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Metonamn XANES, XPS ¢ ucnosb3oBaHieM 000pYyIOBaHHsS POCCHICKO-TEPMaHCKOTO KaHajla CHHXPOTPOHHOI'O
m3nydennss BESSY 11, a Taxxe meromamu AES m HRTEM wuccienoBansl HCXOmHBIE U TEPMUYECKH 00pabOTaHHBEIE
komnosutel Ha ocHoBe SnOx/MWCNT. OmpeneneHel XapakTepHbIE MEXaHH3MBI XUMHYECKHX U CTPYKTYPHBIX
npespaiieHnii B pase SnOx B 3aBUCHMOCTH OT TEMIIEpaTypbl BaKyyMHOI'O OT)KHIA. YCTaHOBJICHO, YTO OCHOBHBIM
HPOIIECCOM B METAJUIOOKCUIHOM KOMIIOHCHTE IIPH TeMIepaTypax oTxura, He npesbimaiommx 500°C, sBisiercs
peakius TUCIPONOPIMOHIPOBAHIS MOHOOKcHIa ojioBa SnO ¢ obpasoBanueM ¢asbl auokcuaa SnO, U MeTayumde-
CKOT'O 0JIOBa. YBeJIMUeHHe TeMrepatypbl omxura 1o 800°C mpHBOOMT K aKTHBALMM IPOLECCa KapOOTePMHIECKOro
BOCCTaHOBJICHHSI METaJUIMYECKOTO OJIOBAa B MeCTaX KOHTakTa OKCHAHBIX KiactepoB ¢ MWOCNT, a Takxe k
(hOpMUPOBAHUIO HAHOKPHCTAJIMIECKOH CTPYKTYPH B METAJUIOOKCUHOM KOMIIOHEHTE KOMIIO3HTA.

Pabora BhIIOSIHEHA B paMKaX ABYXCTOpPOHHEW IporpaMmsl ,,Poccuiicko-I'epmanckas ymabopatopuss BESSY® mpun

qacTuaHO# momaepskke rpanta POOU Ne 12-08-00533-

1. BBepeHune

B Hacrosmee BpeMsi B 00J1aCTH IIOJTy4€HUSI HOBBIX (DyHK-
IIMOHAJIPHBIX MaTEpUaJIOB HEMajoe BHHUMAaHHUE YAesIdeTcs
KOMIIO3UTHBIM CTPYKTYPaM Ha OCHOBE CJIOEB OPUEHTHPOBAH-
HBIX MHOTOCTEHHBIX YIJIepogHbix HaHOTpyOok (MWCNT —
multi-walled carbon nanotube) 1 OKCHIOB METaJIJIOB, TAKUX
kak SnOy, ZnOy, WOy, TiOx u mp. [1-3]. OHu sBisIOTCS
HEPCIEKTUBHBIMA OObEKTaMH [ MUKPO- U HaHOCEHCOPH-
KU, HOBBIX ONTUYECKUX YCTPOUCTB, IOJIEBBIX SMUTTEPOB
U Jpyrux obsacreit npuMenenus. Ilpu cosganuu mopno6-
HBIX CHUCTEM IOSABJIAETCS BOSMOXKHOCTD 1IeJIEHAIIPaBIEHHOIO
(opMUpOBaHUs KOMIUIEKCA CBOMCTB 3a CY€T BapbUPOBaHMS
YCJIOBHI MX IOJTy4EHHUSI.

B nacrosimeii pabore npoBeeHO MCCIIEN0BaHUE MPOLEC-
COB, IIPOTEKAIOIINX B YCJIOBUAX BaKYyMHOI'O TEPMHYECKOIO
OTXKHTa, B KOMIIO3UTE HA OCHOBE HECTEXHOMETPHYECKO-
rO OKCHAa oJioBa M cijioeB opueHTHpoBaHHBIX MWOCNT
(SnOx/MWCNT), 1nosy4eHHOM C HCIIOJIb30BaHHEM METOfa
MAarHeTpoHHOro pacneuleHus. Pa3oBbli COCTaB, ATOMHO-
KPUCTA/UIMYECKash M 3JIEKTPOHHAs CTPYKTypa IIOJIy4eH-
HBIX KOMIIO3UTOB MCCJIEOBAIMCh C IOMOLIBIO IPOCBEYH-
BaIOIIEH 3JIEKTPOHHOM MMKPOCKOIIMM BBICOKOIO paspelle-
aust (HRTEM — high-resolution transmission electron
microscopy), aJektponHoit Oxe-criekrpockormu (AES —
auger-electron spectroscopy), PEHTI€HOBCKO# (oTO3IeK-
TpoHHou crektpockommu (XPS — X-ray photoelectron
spectroscopy) ¢ IPIMEHCHUEM CHHXPOTPOHHOI'O H3JTyYCHHS,
a TaKKe METOINMKHM HCCJIEOBAaHUS OJIMKHEH TOHKOH CTPYK-
Typsl norsotnenusi (XANES — X-ray absorption near edge
structure).
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2. OKcnepuMeHT

