH rpadeHa, mosydas
cucremy trma Al,O3//Nb/Gr. fIBnsisick cBoero pona ,,aHTHKaTaIMTHIECKAM cJIoeM, rpad)eH CYIeCTBEeHHO 3aMe[IsieT
NPOHUKHOBEHHE BOJIOPOZa B 0Opasell, YTO AaeT BO3MOXXHOCTb IOJTy4aTb HEOOXOAMMBIC KOHIICHTPALMU C BBICOKOM

TOYHOCTBIO.
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BeepeHue

OnHo 13 aKTyasbHBIX M OypHO Pa3BUBAIOIMXCS HAIpaB-
JIEHU B COBPEMEHHOW HAHOCIIMHTPOHMKE — HCCJIEAOBAHKE
MAarHUTHBIX HAHOCTPYKTYP, MATHUTHOE YIOPSAIOYEHHE B KO-
TOPBIX MOXKHO KOHTPOJIUPYEMBIM 00pa3oM U3MEHATH 0e3 Hc-
HOJIb30BAaHUS MAarHUTHOI'O I10JIf, HAIIpUMep, IPU IPUIIONKE-
HHU 3JIEKTPUYECKOrO M0, U3MEHEHUH TeMIepaTyphl U Ap.
Konrtposmpyemoe 1 oOpaTUMoe HacbhIIEHUE BOLOPOLOM —
OfIUH U3 NEPCIEKTUBHBIX CIIOCOOOB YIPABJIEHUA CTPYKTYp-
HBIM U MarHUTHBIM COCTOSIHMEM TaKHX HaHOCTPYKTYp [1-4].
FEme B paborax [5-7] ObUIO MHOKa3aHO, YTO HACHILECHHE
BOJIOPOJOM IIapaMarHUTHBIX CJIoeB B cBepxpemeTkax Fe/Nb
u Fe/V nossonger MonuduuupoBaTb MarHUTHOE YHOPSAHO-
yenue cjaoeB Fe. [IoMUMO OTMEYEHHBIX CHCTEM Ha OCHOBE
[IapaMarHUTHBIX IE€PEXOJHBIX METaJUIOB, HNEPCIEKTUBHBIMU
KaHAUaTaMU [J1 HACILIEHUs] BOJOPOIOM SABJISIOTCH CBEPX-
PELIETKH Ha OCHOBE peIKo3eMeJbHBIX MeTauioB (P3M),
takux kak Gd, Dy, Ho. U3Bectno, uro P3M nerxo mno-
IJIOIIAIOT BOAOPOX M3 OKpyXKaiolled arMocdepbl ¥ Ipu
NOMENIEHN TaKMX CBEPXPEINETOK B aTMocgepy Bomopona
OH OyleT KOHLIEHTPMPOBATbCA B CJIOAX PENKO3EMEJIbHBIX
MeTajuIoB. Bapbupys 1aBjieHWEe BOLOPOJa M TEMIEpATypy
TUJIPUPOBAHUsS, MOKHO KOHTPOJIMPYEMBEIM 0O0pa3oM H3Me-
HATb KOHLEHTPALMIO BOAOPONA B CJIOAX PENKO3EMEJIbHBIX
METaJIOB, U3MEHSASA UX CTPYKTYypPHBHIE, MarHUTHBIE M 3JIEK-
TPOHHbBIE CBOMCTBA.

BaxxHO#i 0COOEHHOCTBIO fIBJIAETCS TO, YTO AJIS IPOHUK-
HOBeHHUsI Bomoporma B ciiom P3M HeoOxommmo, 4TOOBI Ha
HOBEPXHOCTU CBEPXPELIETKH HAaXOMWICH KaTaJIMTUYECKUi
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CJIO, CIOCOOCTBYIONIMII ANUCCOLMAIMN MOJICKYJI BOIOPONA,
MOCJIe 4ero oOpasylompecs paauKayibl JIETKO MPOHHKAIOT
BIUIyOb IUTEHKHW. TpaguImMOHHO B KadecTBE TaKWX KarTa-
JINTHYECKUX CJIOEB WUCIIOJIb3YIOTCS OJIATOPOIHBIE METaJLIHBI,
HampuMep, nauaauii wm rwiatuHa. OHu obecrnieynBaioT
BO3MO)XHOCTh THIPUPOBAHUS MPU KOMHATHOHN TeMIeparype
7 Tpu HeOOobIMX MaBieHUAX Bomopona. Hemoctatkom mx
UCIIOJIb30BAHMSI, IOMUMO OOJIBIION TICHBI, SIBJISIETCSI OTPaHHU-
YEHHOCTh TEMIICPaTYPHOIO JMara3oHa T'MIPUPOBAHUSI, TaK
KaK MpU TOBBIICHHBIX TeMIlepaTypax H3-3a Ipoliecca HH-
TepaudPy3un MX KaTaIUTHYECKHE CBOWCTBA 3HAYMTEIBHO
yxyamaoTces. OTHOM W3 JOCTaTOYHO PENKUX ajIbTEPHATHB
SIBJISIETCS MCIOJIb30BAHUE KATaJIMTHYECKOIO CJIOS HHKEJIS.
OH 3HaunTesIbHO MeHee 3()(EeKTHBEH B KavueCTBE KaTallu-
3aTopa, TMAPHPOBaHNE TPEOYeT MOBBIIICHHBIX TEMIIEPaTyp,
OOJIBINIMX TaBJICHMHA BOMOPOIAa M OOJIBIIETO BPEMEHH SKC-
nosunmy. HemaBHO Hamyl ObUTH [€TaIbHO HCCJICHOBAHHI [8]
CTPYKTypHBIC M3MeHeHHust B cioax Gd B cBepxpemeTkax
Fe/Gd, rne HacheimeHne BOXOPOMOM IIPOHCXOOWIIO depe3
KaTaymThdeckuil cioil Hukessi. C Apyroit CTOPOHBI, HUKEIb
asnsgercd peppomarseTkoM ¢ Temnepatypoit Kiopu 360°C
W €ro HaJM4re 3HAYUTEJIbHO 3aTPYIHSIET N3yYCHUE MarHHT-
HBIX CHUCTEM.

