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B mmasme myroBoro paspsia mepemenHoro Toka (66kHz) ocymecTBiieH CHHTE3 HaHOPa3sMEPHOTO IMOPOIIKa
HaJUTajinii/yIJIepoyl, U Ha ero OCHOBE METOJIOM TepMUYECKOIo OKHCJICHHs B IIOTOKE aprosa, copepxamiero 20 wt.%
KHUCJIOpPO/a, IMOJIyYeHBl KOMIIO3UTHbIE Marepuasbl. MneHtudukaiys BelmecTs B oOpaslax HpPOBENEHAa METONaMU
MPOCBEYHBAIOIICH 3JICKTPOHHON MUKPOCKOIHHU, PEHTTEHOBCKOU (DOTOIJICKTPOHHOH CIEKTPOCKONUH, PEHTTeHO(a30-
BOTO aHaJIN3a, PEHTTeHO(TyOPECIIEHTHOTO aHaIN3a, HOPOIIKOBOM PEHTIEHOBCKOH nudpakumu, nuddepeHmarTbHoro
TEPMUYECKOT0 aHaJIN3a, KOMOMHAIIMOHHOTO paccesiHuA cBeTa. Takke ObliIM HCCiIeoBaHbl MOP(OJIOT s, 3JIEMEHTHBII,
CTPYKTYpPHBII U (pa30BEI COCTAaBBI, XUMHUYECKOE U JICKTPOHHOE COCTOSHAE aTOMOB Ha MOBEPXHOCTU IOJIyIEHHBIX
00pasIoB, CTEXMOMETPUYECKUE U CTPYKTYpHbIE H3MEHEHHs, KOTOpble INPOM3OLUIM B IPOLECCE TEPMUYECKOTO
okucyieHns. IlpencraBiieHbl pe3ybTaThl HCCIIENOBAaHMI METOAOM IMKJINYECKON BOJIBTAMIEPOMETPUH PEAKIUN
OKHCJICHUSI 3TAHOJIA B IEJIOYHOM 3JICKTPOJIUTE Ha rpadUTOBBIX 3JIEKTPOAAX C HAHECEHHBIMU HAa HUX KOMIIO3UTHBIMU
HaJUTajinil/yIJIepOIHBIMU TTOPOLIKaMH, YTO MO3BOJIMJIO YCTAaHOBUTD 3aBUCUMOCTD MX JICKTPOXUMUYECKOrO MOBEACHUS
OT COCTaBa KOMIIO3MTa. B dYacTHOCTH, MOKa3aHO, YTO MHOTOKPaTHOE YBEJIMYEHHE 3HA4YEeHHs ITHMKOBOTO TOKa

MPOEMOHCTPUPOBAI 00pasel], B COCTaBe KOTOporo cofepkanacsk cMeck Pd/PdO,.

KrrouyeBble cnoBa: HAHOYACTHIIHI, KOMIIO3UTHBIC MAJUIAHIY/YTJIIEPOIHBIE MaTePUAJIbl, TEPMOOKHUCIICHUE, JIEKTPO-

XUMHYCCKHC CBOP'ICTBa, SJICKTPOOHBIC MaTCpUaJIbL.
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B BBICOKOTEXHOJIOTMIHBIX oTpac/isIX Ha CMEHY Tpaau-
IIMOHHBIM [PUXONAT KOMIIO3UTHBIE MATEPUalibl, COCTOSIIIE
n3 IByX U Oosiee xKomIoHeHTOB. KoMmmosuTHbie MaTepuasbl
00JIAIAI0T PSIOM TPEMMYIIECTB, CBA3AHHBIX C COYETAHH-
€M Pa3HOPOMHBIX CTPYKTYPHBIX COCTABJISIOIMX B OIHOM
MaTrepuajie, 4YTo OTKPBIBACT IMHUPOKHUE BO3MOXKHOCTH [JIA
BapbHPOBAHKA CBOWCTB TaKMX MATEPHUAIOB 3a CYET pa-
INOHAJIBHOI'O BbI60pa KOMIIOHCHTOB M HUX COOTHOHIeHHﬁ,
a TaKKe PACIpPENesICHHs], IUCTIEPCHOCTH, MOPOIOTHH |
op. [1].

AHa/M3 JIUTEPATYPHBIX TAHHBIX MOCJIEIHUX JIET TEMOH-
CTpUpPYET IIMPOKOE pacIpOCTPAaHEHWE NPHUMEHEHUSI KOM-
IIO3MTHBIX MATEPUAJIOB B PA3JIMYHBIX OTPACIIAX MPOMbIII-
JICHHOCTH U TeXHOJIOFI/Iﬁ, OHH 3aHUMAIOT NEPBOEC MECTO B
CIIUCKE MHHOBAIMOHHBIX HHXKEHEPHBIX MaTeprasion [2-7).