Uccnenyemslie HanokoMno3utsl SnOy/MWCNT ¢opmu-
poBanuch Ha cioax MWCNT, Beipamenssix merogoM CVD
IIPpA THMPOJIM3E CMECH aleTWIOHHTpUiIa M (epporecHa Ha
MOMJIOKKAX MOHOKPUCTAJUIMYECKOIO KPEMHHs C IIOBEpX-
HOCTHBIM TEPMHYECKAM OKHCJIOM IO METOUKE, ONUCAHHOM
B [4,5]. s mostydeHnsi KOMIIO3UTOB HMCIIOIB30BAJICS METO
MarHeTpOHHOTO PACHBUICHUS 0JIOBA.

CTpyKTypHOE COCTOSTHHE MOJIyYEHHBIX KOMIIO3UTOB HU3Y-
yasoch ¢ ucnonb3zoBanueMm merona HRTEM nHa mukpockone
JEOL JEM 2100. [Ins u3ydeHHs XUMHUYECKOTO COCTaBa
U 3JICKTPOHHOH KOH(UTypaluy HCCIIENyeMbIX CUCTEM IIpH-
Mmensuch Metonsl AES (peanusyemblii Ha aHATUTHIECKOM
komiuiekce Qupmsr ,,RIBER*) u XPS, XANES ¢ ucnoss-
30BaHUEM POCCUIICKO-TEPMaHCKOIO KaHajla BbIBOJA U MOHO-
XpOMaTH3alUd CHHXPOTPOHHOI'O U3JTy4EHHs 3JIEKTPOHHOIO
Hakonuresst BESSY 11 (Bepint) 1 u3MepUTeIbHON CTAHIMN
RGL. Cnextpsl norJyomeHus U3MepsaIich MyTeM perucrpa-
LUH TOJTHOTO 3JIEKTPOHHOI'O BBIXO[A BHEIIHETO PEHTI€HOB-
ckoro (oroadpexra B pexume N3MEPEHHUS TOKA YTEUKH C
o0pasia Ipy M3MEHEHWN SHEprud (pOTOHOB, MajaloNIMX Ha
obpaszen. M3mepeHns NpoU3BOAUINCH B CBEPXBBICOKOM Ba-
KyyMe IIpH [aBJICHUH OCTATOYHBIX I'a30B B M3MEPUTEISILHOM
kamepe He Bbime (3—35) - 10710 Torr. CrekTpbl doTosMuc-
cuu octoBHbIX C1s-, Sn3d- u O1s-ypoBHeii 115 KOMIIO3KTa
SnOy/MWCNT Obun U3MEpeHbl C MOJIHBIM 3HEepreThye-
cknM paspemerrem 0.5 eV ¢ moMompio nosycdeprdeckoro
ananm3atopa Phoibos 150 (Specs) mpm sHepruu KBaHTOB
650eV. CrekTpel BaJIGHTHOH 30HBI [JIl JAHHBIX CUCTEM
3aMKCBIBAJINCH NIPH IIOJTHOM SHEPreTHYECKOM pa3pelICHUN
0.2eV u sneprun kBanToB 75 eV.
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CriektpasibHble  XapakTepucTukn kKomroHeHToB O1S XPS-criextpa kuciopona, ymamn C1S obpasma HanokommosuTa SnOx/MWCNT
1 stasionHoro HOPG 11st pasimyHbIX TeMIepaTyp BaKyyMHOIO OT)KHra