o HacTosIIero BpeMEHH OPYTMX KaHAUOATOB, IIOMHMO
MIEPEYNCIICHHBIX, HA POJIb KATAJIM3aTOPOB HE MPEIJIarasioch.
B wHacrosimeir pabore Mbl paccMaTpuBacM BO3MOXKHOCTb
WCIIOJIb30BaHNsI HUOOHSI B Ka4eCTBE KaTaJM3aTOpa AHUCCOIIH-
alyy MOJIeKyJ1 Bojopona. HuoOmii — mapamarHeTuk, 4To
CIIOCOOCTBYET HCCJICMOBAHUIO MAarHUTHBIX CHCTEM, ITOKPBI-
THIX TUTCHKOI HHoOMs1. HacklmeHe BomopomoM TOHKUX TTe-
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HOK HHOOHWSI N3y4aeTcsi MHOTO JIET, OHAKO BO BCEX CIIydasx
WCTIOJIb30BaJICA KaTAINTHYCCKUI ciioil nmasanus. [IpoHnk-
HOBCHHE BOIOpONa B CJIOM HHOOMsI 0€3 KaTaJMTHYECKHX
CJIOEB 10 CHX NOp He u3yuasioch. Eciim opueHTHpoBaThcs
Ha [aHHble T'MAPUPOBaHHSA OOBEMHBIX OOpPasOB HHOOMA,
TO W3BECTHO, YTO OH HOCTAaTOYHO XOPOIIO HACHIAETCS
BOJIOPOIIOM ¥ 00pa3yeT ¢ HUM TBEPABLl pacTBOP BHEIPEHUS
(mo 10 at.% Bomopona), pacCTBOPUMOCTb BOIOPOa B HAOOUH
nagaeT MpH yBEIMYEeHWH TeMmneparypsl. llpm Temmeparype
360°C nHauMHaeTcsi MHTEHCUBHOE 00Opa3oBaHUE THIPUIOB
Huobusa NbH u NbHj,, npu 3TOM HabmonaoTcss 3HAUUTENb-
HbIC OTKJIOHCHHsI OT CTEXHOMETPHYECKOro CcOocTaBa (OIS
Bomopoma cocrasisier ot 0.7 mo 1 B NbH). Ilpu armo-
cepHOM [aBJICHUM HUOOWII NPAKTUYECKH HE pearupyer C
MOJIEKYJSIPHBIM BOZOpomoM 1o Temrepatypst 250°C [9,10].
Iespto Hacrodmiell pabOTHl SABJIAETCA ONpENeSICHUE OITHU-
MaJIbHBIX YCJIOBUi I'MIPUPOBaHUS HUOOUS ¢ 0Opa3oBaHHEM
MIPENMYIIECTBEHHO TBepAaoro pactsopa Nb—H, a Taxxke
YCTaHOBJICHHE KOPPEJISALMHA MEKIY CTPYKTYPHBIMH CBOA-
CTBaMH TOHKHX IUICHOK HHOOHS 1 KOHIICHTpanyen Boooponia
B HUX.

IIpu runpupoBaHMM IJICHOK HUOOMS, KaKk Mbl IIOKa-
’KEM HIDKe, HaCBHIIEHHE MX BOIOPOIOM IPOUCXOAUT CTOJIb
MHTEHCHBHO, YTO [JIl OCYLIECTBJICHUS KOHTPOJIIPYEMOTO
THPUPOBaHAST BO3HUKAET HEOOXOMMMOCTb HCIIOIb30BaHHMS
»AHTAKATATATHIECKOTO CJIOSI, KOTOPHIA OrpaHWYMBAJI OBI
NPOHMKHOBEHUE BOIOPONA, HO HE IPEMsTCTBOBAN OBl eMy
HOMHOCTBIO. C 3TOH TOYKM 3peHUs MONXOMAIMM KaHIWaa-
ToM siBysietcs: rpader. Hecmotpst Ha To uto Teopust [11] u
9KCHEPUMEHTH! MOKa3bIBajld, 4TO rpadeH ABJISEeTCs Herpo-
HHUI[AEMBIM [UTSl JKUIKOCTeH M Ta30B, BKIIIOYAs BOHOPOL,
HeaBHUe SKCrepuMeHTH [12] obHapyxwiu ciaboe mpo-
HUKHOBCHHE MOJICKYJISIPHOTO BOHOpOAa dYepe3 MeMOpaHbI
u3 rpadeHa. B [12] oror sddekT OOBSICHAMM TeM, 4TO
CKJIaKH Tpa)eHa, eCTECTBEHHBIM 00pa30M BO3HUKAIOIIME
IpU B3aNMOJICHCTBAN C TOIJIOKKOM, SBJISIIOTCS KaTajn3a-
TOPOM JWCCOIMAIIMM MOJICKYJI BOAOPOHA IPH IHPOJIH3C.
B03MOXHOCTD MPOHUKHOBEHHUS BOTOpoyIa depe3 rpadeH mpu
HOBBILICHHBIX TeMIIepaTypax A0 CHUX IOp HEe M3ydasach, B
HacTosiel paboTe MBI IOKaXeM, YTO 3TO NPOHUKHOBEHHE
BO3MOXKHO U JIaHHBIN 3((eKT 103BOJIsAeT peryaInpoBaTh Iuj-
pUpOBaHWE MOKPHITHIX IpadeHoM IuTeHOK Huobms. C 3Toif
EJIBI0 MBI ITPOBEJIN CPaBHUTEIIBHOE MCCIICIOBAHNE TPOHHK-
HOBCHHUSI BOMOpoNa B IUIeHKH umctoro Huooms Al,O3;//Nb
U IUICHKH HUOOMA C HaHeCEeHHbIM Ha Hee ciioeM Ipadena
Al,O3//Nb/Gr.

