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HUccnenoBano ¢popMupoBaHre OJHOPOAHOTO TBEPJOTO PACTBOPA B CIOUCTOH MIIEHOYHON CHCTEMeE
Ag-Pd ¢ tommuHo# ciioes o 60 HM nipu in situ Harpese B [I9M. [Tnenounas cucrema popMHUpOBaIaCh
MyTeM IOCIIeI0BaTeIbHON KOHIEHCAllMH KOMITIOHEHTOB B BaKyyMe IPU KOMHATHOW TeMIepaType Mmoj-
noxku. [TokazaHo, uto, HaunHast ¢ Temneparypsl 180 °C, B cuctreme Ag-Pd axrusupyrorcs auddy-
3MOHHBIE TPOIIECCHI, KOTOpBIE Yke mpu TeMieparype 350 °C npuBOIAT K MOTHON FOMOTEHU3AINH
IUIEHOYHOU CUCTEMBI I10 BCEH TOJIIIIUHE.

KaroueBnle cioBa: miéHouHas cucrtema Ag-Pd, in situ Harpes B [19M, romoreHuzanusi.

PO JU®Y3IMHE NEPEMIIIYBAHHS B IIAPYBATIN IIIBKOBIV CUCTEMI
Ag-Pd

O.I1. Kpumrraas, C.1I. Borarupenko, P.B. Cyxos, O.0. MiHeHkoB
Hocmimkeno popMyBaHHS OTHOPITHOTO TBEPIOTO PO3UMHY B IIApyBaTiil MITiBKOBiH cuctemi Ag-Pd 3
TOBIITMHOFO 11apiB mo 60 HM 1ipw in situ HarpiBanHi B [IEM. IltiBkoBa cuctema gpopmyBatacs MIITXoM
TTOCITITOBHOT KOHJICHCAITi1 KOMITOHEHTIB Y BaKyyMi IPH KIMHATHIH TemnepaTypi miaknaaka. [Tokazano,
110, mounHaroun 3 Temieparypu 180 °C, B cucremi Ag-Pd aktuByroTses nudy3iitHi MporecH, ki Bxke
mpu Temmeparypi 350 °C mpu3BOAATE 10 TOBHOI TOMOT€HI3aIli{ TUTIBKOBOT CHCTEMH TI0 BCiii TOBIITHHI.
Kuarouosi ciioBa: mmiBkoBa cucrema Ag-Pd, in situ Harpisanus B [I9M, romoreHizariis

ON THE DIFFUSIONAL MIXING IN Ag-Pd LAYERED FILM SYSTEM
A.P. Kryshtal, S.I. Bogatyrenko, R.V. Sukhov, A.A. Minenkov
The formation of homogeneous solid solution in Ag-Pd layered film system with 60 nm layer thick was
investigated by means of in situ TEM heating. The film system was formed by sequential deposition
of components in vacuum on the substrate at room temperature. It has been shown that diffusion pro-
cesses in the system under study were activated starting from a temperature 180 °C. These processes
were completed at 350 °C and led to a total homogenization of the film system over its entire thickness.

Keywords: film system Ag-Pd, in situ TEM heating, homogenization.

BBEJIEHUE

N3BecTHO, uTO A dy3UOHHBIE TPOIIECCH B HA-
HOpa3MEPHBIX CUCTEMAaX MPOTEKAIOT 3HAUNTEIb-
HO MHTEHCHBHEE 0 CPABHEHHIO C MAaKPOCHCTE-
MamH [1], XOTS KOJIMYECTBEHHBIE NTaHHBIE 00
SHEPTHIX aKTUBAMU M Kodduimentax aud-
(y3un orpaHMYEHBI 1axe A5 OTHOKOMIIOHEHT-
HBIX ¥ IPOCTEUIINX OMHAPHBIX HAHOPA3MEPHBIX
CUCTEM. DTO CBSI3aHO CO CIOKHOCTHIO SKCIIEPH-
MEHTAJILHOTO uccienoBanus AudQy3un B cuc-
TeMax C MOHMKEHHOW Pa3MEpHOCTHIO U MHO-
KECTBOM (haKTOPOB, BIUSIOUINX HA KHHETHKY €€
npotekanus [2]. [Tpu sToM Hanbonee neTaabHy0
uH(popMaIuio npu uccieaoBanuu auddy3umn
MO>KHO TMOJIyYHTb, KaK MPABHUIIO, IPHU MTOMOIIN
in situ MeTo10B. In situ mpocBeunBaroIas IEKT-
POHHAst MUKPOCKOIIHSI SIBJISIETCS] OJTHUM M3 CaMBIX