Ols (SnOy_) Ols (SnO;—x) Cls Cls (HOPG)
Temmeparypa, °C ITonoxxenne FWHM, ITonoxxenne FWHM, TTonoxenne FWHM, TTonoxenne FWHM,
muka, eV eV muka, eV eV muka, eV eV mvka, eV eV
KomnarHnast 5309 131 532.8 232 285.03 1.75 284.5 048
300 531 1.23 535.2 2.17 284.9 1.49 - -
500 530.9 1.25 532 2.66 284.8 1.16 - -
800 531.1 1.6 532.6 2.63 284.7 1.05 — —

[TomMumMo HCcIIeOBaHUSI KOMIIO3UTOB aHAJIM3HPOBAJIACH
uX TpaHchopMalus BCJIEACTBUE CBEPXBBICOKOBaKYYMHOI'O
TEPMHUYECKOT0 OT)KUra HPONOJDKUTENIbHOCThI0 30 min mpu
temmeparypax 300, 500 u 800°C.

3. Pesynbratbl n obcyxpeHne

Kaxk nsBectHo [6,7], pasjit4uTh MOHOOKCUIHOE M AUOKCH/I-
HOE COCTOSIHHS JUISI SJICMEHTOB C OOJIBIMM aTOMHBIM HOMeE-
poM 1o cmeury jmHUE XPS riyGOKHX OCTOBHBIX ypOBHENH
HPENICTABIIACT COOOM JOCTATOYHO CIOKHYIO 3a1ady. IMeHHO
HO3TOMY 3HAUCHUS SHEPreTHIECKOTo IosIoxeHus it SnO
u SnO,, yka3aHHBIC B Pa3JIMIHBIX HCTOYHHKAX, 3a4aCTYIO
HpakTUYecKu cosnagaoT [8-11].

PesynpraTsl KomrdecTBeHHOro OKe-aHajM3a COCTaBa I10-
BEPXHOCTHU MCXOIHBIX HAaHOTPYOOK, a Taxxe 0030pHbIE XPS-
CIICKTPHl HCXOHBIX CJIOCB TPYOOK IIOKA3aIll OTCYTCTBHUE
kuciopona B crpyktrype MWCNT. TemneparypHslil pexuM
(OpMHpPOBaHIA KOMIIO3HTA NAHHBIM METONOM TAaKKe He
IPUBOIUT K OKHCJICHHWIO BHCIIHAX M BHYTPCHHHX CJIOCB
MWCNT, uto noarsepsknaercs pesysipratamu XPS n AES.
ITosTOMy MOXHO yTBEp:KIaTh, YTO MPAKTUYECCKH BECh KHC-
soport B cnekTpax kommosuta SnOy/MWCNT naxomures
B XHMHYCCKOH CBfISM C OJIOBOM. DTO JlaeT BO3MOXXHOCTb
OIICHKH XAMUYECKOTO COCTOSIHHSI 0JIOBA HA OCHOBE aHAJIH3a
KICJIOPOTHBIX CIICKTPOB. AHAJIN3 IMHPUHBI JIMHAA U (HOPMEI
O1s XPS criekTpa HCXOMHOTO 00pasiia KOMIIO3UTa TTO3BOJIAIT
YCTaHOBUTB, YTO KHCJIOPOJ IPEACTABICH B BUAC [BYX XU-
MIYCCKI HESKBHBAJICHTHBIX KOMIIOHEHTOB C MaKCHMyMaMH
MHTEHCHBHOCTH Ha 3Heprusix 531 u 532.3eV (puc. 1).
O630p MHOrOUYKCIICHHBIX 6a3 maHHbIX (Hampumep, [10]) mos-
BOJISICT YTBEP:KAATh, YTO JIMHHS C MCHBIIEH SHEprueil CBA3N
(531eV) cootBerctByer mmokcuay osioBa SnO,. Bropas
JHUs, ¢ Oosbluedl sHeprueit cessu (532.2eV), coorser-
CTBYeT OJIOBy B MEHEE OKHCJICHHOM cocTossHHE — SnO
(puc. 1). Bospuioe 3Ha4YeHue apamMeTpa MOJIHO IINPHHB! Ha
nosyssicote (FWHM — full width at half maximum) storo
KOMIIOHEHTa (CM. TabJHIly) Kak /Ui HCXOIHOTO, TaK M MJIst
OTOXCOKCHHBIX 00pa3loB KOMIIO3HTA ITO3BOJIAET YTBEPKIATS,
9TO MAHHBIC JINHUN (JOPMHPYIOT 3JICKTPOHBI OT Pas3JIMIHBIX
OKCHIHBIX cocTostHMiA 0j10Ba SnO;_y 1 SnO; _y. Y3 Tabauis!
BIJIHO TaKXe, YTO C YBEIIMUCHAEM TEMIICpaTyphl OTXKHTA Ha-
6/monaercst ymenbiienue FWHM sunuu yriepoga C1s. Ipu
9TOM IPOHCXOAUT CMCIICHWC JIMHUU YIJIEPOfa B CTOPOHY
MCHBIINX SHEPIUil CBSISH Ha 3HA4CHHUE, OJIM3KOE K SHEPTHU