1. OkcnepumMmeHT

Ienxu Nb Tommmuoit 200 A ObUIH BBIpaIIEHbl HA MOHO-
Kpucrayumdecknx nomiokkax (1102) Al,O3 meTomom Beico-
KOBaKyyMHOI'O MarHETPOHHOI'O PACIIBUICHHS HA TIOCTOSHHOM
Toke B yctaHoBke ULVAC. HambuieHne mnpon3BOAMIIOCH
IpY KOMHATHOW TeMIlepaType, 0a30Bblil BaKyyM B Kamepe
pocta coctapisn 5- 1077 Pa, nasnenue aprona — 0.1 Pa,
ckopocTb pocta ~ 0.5 A/s.

[Inenkn ObLIM pa3pe3aHbl HA YaCTH, HEKOTOpPHIC ObUIH
MOKPBITH TPa)eHOM, HEKOTOPHIC OCTAJICh HE3aKPBITHIMA.
s nosyyenus rpageHa UCIosb30Bajlach YCTAHOBKA XUMHU-
YEeCKOTo OCa)KIEHUS U3 ra3oBoil a3l B kauecTBe ucTOUHHM-
Ka yryepona ucrosb3oBasicst Mmerad CHy. B posm mopmoxkn-
KaTaJli3aTopa Il pocTa rpadeHa BrICTynana MeqHas (poJib-
ra BbICOKOH uMcTOTH. CuHTe3 rpadeHa IpPOBORWIICH IIpU
temneparype 1035°C. B peaktop B TeueHue 10min mo-
JaBaJlach CMeCh BOJIOpona W MeTaHa, moToku 120 cm?/min
# 5cm’/min cooTBeTcTBeHHO, maBierHme ~ 1.3 kPa. ITocie
CHHTe3a MelHas IIOIJIOXKKa BBITpaBJIMBajlach B PacTBOpE
XJIOPHOT'O Keje3a, a rpadeH ¢ HCHOJIb30BaHUEM IOJIUMEp-
HO TUICHKH IIEPEHOCUIICS Ha IIOBEPXHOCTb 00pasiia HUOOusL.
VYpasenne mojmMepa OCYHIECTBIISUIOCH IPOMBIBKOM B Tell-
JIoM arieToHe. Bo3sMo)xHbIe 3arps3HeHus o0pasna ocTaTKaMu
PCaKTHBOB WM ITOJIMMEPHOI TUICHKH HE TOJDKHBI OKa3bIBaTh
3aMETHOTO BJIASIHHSI HA ITIPOIIECCHI IOTJIONICHHUs BOXOPONA,
IIOATOMY UX HaJIMYMe B HACTOAIIEH paboTe He MpoBepsieTcsl.
[Ipouenypa nepeHoca BKJIIOYaeT B ceOs MHOTOKpPAaTHOE MPo-
MBIBaHHE MTOJIMMEPHOI IUICHKH C TPa)eHOM B CBEPXUUCTOU
JICUOHM30BAaHHOW BOIE JJIsl YNAJICHUS] OCTAaTKOB XJIOPHOTO
xese3a. Ilocse mpoMbBKM oOpasia B aleTOHE OH Ipo-
CyIIMBAaeTCs B XHMHYECKOM pEaKTope HpU Temieparype
150°C B moTOKe aproHa BEICOKOI YMCTOTHL B cBs3u ¢ 3TIM
3HAYHTEIIBHOTO KOJIMYECTBA 3arps3HEHUI HE OXKUIACTCSL.

PesynpraT nepenoca rpageHa KOHTPOJIMPOBAIICH METOIOM
CIIEKTPOCKONNK KOMOMHAIMOHHOTO paccesiaus cera (KPC,
pamanoBckoit cnektpockomnuu). Crekrpet KPC Bo30yxma-
smck JmHEed 532nm (2.33eV) TBepmoTenbHOro Jasepa.
Crektpsl 06pasio mieHok AlyO3/Nb(200 A)/Gr no m
TIOCJIC TUAPUPOBAHUS NpUBeneHb Ha puc. 1. Habmonaemeie
KA | ¢ ¥ | g/ CBSI3aHBI C IIEPEHECEHHBIM Ha MOMJIOKKY I'pa-
¢enom. OtcyTcTBHE KA |p M COOTHOIIEHNE MHTEHCUBHO-
creit lg//lg ~ 0.86 Ha ciekTpe obpasma 10 rMAPHPOBAHUS
CBHICTEIILCTBYET O Oe3nedekTHOM OBYXCiIOiHOM TpadeHe,
YTO IMOATBEP)KHAETCS M HKCIPECC-OLICHKOH Ha HHTEpHeT-
pecypce ,,Graphene Number of Layers Calculator From
Ip/lg and lyp/lg Ratio via Raman Spectroscopy” [13].
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1o (cBepxy) W MocJie TMAPUPOBAaHUs (CHU3Y).
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Ta6bnuua 1. YciioBust SKCIIEPHUMEHTOB 10 THAPUPOBAHMIO IUICHOK HAOOHSI