KoMIio3uTHBIE MaTepuasabl Ha OCHOBE YIVIEPOIA UMEIOT
MHOroobemaoiee Oyayliee B PasjMYHBIX [TPAKTHIECKUX
IIPUJIOKCHUAX N3-3a CBOMX 3HAYUTECIIbHBIX (1)I/I3I/I‘IGCKI/IX BO3-
MOKHOCTEH [8]. I3BECTHO, YTO HA OCHOBE YIJIEPOA MOXKHO
IOJIy4aTb MaTE€PHUAJIbl, XapaKTCPUIYIOIINECCA BBICOKOM yneib-
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HOH IIOMAJbI0 MOBEPXHOCTH, C Pa3lUYHBIMH pa3MepaMu
1Op, C BBICOKOI 3JICKTPOHHOM mpoBogumocTeio [9,10]. Yr-
JIepoNl B aJUTOTPONHON Monumdukarmm rpadura, a TaKKe B
BHE CTEKJIOYIJIepofa IIMPOKO IMpPUMEHSETCS B KadyecTBe
HOCHUTEJS BEIIECTB, YCKODSIOMINX 3JIEKTPOXUMUYECKHE pe-
aKIU{, B Pa3JIMYHBIX AATIMKaX U JPYTUX HPIJIOKCHHUSX,
cBsi3aHHBIX ¢ dHepreTukoil [11-19]. 3HaunTespHOE BHHUMa-
HHE YJesieTCs U UCCJICIOBaHUIO MaTepuasioB Ha OCHOBE
HaJUTafns, a TaKkKe NMAUINUs U YIjepoa, B OCHOBHOM B
Buzie rpaura, T.e. B SP>-rubpumusamuu [20-23]. Manammit
UrpaeT KJIIOYeBYIO DPOJIb B OOJBIIMHCTBE NPOMBIIIJICHHBIX
NPUIOKEHHUI U3-332 €r0 YHHKAJbHBIX CBOICTB, OH MMeEeT
9ETKO BBIPAXKCHHYIO CTPYKTYpPy, OTIIMYHYIO MEXaHHICCKYIO
U TepMHYECKyIo cTabmiabHOCTh. HaHowacTHITEI IepexomHbIX
METaJUIoB (B TOM 4YHCJIe Majulafis) MPOSBJIAIOT BBICOKYIO
KaTaJIATUYECKYI0 aKTHBHOCTb [24,25], BBICOKYIO TepMmuye-
CKyI0 CTabHMJIBHOCTb [26], YTO MO3BOJISET HCIOJIB30BATH MX
MOBTOPHO MHOTrO pas [27,28].

Hanomatepunaisl ¢ Pd ucrone3yiorest miist H3roTOBICHAS
karanu3aropo [29-31]. MsBecTHb paGoThl, B KOTOPHIX HC-
CJICIOBAIICH OKHCIIUTESIBHO-BOCCTAHOBUTEIIBHBIC IIPOLIECCHI
¢ ¢y/iepeHaMH ¥ HAaHECEHHBIM Ha HMX HasutagueM [32,33],
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B KOTOPHIX OBUIO TIOKa3aHO, YTO TaKHE IOPOILIKHA TaKKe
00J1a/1a10T BBICOKOI KaTAINTHIECKON aKTHBHOCTBIO.

Ocoboe BHMMaHWE TPUBJICKAIOT YacTHUIIbl, MMEIOIME B
CBOEM COCTaBE OKCHIbl NaJIagus, BBUAY HX HHTEpec-
HBIX CBOWCTB C TOYKH 3PCHHS BO3MOXKHOCTEH IpUMEHE-
Hust [34-36]. Kucsoponconep:kamue rpynmsl Ha YrJiepon-
HBIX TOYKaX MTPAIOT BAYKHYIO Posib B Bocctanosseann Pd(IT)
no Pd(0), xonrpose pocra Hanowactui [35].

B pab6ore [37] npemioxkeH crocob MOTyYeHHsT 3JICKTPOaK-
TUBHBIX MaTEPUaJIOB Ha OCHOBE MAJUIAHS ITyTEM 3JICKTPO-
XMMHYECKOTO AWCIEPTUPOBAHUS MaJUIagusl MON JeHCTBHEM
nepemenHoro toka (66 kHz). PaccMoTpeHa COBOKYMHOCTb
Hanbosiee BEPOSATHBIX XUMHUYCCKUX U IJICKTPOXUMHIYECKUX
MPOLIECCOB, MPOTEKAIOIMMX IPU BO3ACHCTBUN MEPEMEHHOIO
TOKa. OJyieKTpoxumuueckass akTuBHOocTb Pd—PdO/C-marte-
pHajoB B peakUUM OKHUCJICHUS 3TaHOJIa B MIEJIOYHOH cpe-
I€ OmIpenessAeTcsl HaJIMYMeM OKCUIHOH (a3bl M pasMepoM
YacTHL NaJIJIaius — OHA MaKCUMaJIbHA MJI1 MaTepHaJIOB C
HE3HAYUTEJIbHBIM ITpeobIagaHieM OKCHIOB HaJLIajinsl.

CospnaHue KOMIIO3UTHBIX MaTEpHajioB HEOOXOAMMO IS
TOro, 4ToOBl UCIOJIb30BaTh NPEHMYILIECTBA Ka)KAOro THIIA
MaTepuaja ¥ MHUHHMHU3UPOBAThb MX HemocTaTkH. Ilomyde-
HHE KOMITO3UTHBIX MaTEPHaJIOB C 3aJaHHBIMU CBOICTBaMH
IOCTHTAETCH PasjIMYHBIMK criocobamu. M3BecTHEl Xxnmmde-
CKHE W JApPYrMe METOHBl IOJIyYCHHsS HaHOPa3MEpHBIX da-
crur [15,38-41]. Hanpumep, B pabore [42] omucan crocod
MOJTy9eHHST KOMIIO3UIIMOHHOTO MaTepHaa, pecTaBIIsoNIe-
ro co0Oi yIJIEpOIHYI0O MAaTpPHUIy W METaJUIMYECKUN KOMIIO-
HEHT, COiep;KaHne KOToporo coctasiseT 35%.