ces3u atasionHoro HOPG (highly ordered pyrolytic raphite),
COIEepIKaIero TOJIbKO SPy-THUOPUAN3HPOBAHHBIE JIEKTPOHBL
Bce 310 mo3BosAeT MPENoIOKUTh YMEHbLICHAE TOIN SP3-
THOPHIN3NPOBAHHBIX JICKTPOHOB, CBSI3aHHOE C OoJiee YIo-
PSIOYCHHON CTPYKTYpPOU yIjiepona B MOBEPXHOCTHOM CJIOE
1ocJie TepMUYECKOl 00pabOTKU.

OTHOCHUTEIbHBII KOJIMYeCTBEHHBI aHAJIN3, BHIIIOJIHEHHBIH
[0 BEJIMYMHE HOABIHTEIPAIBHON IUIOIIAAU KHUCJIOPOTHOTO
mika O1S, mokasaj, 9TO COOTHOIICHHE PacCMaTPUBACMBIX
KOMIIOHCHTOB CYIIECTBEHHO MEHSICTCS B pe3YJIbTaTe Baky-
YMHBIX TepMH4ecKHX o0pabortox (puc. 2). Kak BuaHO u3
THCTOTPaMMBI, B MCXOTHOM 00paslie 01 HeCTeXUOMETpHU-
YEeCKOro JHOKCH[IAa 0JI0BAa COCTaBJIsIeT 4yThb Oospme 40%.
OcrasbHOE KOJIMYECTBO Sn BXOOUT B COCTaB OKCHAOB C
MEHBIICH CTETEHBIO OKUCIICHNSI.

PesyibTaThl pasioKeHUs] KHCIOPOTHOTO THKA UCXOITHOTO
oOpaslia HaHOKOMITIO3WTa, MOKa3aHHBIE Ha pHc. 1, Xopomio
KOPPEJIUPYIOT C MPOBEIECHHbIM KOJMYECTBEHHBIM 3JIEMEHT-
HbIM aHam3oM MeToroM AES, KoTOpbIif MoOKa3ajl HU3KOE
COOTHOIIICHHE MPUBECHHBIX KoHIeHTparuil [O]/[Sn] (menee
SIIMHULIB ).

Bakyymnsiii oTsxur npu Temmeparype 300°C mpuBomnT
K yBeJqm4yeHuio B XPS-criekTpe Kucyiopona 1071 KOMIIOHEH-
Ta, COOTBETCTBYIOIIETO AMOKCUIy ojioBa (~ 531¢eV). Ona
yBenmunBaercsi npakrudecku 10 70% (puc. 2), mpu 3ToM

Ols

Intensity, arb. units

534 532 530
Binding energy, eV

536 528

Puc. 1. Paznoxenne XPS smunn O1S kucinopona UCXOTHOTO 00-
pasua Hanokommosuta SnOx/MWCNT. I — skcnepuMeHTasbHast
kpuBas, 2 — SnOz_y, 3 — SnOj_x.
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Puc. 2. Usmenenne cooTHomeHHs KoMnoneHToB XPS-maun O1s
B IIpoIiecce OTIKHTA.

Intensity, arb. units

| | | |
534 532 530 528
Binding energy, eV

|
536

Puc. 3. XPS-criekrpst kuciopona O1S HCXOTHOTO U OTOXKEHHOTO
HaHoKoMmIio3uTa. | — 6e3 omkura, 2 — omkur npu 300°C, 3 —
omkur npu 800°C.