Temmeparypa Bpemsa Xapaxkrep
O06pa3ips mpolecca, Pesysnbrar
°C BBIIEPIKKY, h OCTBIBAHUS
Al,0O3//Nb(200 A) KoMHaTHa 5 _ CT II::T HBIX
ALO3/Nb(200 A)/Gr MHaTHaA PYKTYPHb!
V3MEHEHNUI
ALO3/Nb(200 A) 100 5 Jlo KOMHATHOI o f:T -
ALO3/Nb(200 A)/Gr B aprome PYKTYPHb!
M3MCHEHMIA
o 100°C
AL,O3//Nb(200 A) 150 ) B BOTOPOIC, Ciabpie
A1,03//Nb(200 A)/Gr 110 KOMHaTHOI CTPYKTYpHbIC
5 aprote M3MCHEHUST
o 100°C
B BOIOPOTE, CymecTBeHHbIE
AL O3//Nb(200 A) 300 1 o KowmATHO CTPYKTypHbIE
5 aprome M3MCHEHUST
Io 100°C CymiecTBeHHBIC
AL O3//Nb(200 A) 360 1 B BOLOpOAE, CTPYKTYpHBIC
10 KOMHAaTHOM 1 XUMHUYECKUE
B aproHe V3MEHEHUS
) OueHb CUIIbHBIC
A1 O3//Nb(200 A) 360 HOBKZMFI:;T:OH CTPYKTYpHbIE
ALO3//Nb(200 A)/Gr P U XHMHCCKHE
V3MEHEHUS

IIpennonaras, 4to B JBYXCJIOMHOM rpadeHe CJIOW pacro-
JIaraloTcs IPUMEPHO HA TOM JKE PACCTOSIHHH, YTO M B
rpadure, MOXXHO OLIEHUTb TOJILMHY rpadeHOBOro Oucsos,
oHa coctaBisieT ~ 3.35A. Bropoil cnekrp GbU1 MONydYeH
C LEJIBI0 ONPEICNIUTh COCTOSTHHAE TpadeHa Mmocie THIpHpO-
BaHus oOpasma B TeueHue Sh mpu 360°C. 3peck cooT-
HOIIEHWEe WHTEHCHUBHOCTEH cocTaBisieT lg//lg =~ 1.98, HO
HOJIyIIMPUHA IHMKOB TaK)Ke COOTBETCTBYET ABYXCJIOHHOMY
rpa¢eny. Habmonaerca ciabulit v mupokuil ik | p, kpome
TOr0, MO)XHO OTMETHTb YIIMPEHUE M PaslBOcHHE IHKa |g
[0 CPaBHEHUIO C MCXOOHBIM COCTOsiHMEM. Bce 3To ykasbl-
BacT Ha BO3HHMKHOBCHHE Je(eKToB B rpadeHe, BeposiTHEe
BCEro, BCJICACTBHE MCKAXEHHUI KPUCTAJUIMYECKOI pelleTKu
IpY TUIPUPOBAHUM.

[Mocne arrecramuu rpadeHa, HAHECCHHOTO Ha IOBEpPX-
HOCTb HHOOMEBOI1 IIJIGHKH, OBUIM IPOBENEHbI SKCIIEPHUMEHTHI
10 HACBHIICHUIO BOIOPOIOM [BYX THIIOB CHCTEM: ILUICHOK
gpcroro Huobus Al,O3//Nb(200 A) M IUIEHOK HUOOHSs, I10-
KphIThix Tpaderom, AlyO3//Nb(200 A)/Gr. Ytobbr n36exaTh
UCTOLICHUsT paboyell Ta30Boii aTMOC(hEepsl, BOTOPON IPOKa-
YHUBAJICSl Yyepe3 peakTop co ckopocThio 11/min, mognepxu-
BajIoch arMocgepHoe aasienue. [locie 3aganHOrO BpeMeHn
BBIJCP)KKH HAarpeB BHIKJIIOYAJICS, U 0OpasLbl OCTHIBAIU B aT-
Mocdepe Bogopona uiau aprosa. Kpatkoe onucanue ycaoBuit
9KCTIEPHMEHTOB TIPUBEICHO B TabuL. 1.
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OCHOBHOI1 11eJIbl0 OBUIO M3YYUTh TEMIIEPATYpHYIO 3aBU-
CHMOCTb CTPYKTYPHBIX M3MEHEHMIl I'MIPUPOBAHUH IUICHOK.
Bpemena Beimepxkm B Sh s TemmepaTyp KOMHAThl U
100°C Opun BEIOpaHBI ¢ y4ETOM €1a00T0 B3aMMOJCHCTBUS
HHOOUSI C BOZOPOZIOM TP HU3KUX TemriepaTtypax. Ilpu mo-
BBHILICHHBIX TeMIlepaTypax Bpems ObUIo cokpamieHo 1o 1h.
B mocnenHeM 3KCIepUMEHTE MPOBEpsIach BO3MOXKHOCTD
IIpefesIbHOTrO HACHIIIEHHS IJICHKH BOIOPOIOM, II03TOMY Bpe-
Msl BBIIEPKKU CHOBa OBUIO yBeqmdeHo 10 S5h, HecMoTps
Ha BBICOKYIO TEMIIEpaTypy.