B wuccrienoBannn aBTOpoB pabotw [43] coobmaercst 06
M3rOTOBJICHNHM HaHOKJIacTepoB Pd Ha yriepomHoOit ocHOBe
U3 METAJUIMYECKUX IIPOBOJIOYHBIX 3JIEKTPOIOB METONOM
IUTa3MEHHOr0 paclbuleHHsl B pacTBope. [loyueHHbIE HaHO-
kyactepsl Pd/C mposBmiM XopoImylo 3JeKTPOXUMHIUYECKYIO
aKTHBHOCTb, ObUIA MCCJIEIOBaHA MX [IOJITOBPEMEHHAs 3JICK-
TPOXUMHYECKAs CTAOMJIbBHOCTb.

3HaYUTEIbHBI HKCIIEPUMEHTANIBHBIA OINBIT MOKAa3bIBACT,
YTO IMpPUMEHEHHE OOBIYHBIX IUIA3MEHHBIX METONOB U TIe-
HEpaTopoB, pPabOTalOMUX Ha OCHOBE HYTOBOTO pas3psaa
MOCTOSIHHOTO TOKa MJIM IIEPEMEHHOr0 TOKa ITPOMBIIUICHHON
9acTOTHI, HE SIBJISETCA NOCTaTOYHO S((EKTUBHBIM U JIETKO
KoHTposmpyembM. Hamre ncciienoBanme HampasJieHO Ha pas-
BUTHE IUIa3MOXMMHYECKAX METOMIOB TIOJTyYCHHS] OPOIIKO-
BBIX HAHOKOMITO3UTHBIX MaTepHaJIOB B IUIa3Me HU3KOYaCTOT-
HOTO TYTOBOTO paspsa Ha OCHOBE YIJICPOHa, MaJulajus 1
€ro OKCH/IOB, XapaKTEPHU3YIOLIUXCS CIIOCOOHOCTBIO YCKOPATh
3JICKTPOXUMHUYECKUE PEAKIHN.

1. O6pasuybl 1 MeToAbl nccnepoBaHuii

CBolicTBa HaHOKOMIIO3UTHBIX MaTEpUaJIOB CYLIECTBEHHO
3aBHCAT HE TOJBKO OT XMMMYECKOrO COCTaBa, HO M OT
($opMBI, pa3MepoB YacTHI] HOPOLIKA U APYrUX (aKkTOPOB.
OTuM 0OBSICHSIETCA MHTEpec HccilefioBaTesieil K mpobsieme
MOJTyYEeHHsI MOPOIIKOB C MHHHMAJIBHBIMH pasMepaM da-
crrn. Penrenne 3Toif mpoOJIeMbl BO3MOXKHO C TOMOIIBIO
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IJIa3MOXMMHUYECKOTO0 CHHTe3a. B dacTHOCTH, B HacTosmei
paboTe CUHTE3 OCYIIECTBIIAJICA B IJIa3Me AYroBOro paspsna
Ha yCTaHOBKE Il CHHTE3a HaHOMAaTepHayoB [44].

Bribop HocuTens HAHOYACTHI] C YCKOPSIOIIEH XMMHYe-
CKHe PeaKLUH aKTUBHOCTBIO MMeeT IIPUHIMIIMAIbHOE 3HaJe-
HHE, TIOCKOJIbKY HOCHTEJNb UTPaeT BaXKHYIO POJIb B CTaOWIIN-
3aIy aKTUBHOW ycKopsomei peakuuio ¢asbl. [[is cuHTe3a
HAHOTIOPONIKOB HAa OCHOBE yIVIepoda W NaJUIaiusl HAMHU
ObUT BbIOpaH rpadur (SP?-rUGpHUAM3alNus YIiepona), Kak
HanboJiee OAXONANINI MaTepHall Jisi CHHTe3a HAHOYACTHIL
¢ GuaroponsbiMi Metasuiamu [28,45). TpaduToBbie CTEpIKHH
VI SMHCCHOHHOIO CIEKTPaJbHOTO aHajh3a JUaMeTpoOM
6mm u mmaoit 100 mm (TY 3497-001-51046676-2008)
WCIIOJIb30BAJIMCh B KAUECTBE AJIEKTPOIOB. B cTepkHsX mpo-
CBEpJIMBAJIMCh OTBEPCTHS OUAMETPOM 3.5mm ® AJIMHOU
85 mm, KoTOopEIe 3aIMOIHAINCH MOPOIIKOM METAJUTMIECKOTO
TaJUTagys, CMEIIAaHHBIM ¢ TopomkoM rpadura. KommdectBo
nayutagusa coctasisuio 28 wt.%. CTepikHU ¢ MajulafiveM U
rpaduToM oTxuramuch npu aasyiennu 0.27 kPa u Temnepa-
Type 1400°C. OToxKECHHBIE CTEP)KHHU C NaJUlafueM U Ipa-
(GHUTOM PACIBUIAIIHCh B IYrOBOM paspsiie B atMocdepe re-
sms ipu fassieHnn 130 kPa. [Tpu aTom mapameTpsl 1yroBoro
paspsiga ObUTM CJICAYIOIIMMH: BEIMYMHA TOKa COCTaBJIsjIA
240 A, yacToTa ToKa gyru coctanisia 66 kHz. B pesynbraTe
OBLJ1 OJTyYeH MOPOILIOK yIJleposia U Majulafns, Ha3bIBaeMBlil
HAaMH YIJICPOIHBIM KOH/ICHCATOM, COMlEp KAl NMayljIafuii B
HanomucniepcHoM coctosiiun (YKIT) u 0603HaYeHHBII qajee
10 TEKCTY, Kak obOpaserr 1.