IPOUCXOAUT COBHUI' BTOPO KOMIIOHEHTH B CTOPOHY MEHb-
[IUX DHEPIHil CBSI3W, YTO CBUICTENILCTBYET 00 yBEIMYCHUH
Koa(punmenTa cTexnoMeTprun e(PEKTHOH IO KHCIIOPOIY
okcupaor ¢ase SnO;_x (puc. 3).

[ToBbimenne Temmepatypsl 10 500°C npuBOmUT K AaJIb-
HelIlleMy YBEJMYEHHIO [OJM KOMIIOHEHTH, COOTBETCTBY-
OIIeH HOKCHAY oJioBa, 10 75% (puC. 2) ¥ CHIDKEHHIO
SHEPruM CBS3U BTOPOIl KommoHeHTH no 532eV. Ilo Bceit
BUIMIMOCTH, CTPYKTYPHO-(ha30BbIe NMpPEBpAICHHs, IPOTCKa-
IOIe B JAHHBIX TEMIICPATYypPHBIX PEKMMaxX BaKyyMHOTO
omkura (300 u 500°C), uMmeroT cxoxue MexaHu3Mbl. [Ipu
temmeparype 300°C, oueBHIHO, MPOMCXOOUT ILJIABJICHUE
BKJIIOYEHHI MeTayumdeckoro oioBa (T = 239.1°C), mpu-
CYTCTBHE KOTOpOro He uckynoyaeT AES-aHau3 ¢ ero UHTEH-
CHBHBIM HcnapeHreM. MoHookeun osoBa SnO mpu 1aHHON
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TEMIIEPATYPE B YCIIOBHSX CBEPXBBICOKOTO BaKyyMa TaKiKe
OKa3bIBACTCS HECTAOWIBHBIM W TTOJBEPraeTCsl PEAKIH JIHC-
MPOIOPIMOHAPOBAHMS 110 cxeme [12]

2Sn0O — Sn + SnO,,

IpU 3TOM oOpasylolieecs OJ0BO OBICTPO NEPEeXOmuT B
KUAKYI0 a3y m ucrapsercs. DTo NPUBOIUT K Ipeodsiasia-
HUo (aspl muokcnna SnO;. [lpn yBenwdeHnn TeMmepaTyphl
omkura 1o 500°C He TMPOMCXOMUT M3MEHCHUS MEXaHM3Ma
OKHUCJINTEIbHO-BOCCTAHOBUTEJIBHBIX ITIPOLIECCOB B CUCTEME

Intensity, arb. units

Intensity, arb. units

1
490 486
Binding energy, eV

Puc. 4. XPS-ciektpsl Sn3d 0j10Ba B HAHOKOMITO3UTE B MPOLIECCE
BaKyyMHOro orxmura. @) I — 6e3 omxura, 2 — omxur 800°C.
b) PasjoxeHue CIIEKTpa, IIOJTYyIEHHOTO TOCIe OTKIra: | — JKCIte-
puMeHTabHAsA KpuBast, 2 — Sn, 3 — SnOx.
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Intensity, arb. units

1
480 485 490 495 500 505
Photon energy, eV

Puc. 5. Crnekrpet XANES Sn M-kpast 010Ba B HAHOKOMIIO3UTE
SnOx/MWCNT g0 1 nocse BakyyMHOro oT:kura. | — 6e3 oTxura,
2 — omxur 300°C, 3 — omxkur 500°C.

OJIOBO—KHUCJIOPOI M OHH MTPOTEKAIOT B TOM JKE HAIPABJICHHH.
HeJp3si, KOHEUHO, HCKITIOYATh CTPYKTYPHBIA IEPEXOl HeCcTa-
OuIbHOI OpTOpOMOMYECKOi (ha3bl AMOKCHIA 0JI0Ba B Oosee
CTaOIIPHYIO TeTparoHaJbHYIO (asdy, KOTOpbIi Habiromam
aBTOpPBI paboThl [13] HpH CXOKHUX TeMmmepaTypax OTKHIa.
OpHako, O BCeil BUAMMOCTH, TakOil Iepexol HHUKaK HE
oTpaskaercs Ha XPS-crekrpax B CHIIy TOTO, 9TO NPH 3TOM
IPOUCXOAUT JIMIIb HM3MEHEHHEe IUIOTHOCTH YIIAaKOBKU 0e3
CYLLIECTBEHHOI'0 M3MEHEHUSI XUMUYECKOI'O OKPYKCHUSL.