[Ipouzomene BCJICACTBHE HACHIIICHAS BOTOPOIOM
CTPYKTYpHBIC M3MEHEHHUs B 00pasiax HCCIICIOBAJICh Me-
TOAMH PEHTTEHOBCKOH TU(PaKTOMETPHN H PedIICKTOMET-
puu Ha JIaOOPaTOPHOM PEHTIEHOBCKOM IH(pPaKTOMeTpe
PANalytical Empyrean Series 2. M3smMepeHusi npoBOIUINCH
B IeOMETpUM MapajlyIeJIbHOro my4ka Ha usitydeHun CoK,
¢ mmHoit BoiHbl 1.79 A. TlapajiesbHblit TepBHYHbLA ITy-
YOK (opMHpYyeTCs TPH IMOMOIIH MapaboINIecKoro 3epKaa
(cBepxpereTkn W/Si), KOTOpOe TaKkKe IMONABISICT JIMHHIO
CoKg ¥ HenpepblBHBIA CIEKTP TOPMO3HOIO H3JTy4EHHS.
Boicota myuka cocrabisiia 0.05mm. Ilpu pudpaxromer-
PUYECKHX U3MEPEeHUsIX JUI PEerucTpaliyd BTOPUYHOIO IIyY-
Ka HCIOJIb30BAJICS NO3ULMOHHO-1yBCTBUTEIIbHBINA JAETEKTOP
PIXel3D ¢ paspemiennem mo 260 He xyxe, yem 0.0016°.
DTO COOTBETCTBYET aOCOIOTHOI MOTPENIHOCTH OIperesie-
Hus napamerpa pemetku ~ 0.001 A B unTepecyromem Hac
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nuarnasoHe yriios. [Ipy mpoBeneHNH 3KCIIEPUMEHTOB TI0 pe-
(utekTOMETpUH IePBUYHBIN Iy4OK (GopMUpyeTCs MIIOCKONa-
PaJUICJIbHBIM KOJJIAMAaTOPOM U IUIOCKHMM MOHOXPOMAaTOpOM
u3 rpapura. BTOPHYHBIA IMYYOK KOJUTMMHPYETCS MLICIIBIO
¢ 9KBaTopHasbHOI amepTypoil 0.1 mm u perucrpupyercs
TOYCYHBIM JICTCKTOPOM, YCTAHOBJICHHBIM Ha IUICYC T'OHUO-
MeTpa.

2. Pesynbratbl 1 ux obcyxpeHune

PentreHoBckue mudpakiMOHHBIE W3MEPEHHs IT0Ka3allH,
4To B mUeHKax Huobus Al,O3//Nb(200A) popmupyercs
texctypa (110) BIOJIb HOpMaNTH K IUIOCKOCTH 0Opasiia, 4To
COOTBETCTBYET HM3BECTHBIM HaHHbIM [14]. Tlo mosioxeHHIO
pedutexca (110)Nb Ha mudpakrorpaMmax MOXKHO OIIEHHTD
IIOCTOSIHHYIO KpUCTasuIndecKoil pemeTkn Nb 1 KOHILEHTpa-
M0 BOIOPOTA.

CorsacHo paGotam [15-17], mpu MaJibIX KOHICHTpa-
IUSX BONOpOAa HAOJIONaeTcss aHW3OTPOIHOE pacHIdpeHHe
KPUCTAJUIMYECKON pelieTkn Nb B HampaBjeHHH HOPMasd
K TOBEpXHOCTH oOpasma. B sToM ciydae KOHIGHTparms
BOJOpPOJIa B KPUCTAJUTMYECKOI penieTke HUOOHs (B aTOMHBIX
HPOIIEHTAaX ) MOXET OBITh OICHECHA M3 COOTHOLICHHUS

. Ny Ad (1)
H=— — —————

Nno  0.136-do’
rac Ad — wu3MeHeHMe IMOCTOSHHON PEmETKN BOOJIb HOP-
MaJlu, d() — IOCTOsAHHasA PEHIETKU IIJICHKU HHOOHUSI 10

ruppupoBanusi, N 1 Nxp — KOJIMYECTBO aTOMOB BOIOPOIA
U HHOOMS COOTBETCTBEHHO. IlOoCTOSIHHAs pEIeTKH MOXKET
HECKOJIBKO OTJIMYaThCsl OT IapaMeTpa pemieTKH s 00b-
€MHOI'0 HHOOHS BCJICACTBUE HAINYMA YIIPYIHX HANpPsKeHUH
U3-32 B3aUMOJICICTBHS C IOMJIOKKOM, Ne)EKTHOCTH HCXOM-
HOIl TIOIUIOKKH, BIIUSIHUS IIPEIBapUTEIIbHON TepMOooOpadoT-
Kku 1 T.1. [loaTOMy BO BCex cilydasix HY>KHO HCIOJIb30BaTh
9KCHEpPUMEHTAJIbHOE 3HAUCHUE IapamMeTpa pelleTKH, a He
OpaTh U3 CHPaBOYHUKOB.

[Ipu OoJBIIMX KOHLEHTPALMAX BONOPOAA pacIIMpeHHUe
MOCTOSIHHOM pemeTkn Nb IMpONCXOOuT Takke B IJIOCKOCTH
oOpasia, B 3TOM Cilydae PEKOMEHAyeTcs MCIOJIb30BaTh

CKOPPEKTHPOBaHHYIO (opmyIty:

. Ad )
1~ 0,097 - do @)

Ha puc. 2 npuBeneHs peHTTeHOBCKHE TU(PaKTOrPaMMBl,
U3MEpEHHbIE [T MCXOnHOW IuieHkn Nb (6e3 rpadena), a
TaKke s IUIeHOK Nb, I'MApUpOBaHHBIX IIPU Pa3/IMYHBIX
yeoBusix. [locie rumpupoBaHnsi IpU KOMHATHON TeMIiepa-
type u npu 100°C peHTreHoBckHe AUDPAKTOrPaMMBI He
OTJIMYAIOTCS OT UCXOIHOM, OHM HA PHCYHKE HE MPUBOISATCS.
Wsmenennst B gu¢pakTorpaMmax HauMHAIOT HaOJIIONATHCS
IpY THAPUPOBAHUY NIPH MOBHIICHHBIX TEMIICpaTypax Havu-
Has co 150°C. IIpu 150 °C nabmonaercs ciadoe cMelIeHue
Operrosckoro pegiexca 110 Nb B MeHpmme yriibl, 9TO
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Puc. 2. PentrenoBckye muppakTorpaMMbl IUICHOK HHOOMS, MOM-
BEPrHYTHIX T'MPUPOBAHUIO IPH PA3IMYHBIX ycioBusix: () — wmc-
XOIHOE COCTOsIHME M0 ruapupoBanms, | — mnpu 150°C, 2 —

npu 300°C, 3 — mpu 360°C, 4 — mpu 360°C B Tevenue Sh.
Kpussie cnBunyTH 10 BepTukamm 1t HarssaHocTd. [Imk 110 Nb.