NccnenoBanus n3MeHeHUi, Npoucxonamux B obpasue 1
B IIpoLiecce ero HarpeBa, MPOBOAMJIACH B OTKPBITOM THIJIC
BBICOTOH 5cCm B TOTOKE aproHa, TakXKe COIepKamiero
20 wt.% xucsopona, ckopocTb moToka — 2 1/min. ITpu aTom
nHo TUrIs Harpesasiochk 1o 1000°C, a TeMnepaTypa BepxHei
gacti TUIIsL cocTaBisia 700°C (muama3soH Temmepatyp,
B KOTOPOM HaxXOOWTCA TeMIlepaTypa pas3jIoXKeHHs OKCHAa
nayvtagusi, — 830°C). HarpeB mommepikuBajicss B TCUCHHUE
20min, B pesynpTaTe 4Yero obOpaser; 1 BU3yasbHO pasfe-
JIAJICS Ha [BE MPAKTHYCCKH paBHBIC HO 00bEMy 4YacTH,
KOTOpBIC OBIIT COOpaHBI B pa3sHbIC EMKOCTH U HUCCJICIOBAHBL
HwxuaAg yacTb HOpoLIKa UMeNa YepHBIH XapaKTepHBIA AJIs
YIJICPOIHBIX MaTepHayioB IBeT (obpaser 2), a BepxHsA
94acTh IOPOIIKa ObUIa CBETIO-Ceporo IBeTa (obpaser 3).

g ucciienoBaHua CTPYKTYpbl 0OOpasioB MPUMEHSIICS
METO IIOPOLIKOBON PEHTTeHOBCKOH audpakumu. CbeMka
CIEeKTpoB mpoBoamiack Ha mudpakromerpe POH-4-07
B MoHOXxpomartusupoBaHHoM Cu-Ka-m3mydeHnn ¢ marom
0.001° u sKcmo3uimei 5 s.

CrpykTypHBIE 1 MOP(]OSIOTHYECKUE UCCIICTOBaHUA 00pas-
OB IIPOBOIUTIICh METOIOM IIPOCBEUYHBAIOIICH JICKTPOHHON
mukpockormu (IT9M) Ha amexrporHoM Mukpockorne TEM
HT7700, Hitachi.

OHepreTHyecKkre CIEKTphl OBbUIM IOJSy4eHbl METOHOM
PCHTICHOBCKO (POTOIIEKTPOHHO! criekTpockommu  (P®-
9C) Ha doroanekrponnoM chekrpomerpe UNI-SPECS
(SPECS) ¢ wucrosib30BaHreM M0TyCHEepUuecKoro aHaIn3a-
topa PHOIBOS-150-MCD-9 u peHTreHOBCKUM MOHOXPO-
matopom FOCUS-500 (u3nyuenue AlKe, hv = 486.74eV).
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CrieKTphl BBICOKOTO Pa3penieHUs] CHUMAJINCh NP SHEPTUH
nponyckanusa anaimsatopa 10 eV. IloBepxHOCTHBIE 3arpss-
HeHns1 ynaysumcs nonamu Art 1kV. llkana sHepruit cBsi-
31 Obula TIpeABapUTEIbHO OTKAJIMOpPOBaHA IO IOJIOKEHHIO
Au 4f 7/2 (84.00eV) u Cu2p3/2 (932.63eV). Jlunus
amdaTudeckoro yriepopa ¢ 3Heprueil casu 285eV uc-
MOJIb30BAJIACh IJISI KOPPEKIMH 3Hepruii cBsasu. OOpaboTka
CHEKTPOB NpousBoamiack nmporpammont CasaXPS.

HccnenoBanusa meronoM augdepeHInalIbHOr0 TepMuye-
ckoro anaymm3a (JTA) BBIIONHSIMCH HA TEPMUIECKOM aHa-
mu3arope NETZSCH STA 449C c macc-crieKTpoMeTpoM
QMS 403C B notoke aprona, cogepkamero 20 wt.% xwuc-
Jiopona.

OJleMeHTHBII CcOCTaB OO0pa3loB YCTAaHOBJIEH METONOM
PEHTIeHO(ITYOPECIEHTHOr0 ~ aHajiM3a Ha CKaHHPYIOIIEM
aneKTpoHHOM Mukpockone SEM S-5500, Hitachi.