IIpu yBenmdyennn Temmepatypbl omxura 1o 800°C mpo-
UCXOUT N3MEHEHUE MEXaHU3Ma OKHCIIUTEIbHO-BOCCTAaHOBH-
TEJIbHBIX TIPOLIECCOB U UX HANpPaBJICHHE MEHAETCS B CTOPOHY
BOCCTAQHOBJICHUS] YacTH OJIOBA 10 METAJJIMYECKOI'0 COCTO-
SHUA 3a CYeT aKTHUBALMK IpoLecca KapOOTepMHUYECKOro
BOCCTaHOBJICHUA [14]

SnO; + C — Sn + CO,.

B pesynbrare ymenbinaercs gosisi ¢assl SnO;_yx U yBe-
smauBaeTcst cogepxanne SnOj_y. [Ipm maHHBIX Temiepa-
TypaXx B MeCTaxX HEIOCPEICTBCHHOTO KOHTAKTa KJIACTEPOB
okcuga osoBa co creHkaMu MWOCNT moBepXHOCTHBIH
CJI0M yryepomHON TpyOKHM HAadYMHAET OKWCIIATHCSH, CHIDKAs
TEM caMblM KOHIIGHTpAaIMio Kucjoposma B coctaBe SnOy.
Ha puc. 4 npusener XPS-cnekTp OCTOBHOTO ypOBHSI OJIO-
Ba Sn3d. DHepreTHueckoe MojioKeHHE W (opma cHeKTpa
IJI1 JaHHOTO o0pasla CyLIeCTBEHHO OTVIMYAIOTCH OT CIIEK-
TPOB HCXONHOTO M OTOXCKEHHBIX Ipu Temmeparypax 300
n 500°C oOpasuoB HaHokommo3uta. [Ipy 3HAYUTETIBHOM
CIOBUTe JIMHUMA B CTOPOHY MEHBLIMX SHEPruil HabiomaeT-
cst BoiiesieHue y3koi cocrasisonieii (FWHM cocrasisier
nopsinka 0.7 e€V), KoTopasi, OYEeBHIHO, COOTBETCTBYET Me-
TaJIMYeCKOMy OJIoBY. Dosbliag mupuHA JIMHUM BTOPOTO
rkommonenta (FWHM = 2.7eV), koTOopblii, HO-BUAMMOMY,
COOTBETCTBYET OJIOBY B OKHCJICHHOM COCTOSTHHH, ITO3BOJISICT
TOBOPHTb O CYIICCTBCHHON I'€TEPOTEHHOCTH COCTaBa OKCHU-
na. OYeBHIHBIM SIBJISICTCS TO, YTO METAJUIMYECKOE OJIOBO,

obpasyrolmeecs: B mporecce KapooTepMUIECKOr0 BOCCTaHOB-
nenns nipu temnepatype 800°C, OymeT HaxoouThCcs B pac-
IUTaBJICHHOM COCTOSIHUM. Y UUTHIBas, 4TO 00pasell BO BpeMs
TEPMHUYECKOil 0OpabOTKM pacHoyIoeH Ha MacCUBHOU Me-
TAJUTMYECKOM TIOJIOKKE, KOTOpasi obecreunBacT OBICTPBIHA
OTBOZ TeIIa NpPU 3aBEPIICHMH IpOIecca OTKUra, MOKHO
OXuaaTh (HOPMUPOBAHUS HAHOKPUCTAIIMICCKONA CTPYKTYPHI
0JI0Ba KaK HEMOCPENCTBEHHO B Ipolecce 3aTBepleBaHMS,
TaK ¥ B MPOLeCCe BTOPHYHOU KPUCTAJUIU3ALUK aMOpPGhHON
¢aspl. JlaHHOE IIPENoJIOKeHUE MMOATBEP)KAAeTCsl pe3ysibTa-
tamu XANES, a Taxke TaHHBIMHA TTPOCBCYMBAIONICH SJICK-
TPOHHOM CIIEKTPOCKOIIMH.