CBHJICTEJIBCTBYET 00 YBEJIMUCHHH IMapaMeTpa KpUCTaJuInye-
CKOIf PEIeTKU BCJICHCTBUE BHEOPEHUS B Hee Bopopona. M3-
MeHeHHne TapameTpa cocrapisieT Beero (0.007 & 0.002) A
(~0.2%).

YBemuuenue Temnepatypsl rugpuposanud a0 300 °C npu-
BOZIUT K CYLIECTBEHHBIM CTPYKTYpHBIM HM3MeHeHusM. Ioso-
xenue pegiekca 110 Nb 3ameTHo caBuraeTcss B MEHbIIUE
YIUIBL, KpOME TOro, BO3HHKaeT cjabasi acummeTpus. Ilocie
rugpupoBanusa npu 360°C B Teuenume 1h nHaGmopmaercs
JajibHelIee cMelleHue NMUKa B Majible YIVIbl, 1 HauydHaeT
IIPOSABJIATHCS BTOPOU UK, KOTOPBI MOXKET OBITH HHTEpIIpe-
TUpPOBaH, Kak pediexc ot runpuna Huobus 111 NbH,. O6a
IIMKa TOCTATOYHO HU3KHE U IIMPOKHE, YTO CBUAETEIbCTBYET
0 3HAYMTEJIbHOM HCKa)keHUH pelueTku. I1o Bceil BumuMocTHy,
HebosbIIoe KomndecTBo ruapuna odpasyercs u npu 300 °C,
YTO NPUBOAUT K HaOsomaemoil acummerpun. Hacbimenne
wieHkn Nb mpopospkaeTcs IMpU yBEJIMYEHUU BPEMEHH 3KC-
1o3uluK, HabJogaeTcss yMEHbLICHHE HHTEHCHBHOCTH pe-
¢nexca 110 Nb co Bpemenem. Yepes 5h rumpupoBanus
pu Temnepatype 360 °C KoHLIEHTpals BOOOPOia B IUICHKE
IOCTUraeT HaChIIEHUs, HIOOMI OJTHOCTBIO MJIH IIOYTH II0JI-
HocTbiOo TepexoguT B ruapun NbH,. Pemerka nckaxkaercs
HACTOJIBKO, YTO 0Opasel] CTAaHOBUTCA PEHTreHOaMOpP(HBIM
1 Ha audpakTorpammax Oosiee He HaOIIOMAETCS HUKAKUX
TTHKOB.

[IpoanamisupyeM BIIMSIHUE MOKPHITHS padeHa Ha THAPH-
poBanne 1uteHoK Nb. Ha puc. 3 mpencraBiieHbl peHTI€HOB-
ckue audpakTorpamMmbl ot obpasua Al,O3/Nb(200 A)/Gr
IO W TOcJie TUAPUpOBaHUS. |mMapupoBaHHe NPOBOTHUIIOCH
npu Temneparype 360°C B Tedenne Sh omHOBpeMeHHO ¢
mwieHkor Nb 6e3 rpadena. Hecmorpss Ha TO 4TtOo Bpems
skcnosumu o6pasua Al,O3/Nb(200 A)/Gr cocrasmsio 5h,
KOHIIGHTpallisi BOOPOIA OKa3ajlach Ha)Xe MeHbINe, 4eM

XKypHan TexHuyeckon comnsumku, 2025, Tom 95, Bbin. 3



MexayHaponHaa koHgepeHuus JHaHoyrnepon n Anmas” (HuA’2024) 619

10 [
:; L
o
&
; 8 -
N
2
S
6 -
1 " 1 " 1 " 1 " 1 " 1 " 1 " 1
36 38 40 42 44 46 48 50
20, deg
Puc. 3. PenrreHoBckue muppakTorpaMMbel OT  IUICHOK
ALO3//Nb(200A)/Gr o (cHM3y) W ToOCiIEe TMIPUPOBAHHSA

(cBepxy). KpuBele COBHHYTHI IO BePTUKAIM VIS HAIVIITHOCTH.
IMuk (110)Nb.

1T aHAJIOTMYHOTO O0pasia 4YucToro Huodbms mociie lh
npu Tou ke Ttemmeparype. Ha mudpakrorpamme BuaHa
CXOIHAsl ACHMMETpHsl, OOYCJIOBJICHHAs IIOSIBJICHUEM IHKa
(111) ruppuma HroGust NbH,, mpu aTOM OHa Jaxe 4yTb
Oosiee BepakeHHas1. [1o-BUIMMOMY, 3TO CBSI3aHO C TEM, YTO
OJslarogapsi MEHbIIICl KOHIICHTPALlMU BOHOPONA KPHCTALIH-
Yeckas penreTka aeOopMHpOBAIaCh HE TaK 3HAYHUTEIIBHO.
OTo BCe TOBOPUT O TOM, 4TO TpadeH NPENCTABISCT CO-
00if 4aCTUYHO NMPOHUIIAEMBIl Oapbep sl MPOHUKHOBEHHS
Bojlopona B HuoOWil. Bomee Toro, rpadeH mpemoTBpaTHII
CYILICCTBCHHbIC MCKAXXCHHS PEIICTKH, U PaccMaTpUBACMbIN
obpasell He mepeles B peHTreHoaMop(HOe COCTOSIHUE, KaK
€ro aHaJIor M3 YUCTOr0 HHOOWS, TUIPUPOBAHHBIA B TEX
JKe YCJIOBHAX. OTH PasjMyds MOXKHO ObUIO HaOomaTh |
BU3yaJIbHO: IIJICHKa HHoOusi 6e3 rpadeHa mocse ruppupo-
Banus B TedyeHne Sh mpm 360°C morepsuia XapaKTepHBIHA
MeTaJUTMYecKiil OJIeCK W CTaja MOJHOCTBIO MPO3PavHOil,
C TUICHKOH, TOKPHITOW TpadeHOM, TaKAX W3MCHEHWA He
MPOU3OLLIO.