MOIITHBIX METOI0B U3yUYEeHHUS POIIECCOB B3aUMO-
JEHCTBHS B HAaHOPAa3MEPHBIX 00BeKTax [3, 4].
OpHako UCTIOIB30BaHUE N30JUPOBAHHBIX HAHO-
YaCTUI] Ha yIIIEPOHBIX MOIIOKKAX TpeOyeT yue-
Ta B3aMMOJICHCTBUS MaTepHaa MoJI0KKH C UC-
CJIeyeMOM CUCTEMOM, YTO 3HAYUTEILHO YCIOXK-
HSIET UHTEPIIPETALUIO pe3yabTaToB [5]. B HacTo-
Auiei paboTe mpeiaraeTcs UCIoIb30BaTh CIIOU-
CTbIE TUIEHOYHBIE CUCTEMBI, ITOTy4aeMble TOCTIe-
JIOBaTEJIbHON KOHJIEHCAlMel KOMIIOHEHTOB B
BaKyyMme, JUIsl ucciaenoBanust auddysuu B Ou-
HapHBIX cucTeMax. Takoil moixon odbecrneynBaeT
KOHTaKT KOMIIOHEHTOB CUCTEMBI HAa aTOMapHOM
YpOBHE 1 HUBEJUPYET BIUSHUE CBOOOIHOM MMO-
BEPXHOCTH U TOMJIOKKH Ha HccleayeMbie d¢-
¢extol. Llenbio 1anHO# pabOTHI ABISAIOCH U3Y-
YeHHUe IMpollecca TOMOTEHU3AINH B CIIOMCTOM
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IUICHOYHOM CUCTEME IIpH €€ HArp€BC HCIIOCPECA-
CTBCHHO B 3JICKTPOHHOM MHKPOCKOIIC.

OBBEKTbBI U METO/JIUKA
NCCIEJIOBAHUSA

B kauecTtBe 00BEKTa HMCCIEAOBaHUA ObLIAa BEI-
OpaHa cioucTas IJieHouHast cuctema Ag-Pd.
KoMItoHeHTHI 3TO# crcTeMbl 00pa3yroT (ha30ByrO
JrarpamMmy THIIa CUTapa ¢ HeOrpaHHYEHHOU pac-
TBOPUMOCTBIO KOMIIOHEHTOB B TBEPIOM U KH/I-
KoM coctosHusAX. [Ipn 3TOM mapameTpsl Kpuc-
TAJUTMYECKON peIIeTKH cepedpa W majuagus
(0.408 1 0.389 HM COOTBETCTBEHHO ) 3HAUNTEITb-
HO OTJIMYAIOTCS APYT OT JAPYyTa, 4TO MO3BOJISET
TG PaKIMOHHBIMU METOJaMU HAACKHO (PUK-
CHUPOBATh COCTOSTHHE CUCTEMBI U OTIPEACTISATH MO-
MEHT (OPMHUPOBAHUS OJTHOPOJIHOTO TBEPIOTO
pacTBopa B pe3yibrare 1udy3uoHHOTO Iepeme-
[IMBAaHUS KOMIIOHEHTOB.

Hccnemyemble TIIEHOYHBIE CHCTEMBI TTOTyYa-
JIUCH ITOCPEICTBOM JICKTPOHHOITYYEBOTO HCTIa-
pEeHUs KOMIIOHEHTOB M3 HE3aBUCHUMBIX HCTOY-
HuKoB B Bakyyme 1-1077 Topp. Ha cBexuii ckon
MoHokpucTamuia KCI, Haxomsmmiicss mpu KoM-
HaTHOHM Temreparype, Mocle0BaTeIbHO KOH-
neHcupoBanuch mieHku C, Pd u Ag TonmuHoii
20, 60, 60 uMm, cooTBeTcTBEeHHO. [lNeHka yrie-
poJia mpenoTBpaIiaia B3auMoJIeHCTBHE MOHO-
KPHUCTAJLIa COJIM C UCCIIETyEMOM TIICHOYHOM CHC-
temoii Pd-Ag. [locne xoHIeHcanuu TJIEHKA
C/Pd/Ag oTaensnach OT MOJUIOKKH ITyTEM pac-
TBOPEHHsI COJTM B JUCTUJUIMPOBAHHOW BOJIE U
MTOMEIIAJIach Ha AJIEKTPOHHO-MUKPOCKOITUYEC-
KYIO CETOYKY.