Ha puc. 5 mpuBemensr XANES crhekTpsl ojoBa [jist
obpasua Hanokommosuta SnOy/MWCNT no u mociie Tep-
MHYecKoil 00paboTKH. Bblcokasi HFHTEHCUBHOCTb PE30HAHCa,
o0o3HayeHHOro B, mpu HU3KON MHTEHCHBHOCTU PE30HaH-
coB A u C st HEOTOXOKEHHOTO 00pasia HaHOKOMITO3UTa

Puc. 6. HRTEM-u306pakeHust UCXOTHOrO (@) M OTOMOKEHHOTO
npu 800°C (b) xommosura SnOx/MWCNT.
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CBHJICTEIIBCTBYET O CYIICCTBEHHOM BKJIAAE OOBEMHOM CO-
CTaBJIAIOIICH CTPYKTYpHl OKCHJia 0JI0Ba B (hOpMUpPYEMBIil
curta [15,16]. TIpu HOBBILICHHH TEMIIEPAaTypbl OTXKUIA B
pesysbTaTe NPOTeKAaHUs PeakUuil JUCIPONOPILMOHIPOBAHUS
1 KapOOTepPMITYECKOr0 BOCCTAHOBJICHHs (IIpH Hanboee Bbl-
COKHMX TEMIIepaTypax) HECTEXHOMETPUYECKHX ME(PEKTHBIX
II0 KHCJIOPOLY OKCHIOB 0JI0Ba € IOCJISAYIOIIM HCIapeHeM
MeTajuryeckoro osnoBa Ha mnoBepxHoctt MWOCNT mpo-
HCXOIUT TePeCcTPOiiKa CTPYKTYPBl KIJIACTEPOB OKCHJIA OJIO-
Ba C (opMUPOBAaHMEM HAHOKPUCTAJUIMYECKOH CTPYKTYPBL
VYMeHblIIeHHE pa3sMepOB CTPYKTYPHBIX 3JICMEHTOB HEM30ekK-
HO TIPMBOUT K YBEJIMYCHHMIO IUIOIIAAN TPaHMI] pasneiia. Tem
CaMBIM IIPOMCXOOUT YBEJIUYEHHE IMTOBEPXHOCTHOU COCTaB-
gsmomeit B XANES-cnektpax. O0 3TOM CBHIETEIHCTBYET
yBejmueHne pe3oHaHcoB A u C, OTBETCTBEHHBIX 3a IO-
BEPXHOCTHBIE COCTOSIHUS, IIPU OJHOBPEMEHHOM CHIDKCHUU
WHTEHCHBHOCTH JIMHUN B.

HUccnenoBanue mopdosorun 1 $pa3oBoro cocraBa KOMIIO-
3uta SnOx/MWCNT meronamu HRTEM u qudpaximonso-
IO aHaJIM3a II0KA3bIBACT, YTO B CIIy4ae HEOTOHIKEHHOTO KOM-
1o3uTa (opMUpyeTCs OCTPOBKOBAst CTPYKTypa OKCHJIA 0JIOBa
Ha noBepxHocTu oTaepHbIX MWCNT, BKTIOUatomas B ceds
KaK KpHCTaJUTMICCKHe, TaKk W aMopdomnomoOHbe o01acTh
(puc. 6,a). AHanM3 KapTHH MUKPOIU(PAKIMH, H3MEPEHHBIX
Ha y4YacTKaX JIOKaJIM3allid OKCHIa OJIOBa, IMOKa3hBAET Ha-
mare B HuX $a3z SnO, (d = 3.34A) u SnO (d = 3.12A).
Orxur npu Temnepatype 800°C mpuBOIUT K YBEIMYCHUIO
CTENCHN KPUCTAUIMYHOCTH oJioBocoepkamux a3, Kax
BUIHO W3 puC. 6,b, (opmmpyercsi HaHOKpHCTAJUIMIECKast
CTpyKTypa ¢ pasmepamu 3epeH < 10 nm, mpencrasiieHHas
daszamu SnO, (d =2.45A), SnO (d =3.124A), a Taxxke
MeTamyeckum oyoBoM (d = 2.57 A).