[IpoanaymsupyeM OIICHKH KOHIICHTpAlMd BONOPOa B
UCCIIeMyeMBIX 00pasiax, MOJIyYeHHBIE C HCIOJIb30BaHHEM
¢dopmyn (1) u (2) (tabs. 2). VuursiBass oOpa3oBaHHE
rugpuna NbHj, MOXKHO CKa3aTbh, 4TO KOJIMYECTBO BOIOPONA,
MPOHMKIIETo B 00pasell, HECKOJIBKO OOJIbIIIe, YeM CIICIyeT 13
MaHHBIX PacueToB (BOMOPON, BXONSINMA B COCTaB THAPHIA,
OpHUBEICHHBIME (HOPMYJIAME HE YYUTHIBACTCS ). JJaHHBIX JIsT
mwienku Al,O3//Nb(200 A), Bhimepxannoii B Bogopone 5h
npu Temmeparype 360°C HeT B CBA3M C OTCYTCTBHEM
IA(PPaKIIOHHOTO MUK,

OO0pasnpl nociie TUAPUPOBaHUS B TedeHHe S5h mccieno-
BAJIMCh TAaKXKE METOIOM PEHTTEHOBCKOI pedeKTOMEeTpHH.
HanHple 00pasmpl OblIM BBIOpPaHBI IOTOMY, YTO IIPOE-
MOHCTPUPOBaJId HAWOOJIee CUJIbHBIC CTPYKTYpPHBIE H3Me-
HeHus. PesynbraTel mperncrasiiensl Ha puc. 4. PedurexTo-

KypHan TexHuyeckon comnsumku, 2025, Tom 95, Bbin. 3

Tabnuua 2. KoHueHTpalyst aT0MOB BOIOpojia B 00pasiax IUICHOK
HUOOUS TIPU Pa3JIMYHBIX YCJIOBHUSAX THAPUPOBAHUS

Ycnosus o
O6paszerr P — Ad/dy | Cu,at%
Al1,03//Nb(200 A) 150°C, 1h 0.002 1.5
AL O3//Nb(200 A) 300°C, 1h 0.045 48
Al1,03//Nb(200 A) 360°C, 1h 0.075 78
A1,03//Nb(200 A)/Gr 360°C, 5h 0.066 67

MeTpUYeCKHe KpUBble 00pabaThIBAIUCh C HCIIOIb30BAHHU-
em mnporpammuoro obecreueHnss X'pert Reflectivity, xo-
TOpOE IOCTABJIUIOCh BMECTE C PEHTICHOBCKUM udpak-
ToMeTpoM. JlaHHas mporpamma peajusyeT TpaJulHOH-
HBI QJTOPUTM ONTHMHU3ANMK Habopa mapamerpoB (TOJ-
IIMHBI CJIOEB, IIOTHOCTH, IOKa3aTel MPeIOMJICHUS, MEeXK-
CJIOMHBIEC IIEPOXOBATOCTH ), ONHCHIBAIOMINX HCCIICLYEMYIO
CTpyKTypy. Ilapamerpnl BapbpupylOTCA 00 HPHEMIIEMOrO
YPOBHSA COBIAJCHUS] PAcyeTHOM M SKCIEPHUMEHTaIbHON
pedurekToMeTprUecknx KpuBbIX. Ha Kakmom 1mare orr-
TUMU3aLUK [POBepsieTcsi, 4TOObl 3HA4YeHHs IIapaMeTpoB
HE BBIXOOWJIM 32 pasyMHBIC Mpeesibl, KOTOpPBIC 3a/IaloT-
Csl OIepaTopoM, HCXOA U3 alpHOpHON MHopMmamuu 00
obpastie.

B HMCXOHOM COCTOSHHMH IJIEHKH HUMeIoT Tommuny 205 A,
u3 Hux Bepxuue 30 A npencrasnsior co6oit okucen NbyOs.
Hab:monaercs c1abasi HEOMHOPOTHOCTD 110 TOJIIMHE TUICHKA
B IUIOCKOCTH obOpasua. Ilocse ruppupoBaHus oOpasern 4u-
croro Huo6us Al,03//Nb(200 A) (puc. 4, a) nemonctpupyer
3HAUMTE/IbHOE YBeJIMueHHe TommmHbl (10 470 A) u 3amer-
HOe yMeHbIleHHe mioTHocTH (5.17 g/em® mo cpasHenuio ¢
8.57g/cm? pns wmcToro HMOOHWS). DTa IUIOTHOCTH OJIM3KA
K CHPaBOYHOMY 3HAYEHMIO IJIOTHOCTH THAPHIA HUOOUS
(6g/cm?), eme Gosee HU3KAs BeIUYMHA, MO-BHAUMOMY,
CBSI3aHA C BBICOKOM IMOPHCTOCTBIO 0OPa30BaBIIETOCs CJIOS,
IIOCKOJIbKY HEBO3MOYKHO OOBSICHUTH YBEJIMYEHUE TOJIIMHBI
TOJIBKO YMEHBIICHUEM TUIOTHOCTH. MOYKHO MPEIIOJIOKUTD,
4yTo oOpasel Mocjae T'MAPUPOBAHUS NPEACTaBiseT coOoi
CJIOW W3 MHOXECTBAa KPHCTAJUINTOB, pasMepaMH MEHBIIE
00J1aCTH KOTEPEHTHOIO paccesiHusi (4TO HPUBOTUT K OT-
CYTCTBHIO IIMKOB Ha IH(ppPaKTOrpamMme), KOTOPEIC 00pa3yioT
YTO-TO THIIA KOMIAKTHPOBAHHOTO HAHOIIOPOIIIKA.