CtpyKkTypa IICHOYHOH CHCTEMBI HCCIIEO-
BaJIach in Situ B MPOCBEYNBAIOIIEM DIICKTPOHHOM
mukpockornie [IEM-125K B nuama3zone temrie-
patyp ot 20 10 800 °C ¢ UCIoIb30BaHUEM CIIC-
[IMAJILHOTO JIepKaTelsl JUIsl HarpeBa o0pasIioB.
Oc00EHHOCTh JaHHOTO JIepKaTels COCTosIa B
TOM, YTO HarpeBaHue 0Opa3IOB MPOBOAMIOCH
MyTEM MPOMYCKaHUs JIEKTPUUSCKOTO TOKA He-
MMOCPEICTBEHHO Yepe3 CIEeIHUAIBHO MOATOTOB-
JIEHHYIO DJICKTPOHHO-MHKPOCKOTTMYECKYIO Ce-
TouKy. Takoii cmoco0 HarpeBa obecreurnBa Ma-
JYI0 MTHEPIIMOHHOCTh CUCTEMBI U TTO3BOJISIT MH-
HUMH3UPOBATh TEPMUUYECKHUI Jpeiid oObeKTa.
Jns onpenenenus TemnepaTypbsl 00beKTa Jaep-
KaTellb ¢ IEKTPOHHO-MHUKPOCKOITUYECKON ce-
TOYKOHM TIpeABapUTEILHO KaJIMOpOBAJICS Ha

CTEH/IE, CO3/IaHHOM Ha 0a3e BICOKOBAaKYyMHOMN
ycraHoBku BVYII-5M, u cocrosdmem u3 nupo-
METpa U MPEUU3NOHHOIO0 UCTOYHUKA MUTAHUS,
KOTOPBIE YIPABISUTUCH ITPU TOMOIIH CIEIHAIIb-
HO paspaboraHoil nporpammont g [IK. Jlns
Ka)KJI0M 31€KTPOHHO-MUKPOCKOIIUYECKOH ce-
TOYKH CHUMAJIach 3aBUCUMOCTb €€ TEMIIEPATYPBI
OT BEJIMYHMHBI IPOITYCKAEMOI'0 AIEKTPUUECKOTO
ToKa. TOUHOCTB onpezeneHus TeMIeparypsl ce-
TOYKH cocTaBisuia 2%. Manblii pazmep siueiiku
(MCTI0NB30BAJINCH HUKEJIEBBIX CETOYKU TOJIIN-
HOIt 30 MKM U pazMepoMm siuerku 37%37 MKM),
COBMECTHO € XOpOIIEH TeTIIONPOBOIHOCTHIO 00-
pasua, odecreunBalid, B paMKax MOTPELIHOCTH
M3MEPEHMSI, OIMHAKOBYIO TEMIIEpaTypy M0 BCel
ioniaau stueiiku. CKopocTh HarpeBa B pa3iand-
HBIX JKCIEPUMEHTaX BapbHpOBaJach B AMAIa-
3oHe ot 0.1 1o 1 K/cexk. [TockoipKy 3HaYUTEIH-
HOT'0 U3MEHEHUS IOBEIEHUS 00pa3L0B IPU pa3-
JIMYHBIX CKOPOCTSIX HarpeBa He HaOII0AaoCh, TO
IIPUHUMAJIOCh, YTO B JIFOOOH MOMEHT BpPEMEHU
uccrenyeMas mieHouHas cucrema Ag-Pd naxo-
JIUIIach B COCTOSTHUM OJIM3KOM K PaBHOBECHOMY
Mpy JTaHHOW TEMIIepaType.

MukpoudpakiinoHHast KApTHHA TNIEHOYHOM
CUCTEMBI pErHCTPUPOBAIIACH C IIOMOLIBIO CUCTE-
Mbl CAM-1 Ha 6a3e udpoBOil BUACOKAMEPHI.
Hcnonp30BaHue BUEOKaMePbI O3BOJISIIO MTPO-
BOJIUTDH HETIPEPHIBHYIO PETUCTPALIUIO0 MUKPOIU-
($paKIMOHHOTO U300paKEHUsI CUCTEMBI B IIPO-
LIECCE €€ Harpesa.