AHaM3 METOIOM CIIEKTPOCKOINH KOMOWHAIIMOHHOTO pac-
cesinmst ceeTa (KPC) BBIOMTHSATICS HA CIEKTPOMETPE KOMOH-
HarmoHHOTo paccestaust cBera 164000, Horiba Jobin Yvon.

Iyt perucTpalid  [HUKIMYSCKUX  BOJIBTAMIICPOrpaMM
(LIBA) mpuMeHsLIach IPUHIUIHAAIbHAS JICKTPHYECKast CXe-
Ma, COCTOAINAsA W3 3JJIEKTPOXMMHYECKOU SYEHKH C TpeMs
aNleKTponamu (pabodero 3JIeKTpona, IIATHHOBOIO IIPOTUBO-
aJieKTpofa u asektpofa cpaBHeHnst Ag/AgCl), morpyxeHHbI-
MH B pacTBOP 3JIEKTPOJINTA U CBSI3AHHBIMU C IOTEHIMOCTAT-
raipBanoctaTom [11-50-Pro ,,Elins“.

B kadecTBe pabOdYMX 3JICKTPOIOB HCXONHBINA Tpaduro-
BBIl 3JIEKTPOA IMOKPBIBAIM CTAHAAPTHBIM KalleJIbHBIM Ha-
HECEHUEM ,,4CPHIJI", MOJYYCHHBIX YJIBTPa3BYKOBBIM CMe-
IIMBaHUEM 00pas3loB 1—3 M BOOHOrO pacTBOpa IOJMMEpa
Nafion (Liquiontm Solution LQ-115 1100EW, 15wt.%,
Ion Power, GmbH), nmayiee amexTpombl 00O3HAYCHBI Kak:
anexTponsl D1, 92 u D3. [IBA ObUIH HOTy4YeHH B pacTBOpe
0.1M KOH-+0.IM C,HsOH B armocdepe Bosmyxa B
obsyactu noteHmanos oT —100 go 1200 mV npu ckopoctu
ckarnpoBanus 100 mV/s.

OysuieperoBasg cMmech n3 YKII m3Biekanace mo paspa-
0OTaHHON HaMU METOOWKE M Ha YCTPOWCTBE, ONMUCAaHHOM
B pabotax [46,47]. JIns oueHku cocraBa (y/UICPEHOBOIL
cMecH, Bxopdameil B coctaB YKII, npumensica XUAKOCT-
Hoit xpomatorpad Agilent 1200 c xosmonkoii Cosmosil
Buckyprep (4.6 x 250mm). B kadecTBe 3JIIOCHTa HCIIONb-
30BaJICsl TOMyoJI, BpeMsi cbeMKH 40 min, CKOPOCTh MOTOKa
amoeHTa 5ml/min. OneHKa OTHOCHTENBHOTO CONEp/KaHUs
Pa3JIMYHBIX TUIIOB BBIIEICHHBIX (DYJIJICPEHOB BBIOJIHSIACH
10 OTHOLICHHUIO IUIOIAH TUKa, COOTBETCTBYIOIEr0 UHIUBH-
IyaJbHOMY (QYJUIepeHY, K CyMMapHOU IUIOMIaN BCEX MHKOB
XpOMaTorpaMMBbL

2. Pe3synbratbl n obcyxpeHne

Kak oxa3zasoce, oOpasery 1 conep:kai pacTBopuMyIo ppak-
IIMI0, KOTOpasi I0CJIe e¢ BBIIEJICHHS M MePepacTBOPCHUS B
Tonyosie coctaBuia 10.4 wt.% oT oToOpaHHOH YyacTH oOpas-
ma 1. Xpomarorpamma mpencTaBieHa Ha puc. 1. MoxHO

Intensity, a. u.
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Puc. 1. XpomartorpamMma pacTBOPMMOI YacTH, BBIIETICHHON M3
obpasma 1.
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Puc. 2. Penrrenorpamma obpasua 1. Cu-Ka-uznydeHue.

BUIETb, YTO OOpasell — 3TO CMech (y/iepeHoB, OOBIYHO
obpasymomiasicss 1 6e3 BBelleHHs Nasutaaus [44].

[To MeTonMKe, OMMCAaHHOH BHIIIIE, OBLT YCTAHOBJICH CIICHTY-
fommit coctaB ¢ysuiepenoBoit cmecu (rel.%): Cop — 57.13;
C70 — 29.72; C76 — 3.01; C78 — 1.92; Cgo — 1.66; C84 —
2.99; Beicie ¢ysiepersl — 3.57.

MetonoM peHTIeHO(IIyOPECLICHTHOIO aHai3a YCTaHOB-
JIEH 3JIeMeHTHBI coctas obpasia 1 (C — 79.7, Pd — 18.4;
npourie — 1.9 wt.%).

Ha pwmc. 2 mpencraBieHa peHTreHorpamma obpasma 1.
MetonoM peHTreHO()a30BOro aHaiM3a YCTAHOBJICHO, YTO
Bce pedIeKCH COOTBETCTBYIOT KPUCTAJLTMYECKOM peleTke
nawtamuas (20 39.45°; 46.16°; 67.29°; 82.08°; 86.08°) wu
rpadura (26.27°).