Unas kaptuna 11s o6pasua Al,O3/Nb(200 A)/Gr. Uzme-
HEeHUs TOJILMHBI U IUIOTHOCTA B HEM HE TaK 3HAYMTEJIbHBI
(214 A, 749 g/cm3), HO Bce *e yMEHbIICHHE ILUIOTHOCTH
He MOXKEeT OBITb ONHCAHO TOJIbKO JedopMalueil peleTKku
BCJICACTBUC TOIJIOMEHHUS BOXOPONa. DTO MONTBEPIKIAET
BBIBOIBI M3 aHaM3a mudpaktorpammsl (puc. 4,b), 4ro B
o0paslie NPUCYTCTBYET KaK TBEpIblil pacTBOP BONOpPOXA B
HUOOWH, TaK W THAPWI HHOOWA. 3a cueT Ham4us oOjacTei
TUpUaa IJIOTHOCTh 00pasia MpUHUMAeT 3HAUYCHUE MEXIY
BEJIMYMHAMH IUIOTHOCTEH YACTOrO HHOOHS M €ro THIpUfa.
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Puc. 4. Pedrexromerprueckne KpuBBIC, OTpaXKAOIME CTPYKTYPHBIE M3MEHEHMs1 B wHCCienyeMbix obpasmax ALO3;/Nb  (a)
1 Al,O3//Nb/Gr (b). Kpubie () COOTBETCTBYIOT MCXOIHOMY COCTOSIHHIO 0 THAPHPOBaHWs, KpuBble I — Tocyie ruapupoBaHust. Kpuseie

CABUHYTHI 110 BEPTUKAJIN JJIA HATJIAAHOCTHU.

3aknioyeHune

[TokazaHo, YTO TOHKHE TUICHKA HHOOHS UCIIBITBIBAIOT PST
IOBOJIHO 3HAYMTEJIbHBIX CTPYKTYPHBIX M3MEHEHUH B Mpo-
1ieccax T’uApUpPOBaHUs P PA3IMYHBIX TEMIIEpaTypax U Bpe-
MeHax Beiiepykkn. Craboe ruppuposanue (o 1at.%) mpu-
BOJIUT JIMIIb K 0OPa3OBaHMIO TBEPIOIO PacTBOpa BOXOPONA
B HroOmn. Ilpn Oosiee BHICOKMX KOHIIEHTpAIWSX BOMOPOAA
THPUPOBaHAE HEOOPATHMO — HAYMHAIOT 00pa30BBIBATHCS
TUAPULbL, B KPUCTAUIMYECKOIl penieTke HaOsogaloTcs 3Ha-
YUTEJIbHbIC HCKaXKEHHA. DKCTpeMalIbHOE THAPUPOBAHKE IIPU-
BOJIUT K MOJIHOMY IIPEBPALICHAIO YACTOTO HAOOUS B THAPHI,
YTO CONPOBOXKIACTCA CHJIBHBIM HapyIICHUEM KpUCTaJLTYe-
CKOT'0 TIOPSZIKA U MEPEXONOM IJICHKH B PeHTreHoaMopdHOoe
cocrosiue. [Ipu 3ToM Gosiee YyeM B [1Ba pa3a yBEJIMUMBACTCS
ee TOJILIMHA, 3HAYUTEJIbHO MafaeT MJIOTHOCTD.

ITomoOpanbl ycjI0BUA T'MAPUPOBAHUS IUICHOK HHOOMSA C
ETIbI0 TIOJTyYeHHsT HeOOXOMMMOro pe3yibTara, 00pa3oBaHus
TBEPIOro pacTBopa n/wm ruapuna. HaneceHHbI Ha ToBepx-
HOCTb IUICHKU TpadeH sABJsieTcss OapbepoM MJIsi IPOHUKHO-
BEHUSI BOIOPOINAa M 3aMETHO CHIDKAeT ero KOHIEHTPALHIo
BHyTpu oOpasua tuma AlpO3//Nb/Gr mo cpaBHeHHIO C
ruppupoBanreM yncToil ieHkn Al,O3//Nb B Tex xe ycio-
Busix. Takum obOpasoM, rpadeH MOXXHO HMCHOIB30BaTh IS
IOIIOJITHUTEIPHOTO PETYJIMPOBAHUS CKOPOCTH MOCTYILICHHS
BOJIOpONa B HUOOUIL

[Tomy4yenHsle B paboTe pe3ysbTaThl HEOOXOAUMSI [T TOY-
HOT'O aHaJIN3a CTPYKTYPHBIX M3MEHEHHI P TUIPUPOBAHUH
OoJiee CIIOKHBIX CHCTEM, HalpHMep, CBEPXPEIICTOK THUIIA
»»PEIKO3EMEJTbHBII METa U/ IePEXOTHBIN METAJT® B KOTOPBIX
HHOOMI siByIAeTCA (PYHKLMOHAIBHBIM CJIOEM, CIOCOOCTBYIO-
MM IIPOHUKHOBEHMIO BOIOpPOsia B obpaserl

®uHaHcupoBaHue paboTbl

HccnenoBanre BHIIOMHEHO 3a cueT rpaHToB Poccuiickoro
Hay4Horo ¢onza (nmpoekt Ne 24-12-20024) n CepusioBckoit
obsactu (mpoekt Ne 2-24-OT').
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