PE3YJIBTATBI U OBCYKJIEHUE

Ha puc.1 npuBeneHbl XxapakTepHble MUKPO-
TU(pPaKIMOHHBIE KAPTHHBI HCCIETyEeMOU Ie-
HOYHOH cuctembl Ag-Pd npu pazinnyHbIX TeM-
nieparypax 1 COOTBETCTBYIOIIHE (hOTOMETpHYEC-
KHe KpuBbie. Pa3mep o0nacTeil KOrepeHTHOCTH,
OIICHEHHBIH B COOTBETCTBUHU C BBIPAKEHHEM
CemnsixoBa-1lleppepa n1st 060uX METaUIOB MPU
KOMHAaTHOM TemIeparype, IpUHUMaeT 3HaueHUe
=5 HM. I3MeHeHue yriia HakjIoHa oOpasua 1o
OTHOILEHHMIO K ITy4KY JIEKTPOHOB HE IPUBOJINIIO
K TepepacnpeieeHuI0 UHTEHCUBHOCTH JINHUI
TU(PPaKIMOHHONW KapTHHBI, YTO, COBMECTHO C
MajibIM pa3MepoM 00JacTeil KOrepeHTHOCTH,
YKa3bIBa€T HA MO3aUYHYI0 MEJIKOIUCIEPCHYIO
CTPYKTYPY IUIEHOUHOU CUCTEMBI T10 BCEH €€ TOJI-
muHe. BUaHO, 4TO pH NOBBILIEHUH TEMIEpa-
Typbl AByx(a3Has ruieHouHas cuctema Ag-Pd
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Puc. 1. MukponudpakinoHHBIe KapTHHBI IICHOYHOHW cucTeMbl Ag-Pd mpu pa3nuyHbIX Temmeparypax u ux (orto-
METPUYECKHE KPUBBIE.

(puc. 1a) mocTeneHHo NepexoAUT B TOMOT€HHYO
CHCTEMY, COCTOSILIYIO U3 OAHOPOHOTO TBEPAOTO
pacTBopa 1o Bceil ToNIuHE TUIeHKH (puc. 1T, ).

11 Toro yTOOBI ONpEeAETUTH 00JIaCTh TEMIIe-
patyp, B KOTOpoH MpoTekaroT nuddy3MoHHbIE
IIPOLIECCHI B UCCIIeAyeMOl cucTeme, Obuia Ipo-
BE€JICHa KOJMYECTBEHHas 00paboTKa BHUIEOIO-
CJIEZIOBATEJILHOCTH C LIIarOM IO TEMIIepaType B
10 K. B kauecTBe KpuUTEpHs HCIIOIB30BAIACH
WHTEHCUBHOCTD U NOJTYIIMPHUHA ABOHHOIO MHKA
(220) Ha (OTOMETPHUECKUX KPUBBIX JIEKTPO-
HorpamM (puc. 1). Takoii BeIGOp 0OycioBIEH
TEM, YTO [IPY MOBBIIIEHUH TEMIIEPATYPhI U, CIIe-
JIOBaTeJIbHO, aKTUBALMU AU(PPY3MOHHBIX TPO-
LIECCOB, MUKU cepedpa U Mmajiaaus Ha 3JeKT-
POHHOTpaMMax PACHIMPSIIOTCS U COIMKAIOTCH,
BCJIEJICTBUE YETO MJIEHTU(PHUIUPOBATH MOJO-
KEHHE KaXJ0ro M3 HUX MO OTJEJNbHOCTH 3a-
TpyAHUTENBHO. B160p mukoB (220) o0yciosneH
TEM, YTO 3TU pe(IIEKChI JOCTATOYHO HUHTEHCHB-
HBI ¥ XOPOIIIO Pa3InYMMBbI Ha JIEKTPOHHOIpaM-
Max, a TaK)Ke OTCYTCTBUEM OJIM3JIEKAIINX JIH-
HUH, BIMAIOIMX Ha GOpMYy IHUKOB. Pe3ynbraTsl
IIPUBEJIEHBI Ha puc. 1.

Bunno, 4ro mo mepe HarpeBa 0 Temmepa-
Typbl =180 °C 31eKTpoHOrpaMma He U3MEHsIach
(puc. 10), oTueTnMBO HAOIIOAATNCH JTMHUH, CO-
OTBETCTBYIOILME INIEHKaM cepedpa 1 najuiaus,

(222)