Ha puc. 3,a npencraBieHO MHUKPOCKONMYECKOE H300pa-
eHue obpasna 1, mosmydenHoe metogom [I9OM. Yceranosie-
HO, 4T0 oOpasenl 1 COCTOMT M3 OKPYIJIBIX YACTHII IaJIaans

mramerpoM oT 4 mo 20nm, pacupenesIeHHBIX B YIJICPOAC
(Pd/C).

KypHan TexHuyeckon cousumku, 2025, Tom 95, Bbin. 2
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Puc. 4. POOC cnexrp jmunu Pd3d:

PesynbraTel ananmmsa obpasna 1 meromom I TA npusonsiT-
cd Ha puc. 3, b. JITA nokasan xapakTepHBIE 3HI0- U 9K30Tep-
MUYECKHE PEaKIUH, IPOUCXOMSIIIE B UCCIICTyeMOM 00pas-
1e. BolneneHue ra3oB B Macc-CHEKTPOMETpE HaOIIIONaIoCh
B Tpex TeMrepaTypHbix obsactsax: mpu 210°C npouncxonusio
CropaHue OPraHuYeCKHX MpuMeceii (COBMECTHOE BHIIEICHUC
H,0 + CO;); npu 515°C mpoucxommio seiaeieane CO,,
9TO COOTBETCTBYET IK30TepMHYECKOMY 3(QQEKTy C moTe-
peil Macchl. DHOoTepMUUYecKHil 3((deKT ¢ moTepeil Macchl
(BBIIETIEHHE KUCIIOPOA HPH IPEAIIOIaracMOM PasIoKECHUN
okcumoB mayutammst nupu 820—831°C) He mposiBisUICS B
Macc-CIeKTpe Ha ()OHE BBICOKOH KOHLIEHTpAaLUU KHUCJIOPOAa
B cMecH. B pesysprare Takoro Harpea obpaser yMEHBIIIIT
cBoii Bec Ha 54.8 wt% ywxe mpu Temmepatype 750°C.
ITorepst Beca cBA3aHa ¢ OKHUCIICHHMEM aMOP(HOTO yriiepona,
rpaputa u Qyuiepenos. Hamee npu Temmeparype 830°C,
HaOJTIoflaeTesl 3HA0TEPMHUYECKas Peaklis ¢ MOTepel Macchl.
OTOT 3(h(eKT XOPOIIO N3BECTEH U CBS3aH C BOCCTAHOBJICHH-
em nasutauus [48).

Iopsimok u dopma pacrosokenus: TepmModdphexros (T.e.
OTKJIOHCHHME KPWBOHl BBepX Win BHH3) Ha KpuBou JITA
CBHUIETEIbCTBYET O TOM, YTO XapakTep IpeBpalleHUs HC-
CJIElyeMOro HaMH BeEIIecTBa OBIJT yMEPEHHbIM, HO IIpH

16 >KypHan TexHuyeckon cusumku, 2025, Tom 95, Bbin. 2

Binding energy, eV

a — obpasent /, b — obpasen 3.

9TOM JIOCTATOYHO OBICTPONPOTEKAIONINM, ITOCKOJIBKY JINHUS
OCHOBHOTO IMKa, KOTOPBIA MBI BUIUM IIPH TEeMIEpaType
450°C, acuMMeTpHUYHa U Pe3KO, CJIEH0BATEIbHO, JOCTATOY-
HO OBICTPO, CHUJKACTCs yXKe MpH Temieparype ~ 500°C.

Anamus cniektpoB POOC nokasan npucyTcTsue B o0pas-
nax 1 u 3 merawmyeckoro Pd u PdO; [49,50] (puc. 4,4, b
COOTBETCTBEHHO). DHEPIHUsl CBSI3HM YIJIEPOla COOTBETCTBYET
SP?-TUGPUIM3ALMI U YTTIEPOIY B COCTaBe (DyHKIMOHATBHBIX
rpymi co csizsiMu C—O u C=0 (puc. 5, a, b, cOOTBETCTBEH-
HO) [51]. U3 cmexrpa smuun Cls obpasuoB 1 u 3 BuaHO,
YTO B OCHOBHOM YTJIEPOJ HAXOIUTCS B SP>-TMOpUIM3AIH,
TaKKe IMPUCYTCTBYIOT (yHKIMOHaNbHBE rpymnel C—O u
C=0. B obpasue 3 comepxutc HeOOJIbIIOE KOJIUIECTBO
nayutagus (Menee 1%).

MetonoM peHTTeHO(ITyOPECIICHTHOIO aHaJl3a YCTAHOB-
JICH 9JIeMeHTHBI coctaB obpasma 2 (C — 91.1; Pd —
7.7, npoune — 1.2wt.%) u obpasua 3 (C — 1.1; Pd —
95.7, npoune — 3.2 wt.%). Kax mbr BumuMm, obpaser 3
uMeeT rybdaryio CTpykTypy (puc. 6,b), T.e. BemiecTBo
obyamaeT OOJIBIIOH pa3BUTOHM MOBEPXHOCTHIO IO CPABHEHUIO
¢ obpastom 2 (puc. 6,a).