4. 3aknioyeHue

HWccnenoBanus, MpoBeICHHBIE C HMCHOIb30BAaHUEM METO-
noB XPS u XANES Ha poccuiicko-repMaHCKOM KaHajie
BBIBOJIa 1 MOHOXPOMATH3alH CHHXPOTPOHHOTO M3JIyYCHHUS
anexrponHoro Hakormmtesst BESSY 11, a taxxe meromamm
AES u HRTEM, no3Boid YCTaHOBUTb MEXaHU3MBI Tep-
MHYECKA WMHOYIMPOBAHHBIX (Pa30BBIX M CTPYKTYPHBIX Ipe-
BpalICHU B KOMIIO3UTE Ha OCHOBE HECTEXHMOMETPUYECKOIO
OKCHJIa 0JI0Ba U IJIeHOK opueHTupoBaHHbIX MWCNT. Ycra-
HOBJICHO, YTO OIIPEIE/ISIOMMMH IIPOIECCAaMi B METaJIJIO-
OKCUJTHOHM COCTaBJIAIOIIEH NpH TeMIepaTypax BaKyyMHOIO
omxkura 300 u 500°C sABISIIOTCA peakluy AUCIPOIOPIIUO-
HUPOBaHMS MOHOOKcHaa osioBa SnO ¢ oOpasoBanueM (asbl
mrokcuna SnO, u Merasudeckoro osoBa. Obpasyromeecs
IIPY 3TOM OJIOBO MEPEXOINT B KUAKYIO (pasy M 4aCTHYHO HC-
napsiercs. B pe3ysbTare 0OCHOBHOI METaUTOOKCHIHOH (ha3oit
cranoButcst SnO,. ITpu MoBBIIEHUN TeMIIEpaTypbl OTXKHIa
no 800°C m3meHsieTcs mpeo0ITafalomuii MeXaHu3M (pa3oBo-
o MpeBpaIleHNs U3-3a aKTUBAIMY ITpoliecca KapooTepMuye-
CKOTO BOCCTAHOBJICHHS 0JIOBA. 32 CUET 3TOr0 YMEHBIIAETCS
noms ¢asel SnO;_x um yBemmumBaercss SnO;_y. [Tommmo
3TOr0 MPOUCXONUT CHIDKEHUE CTENECHU OKHUCJICHHs OJI0Ba
32 CYeT B3aMMOJAEUCTBUS B Mex(]asHbIX 00JacTAX pelle-
TOYHOTO KHCJIOpOofa ¢ MoBepXHOCTHBIMHU cytosvu MWCNT.
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OOHapyKeHO Cy)XCHHE JIMHAU W CMCUICHUM IHKa yIjiepona
C1s B cTOpOHY HHU3KMX DHEPIHil CBSA3H IIPH OTKUIE, YTO
OYEBHIHO CBf3aHO C Oojiee YMOPSNOYEHHOU CTPYKTYpOil
BCJICICTBUC YMEHBLICHASI KOJIMYECTBA Ie(eKTHBIX ob1acTeit
B noBepxHOCTHBIX caoaXx MWCNT 3a cuer akTuBanuu Tep-
MOXHMMHYECKUX MpoIieccoB. Takke YCTaHOBJICHO, YTO IIPH
temneparype 800°C ¢opmupyeTcss HaHOKpUCTAJUINIECKAst
CTPYKTypa U3 OJIOBOCOfepKalMX (a3 ¢ pa3MepamMu 3epeH
< 10nm. D710 CBfA3aHO, MO-BHAMMOMY, KaK C IIPOIIECCOM
3aTBEpIEBaHUs U3 JKUAKOIO COCTOSHHUSA, TAK U ¢ BTOPUYHOMN
KpucTajm3anuein amop¢pHoi ¢asbL

TakuM 00pa3oMm, B pe3ysbTaTe MPOBEICHHBIX HCCIIENO-
BaHUI YCTAQHOBJICHBI MEXaHU3MBI (PAa30BBIX M CTPYKTYPHBIX
npeBpanieHnil B komnosute SnOy/MWCNT, manmmmposan-
HBIX TEPMHUYECKUM BO3/IEHICTBHEM.

ABTopsl BelpaxaroT OsaromapHocts B.E. PocnukoBy un
IO.A. Crenbkuny 3a npegocTaBjieHUe 00pa3loB IS HCCle-
JIOBaHU.
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