~
(311) (311)

| Y
| (220)
Pd  Ag |

(111) 20

UX MHTEHCHUBHOCTH U MOJYIIUPUHA OCTaBAIHUCh
NOCTOAHHBIMU (pHc. 2). Haunnas ¢ Temnepary-
pel =180 °C, akTuBupyrorcs audQy3noHHbIE
IPOLIECCHI: JIMHUHU, COOTBETCTBYIOIINE IJICHKE
cepebpa, HAYMHAIOT CMEIAThCsl B CTOPOHY 00-
JBIINX YITIOB, IPU 3TOM HOJIOKEHHE JTUHUMH Maj-
Jagus OCTaeTcs MPaKTHYECKU HEeHU3MEHHBIM
(puc. 1B). OTOT QaxT OHO3HAYHO YKa3bIBAET HA
HanpasieHue quddys3un: namaauii tupdyH-
nupyer B cepedpo. COmkeHue JIMHUM IpuBo-
JUT K HE3HAYUTEITbHOMY POCTY UHTEHCUBHOCTH
JBOWHOTO NHKa, U npu temmneparype 300 —
350 °C maHHBIN mpo1Iecc 3aBEPIAETCS MTOJTHBIM
CJIMSIHUEM JIMHUH, Ha 3JIEKTPOHHOTpaMMe TpH-
CYTCTBYET JIMIIIb OJJHA cUCTeMa JIUHUH (puc. IT),
COOTBETCTBYIOIAs AU(PAKIINU OT OTHOPOAHOTO
TBEPJIOTO PACTBOPA, YTO YKA3bIBAET Ha MOJHYIO
TOMOT€HH3ALMIO CUCTEMBI. J{anbpHenIee MoBel-
IIEHHE TeMIlepaTypbl HE MU3MEHSIO XapakTep
3JIEKTPOHOTPAMMBI, a BJIUSJIO JIUIIb HA UHTEH-
CUBHOCTb JINHUI M, COOTBETCTBEHHO, Ha IMOJTY-
mupuHy nuka. Tak, 1o Temneparypsl =430 °C
HPOMCXOJIMIIO MTOCTENIEHHOE CYKEeHHE BCEX JIH-
HUH IPH OHOBPEMEHHOM POCTE UX MHTEHCHB-
HocTH (puc. 11). IIpu 60omee BbICOKUX Temmepa-
Typax MHTEHCUBHOCTb U IMOJIyIIMPHHA IHKOB
JIEKTPOHOTPaMMBbl OCTABAINCh HEM3MEHHBIMU
BILIOTH J10 Temmneparyp =600 °C, HaunHas ¢ Ko-

353



O JIH®DY3HOHHOM IIEPEMEIIHBAHHH B CJIOHCTOH INTEHOYHOH CHCTEME Ag-Pd

16- -60
%..“ . o o {D
50
121 .f o
z °.o ~
L 40
81 Q)g'
oo
%GD%%QP oo 4 + L 30
4 :

400 7K 600 800

Puc. 2. 3aBUCUMOCTb IOy IIUPHHBI (* ) U HHTCHCUBHOCTH
(0) nuka (220) ot TeMHEpaTypHI.

TOPOI Ha KOJIBI[aX MOSIBIISIFOTCSL OT/IENBHBIE ped-
JIEKCHI, YKa3bIBAIOIINE HA CYIIECTBEHHOE yBe-
JMYEHHE pa3MepOB KPUCTAJIIUTOB.
HeoOxomuMo oTMeTHTh, YTO K03(dunneHT
muddy3uu B cucreme Ag-Pd, kak mpasuiio, J10-
CTHTaeT HKCIIEPUMEHTAIEHO U3MEPSEMBIX BEITH-
4yuH npu Temriepatypax Boiie 400 °C [6]. AkTu-
Bars A1 (Hy3un B SITUTAKCHATIBHBIX MOHOKPHC-
Tajnyeckux rmieHkax Pd/Ag [2] raxke HaOr0-
nanack rmpu Temmeparypax okono 400 °C. Ecrect-
BEHHO IPEIOI0XKHUTh, YTO HabonaemMoe ug-
(dy3HMOHHOE TepeMelInBaHie KOMIIOHEHTOB B
uccreyeMol cucteme rpu Temeparypax 180°C
— 350 °C cBs3aHO UMEHHO C MEJIKOIUCTIEPCHOM
CTPYKTYpPOU CIOMCTON NJIEHOYHON CHUCTEMBI
Ag/Pd, uro cornacyercs ¢ pe3yinsraraMu PadoThI
[1]. B To e BpeMs aJis MOJHOTO MOHUMAHUS
MIPOIIECCOB MPOUCXOMANINX B TAKUX CHCTEMax
TpeOyIOTCS JambHEHIITNE HCCIIeJOBAHUS.
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