Ha puc. 7 npencraBiieHbl 2JIeKTPOHHO-MUKPOCKOIINYECKUE
n3zobpaxeHns odpasma 3, momydenHsle merogoMm [1OM, ¢
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Puc. 5. POOC crekrp smunu Cls: a — obpasen 1, b — obpaserr 3.
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Puc. 7. DexkTpoHHO-MUKpOCKOIIMYecKre n3o0pakenust obpasia 3: a — macmrab mkaisl 200 nm, b — macmrrab mxanst 20 nm.

pasHpM MacmTaboM ysenmueHus. Ha puc. 7,a Habmona- Habmonaronecs Ha puc. 7, b, cocrasisior 0.45 nm, 9T0 co-
I0TCSl IUTOTHBIC YacTHLBl Ha/UIaAus CO CPEIHHM pa3Me- oreerctByer d(100) daset PdO, (mpoctpaHcTBeHHast TpyIi-
pom 30 &+ 10nm. Ha puc. 7,5 npencraBieHO 3JIEKTPOHHO- na P4,/mnm, mapamerpsl pemerkm: a = b = 0.4483 nm;
MHUKPOCKOITINYECKOE N300payKCHHE BBICOKOTO paspellcHUs, ¢ = 0.3101 nm).

Ha KOTOPOM HaOJIIONAIOTCsl HAHOYACTHIBI CO CPETHUM pas- AHamu3 U(PaKIMOHHEIX PedJIICKCOB, HAOJIONAIONIIX-
MepoM 15 £ 5 nm. AToOMHBIE MEXKIIJIOCKOCTHBIE PACCTOSTHUS, cl Ha OJJICKTPOHOTpaMMe, IMOJIyYeHHOH oT obpasma 3

JKypHan TexHuueckol cdouaukn, 2025, Tom 95, Bbin. 2
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Puc. 8. DnekrpoHorpamma obpasma 3.

(puc. 8) mokasbiBacT, YTO OCHOBHOW (hasoil B 0Opasie
ABJICTCS NAJIIaii, UMEIOLIUI CTPYKTYpY I'paHeLeHTPHPO-
BaHHOU KyOMYeCKOW pemieTKH (IpPOCTPAaHCTBEHHAsl TpyIIa
Fm-3m, mapamerp pemerkm: a = 0.389nm). Taxxe Ha-
OmoatoTcst TPaKIIOHHBIE PedIIeKCH, 00Iagaome cia-
60l THTECHCUBHOCTBIO, COOTBeTCTBYIoNME (ase PdO, (mpo-
CTpaHCTBeHHas TIpymnna P4,/mnm, napamerpbl peIIeTKU:
a=Db=0.4483nm; c = 0.3101 nm).

Anamms MetonoM cnekrpockonun KPC moxkasasn, 4to B
obpasue 3 nreHTHOUIUPYIOTCS YIIIEPOR M OKCHA HaJlIajnsl.
Ha puc. 9,a, b npuBeneHs pe3ybTaThl aHAIM3a METONOM
KPC cootBercTBeHHO 06pasnos 2 u 3.

B KPC cnekrpe (puc. 9) obpasua 2 HabmomaoTes moo-
cbl D u G HaHOOMCHIEPCHOTO YIJlepofia, HeYNOPSI0UYeHHOI U
YIIOPSITOYEHHON (OpM yIjiepoma COOTBETCTBEHHO, a TaKkKe
MAaJIOUHTEHCHBHBIU ITHK, KOTOPBI OTHOCHTCS K OKUCJICHHO-
my nawtaguio [52]. B KPC cnekrpe o6pasia 3 Habuona-
eTcs MHTCHCUBHBII MUK, COOTBETCTBYIOLIUI MOJIEKY/IAPHBIM
Koj1e0aHUAM OKcufa Nayljiafus. PesysibTaTel, HOJTydeHHBIE
meronoM KPC, moxrsepawin Hajauuue yrjiepoga M OKCHAa
nautagusi B obpasme 2 (yriepon € HE3HAYATETbHBIMA
OPUMECSIMA OKCHJIa Tajuiauusi) U obpasie 3 (yriepon co
3HAYUTENIBHBIM COICPIKAHUEM OKCHJIA TIaJLIajiusl).

Ha puc. 10 npencrasnensl LIBA oxucieHus sTaHosa Ha
anekrponax D1 (puc. 10, a), 2 (puc. 10,5), 33 (puc. 10, c).
TpuxoBoit yunueit Ha puc. 10,a nokaszana LIBA nis
WCXOIHOTO TpaUTOBOrO 3JICKTPONA, KaK BHIHO OHA HE
UMeeT KaKHX-JTMOO IMKOBBIX TOKOB.

Ha BospTammeporpaMMax OKHCJICHHs 3TaHOJIA HA 3JICK-
Tpogax D1 u D2 obmacts or —100 mo ~ 100mV npu
AQHOIHOM M KaTOJIHOM CKAaHMPOBAaHMH IIOTEHIMAa OTHOCHT-
ca K copOruu/necopbrmu Bopopona. M3BecTHO, YTO HaHO-
YaCTHITH TTAJUTAIAS O0JIaaloT COCOOHOCTHIO COpOMPOBATH
aTOMBI BOIOPOJIA B CBOCH OOBEMHOI CTPYKTYpe MpU HU3KUX

16" JKypHan TexHuueckol cunauku, 2025, Tom 95, Bbin. 2

norenumanax [53]. Ha LIBA ob6pasia D3 srta obsacte —
ot —100 1o ~ 200 mV, 4To cooTBeTCTBYET OOJIEE€ BHICOKON
AKTUBHOCTH B BOCCTAHOBJICHUM OKHCJICHHsT Bogopona [54].

IIpn anomHOM ckaHmpoBaHmu moteHiman ~ 400mV c
muKoBBIM TokoM 120 uA Ha snektpope D1 cooTBeTCTBYET
oKucJieHuio 3TaHosa. Ha anexrpone D2 okuceHMIo cniupTa
cooTBeTcTBYeT noTeHman npu 200 mV, Ho ¢ MUHUMAJIBHBIM
3Ha4yeHHeM NukoBoro Toka. Ha snexktpone D3 okuciienue
9TaHOJIa NPOUCXOAUT Ipu moTeHuuane 630mV c nukom
Toka ~ 5000 uA, 9TO 3HAYMTEILHO MPEBBIIIACT OKA3aHUA
Ha 3JiekTponax D1 u D2.

3aknioyeHune

Kak mokasaym uccienoBanusi, ogoOpaHHbIe MapaMeTphl
IUTa3MBbl IyrOBOTO pPaspsiia KWJIOTepPIIOBOrO JUaNa3oHa 4Ya-
CTOT HO3BOJIAJIA CHHTE3MPOBATh KOMITO3UTHBI HAHOMATEPH-
aJI, IPECTAaBJISIONINI COOOI MOPOLIOK ¢ YaCTHIAMHU ITajlia-
1M, pacrpeieleHHBIMU B 4acTULAX YIJIepofa ¢ pasjIn4HoOM
rubpuausanueii (rpadut, dpysuiepenst). YacTupl namiagms
uMenu pasmep oT 4 go 20 nm.

Ilo pesynpTaTaM peHTIeHO(IIYOPECLEHTHOTO aHaJIu3a
KOMITO3UTHBI HaHOMarepran (obpasen 1) copepxar: C —
79.7, Pd — 18.4; mpoune — 1.9wt.%. Ilocie obpabot-
KU TOJIy9eHHOTO HaHomartepmayia (obpaserm 1) meromom
TEPMHUYECKOTO0 OKHCJICHHSI B IIOTOKE aproHa, COIepiKamero
20 wt.% Kucyioposa B TPagreHTHOM TEMIIEpaTypHOM IOJIe,
HaOJIIOaJIoCh €ro BU3YaJIbHOE pasiciicHHe Ha JIBE YacTH.
Hwxnsis wacTe mMerna depHsIii 1BeT u copepikana: C — 91.1;
Pd — 7.7; nmpoune — 1.2 wt.% (oGpaser 2), a BepXHsisi 9acTh
nMesia CBeTJIo cepblil nBeT u comepkana: C — 1.1; Pd —
95.7, mpoune — 3.2 wt.% (obpaser 3).

WccnenoBanus noBeneHNs MOTyYeHHBIX KOMIO3UTHBIX Ha-
HOMAaTepUaJIOB B PEaKLUN IEKTPOXUMUIECKOTO OKHUCIICHUS
9TaHOJIa B LIEJIOYHOM JIEKTPOJIMTE METONOM LUKJINYECKON
BOJIbTaMIIEPOMETPHU NTOKA3aJIU, YTO BBICOKAS SJIEKTPOXUMU-
YyecKas akTMBHOCTb oOpasia 1 o0ycsioBiieHa IpHCYTCTBHEM
¢ymiepena (B xommuectse 10.4wt.%), a B obpasie 3 —
BBEICOKO# KOHIIGHTpAILNell CMECH MEeTaJUTHYCCKOTO TajlIaans
u ero okcuaoB. Obpasen 2, B KOTOPOM COAEp)KaHHE Majlia-
IWs B YIJICPOOHOM KOMIIO3HTE cocTaBmwiio 7.7 wt.%, obua-
IaJl HU3KOM aKTHBHOCTBIO B PEaKIMH 3JICKTPOXUMHIECKOTO
OKHCJICHHS 3TaHOJIA 110 CpaBHEHHIO ¢ obpasnamu 1 u 3.

MHorokpaTHoe YyBeJMYEeHHE 3HAUCHUS HHKOBOI'O TOKa,
COOTBETCTBYIOIIETO OKHCJICHUIO 3TaHOJa, Ha 3JIEKTPOJE,
comepikameM obpasert 3 (5000 4A, moreniman 630mV),
II0 CPaBHEHMIO C MTOKA3aHUSAMHU Ha 3JIEKTPOME, COmeprKalieM
obpaser; 1 (120uA, norenmman 200mV), ykassiBaeT Ha
3HAYUTEJIbHO O0Jiee BBICOKYIO aKTUBHOCTb B PEAKIMU OKUC-
JIeHUs1 3TaHojIa obpasia 3, B cocTaBe KOTOPOro Cofepkaics
nasutaauit u okenasl nawtagust (Pd/PdO,). Takum obGpasom,
KOMIIO3UTHbIC HaHOMaTepuastsl (00pasisl 1 1 3) MoryT ObITh
YCIICITHO HCIIOJIb30BAHbI U Pa3padOTKH 3JICKTPOIHBIX Ma-
TEpPUAJIOB.
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