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IIpencraBneHbl pe3yabTaThl UCCIENOBaHUIT MOP(OIOrUU, KPUCTAJUIMYECKON U XUMUUECKON CTPYKTYPhI
HOKpbITUM okcuaa xenesza(lll) Ha moBepXHOCTH MOPHUCTOIO OKCHIA AJTIOMUHMS C pa3IMUYHON MOp(hOIOTru-
el MeEToJaMU PaCTPOBOM 3JIEKTPOHHOI U aTOMHO-CUJIOBOM MUKPOCKOIIUM, PEHTTeHO(ha30BOro aHaIn3a,
PEHTTEHOBCKOM (POTORJIEKTPOHHOI CIIEKTPOCKOIUM, a TAKXKEe CIIEKTPOCKOMMUU TOHKOI CTPYKTYpPhI OJIMK-
Hel 06J1aCTU Kpast PEHTIT€HOBCKOTrO IonioueHus. [1IeHKY NoprUCcTOro OKCHAAa aTllOMUHUS ObUTH CUHTE3U -
POBaHBI METOAOM JIBYXCTaIMAHOIO aHOJHOTO OKUCJIEHUS alloMUHUS B BOnHBIX 0.3 M pacTBopax cepHOi 1
LIaBeJIeBOY KUCIIOT. 11 u3MeHeHUsI AuaMeTpa Mop 4acTh IJIEHOK TPaBUJIX B pacTBope ¢ocdopHOit Kuc-
JoTbl. OGpas1bl HAHOMOKPHITUIT OKCHIA XKejle3a ObUIN MOJYyYeHbI OKMCIICHUEM Ha BO3IyXe IVICHOK XKeJie3a,
OCaXIEHHBIX HA MATPULBI-TTOII0XKHN MOPUCTOTO OKCHUAA ATIOMUHUS METOIOM MAarHETPOHHOTO HaIlbLIe-
Hus, ripu Temiiepatype 300°C B reueHue 3 4. [TokazaHO, UTO OKMCIEHUE MPUBOIUT K IBYKPATHOMY YBEJIH-
YEHUIO TOJIIIMHBI HOKPHITHS KOHTPOJILHOTO 00pa3iia 1 CBI3aHO C YBEIMUEHUEM IUIOTHOCTU OKCHIA XKeJle3a
110 CPaBHEHMUIO C YUCTHIM KeJie30M. C M3MeHeHeM HaHOITIOPUCTOM CTPYKTYPhI Ha TIOBEPXHOCTHU TTOMIOXKEK
IPOMCXOIUT U3MEHEeHNE MOP(OJIOrMIecKrX 0COOCHHOCTE ITOKPHITHI, 3aKIoJaloleecs B “3apacTaHun’”
TOP OKCHUIIOM 3KeJie3a. YIpaBJieHue IpolieccaMu, IIPUBOISIIMMU K TAKOMY “3apacTaHuIo”, IIO3BOJIUT IIPO-
BOIMUTH HAIIPABJIEHHOE U3MEHEHME CTPYKTYPHO-UYYBCTBUTEILHBIX CBOMCTB KOMITO3UTHBIX CTPYKTYP Ha OC-

HOBE€ OKCH A XKeEJIe3a.

KnoueBbie ciioBa: OKCHII KeJie3a, MOPUCTHIN OKCUI aTIOMUHMS, TTIOKPBITHE, MATHETPOHHOE OCaXKIeHUE,
9JIEKTPOHHAsT MUKPOCKOITHSI, aTOMHO-CUJIOBasi MUKPOCKOTIUSI, PEHTTeHOBCKasl (DOTOJIEKTPOHHASI CIIEeK-
TPOCKOITHSI, CIIEKTPOCKOITUY TOHKOM CTPYKTYPbI OJIMKHEN 00J1aCTH Kpasi PEHTTEHOBCKOTO ITOTJIOIIEHMUSI.
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BBEAJEHUWE

HecMoTpst Ha mOJITYI0 HCTOPUIO, TTOCIIE OTKPHITHUS
OKCHJIOB 3kKeJie3a KaK (DYHKIIMOHAJIbHBIX MaTePUAIOB
IJIsl pa3IMYHBIX MPUMEHEHUI, MHTepeC K HUM He
YMEHbIIaeTcsl Kak ¢ B (hyHIaMeHTaJbHOM, TaK U TIPU-
KJIagHOIT HayKe. HaHOYaCTUIIBI aKTUBHO MCCIEAYIOT
JUISI IPUMEHEHUI B MEIUIIMHE B KAYECTBE aKTUBHBIX
LIEHTPOB B MAarHUTHO-PE30HAHCHOI ToMorpaduu [1],
B aJpecHOll JOCTaBKe JICKAPCTBEHHBIX CPENCTB [2];
B KaTaJn3e — IJis IepepadbOTKM OPTraHMYeCKUX CO-
equHeHuit [3], B ToM uyuciae HedTu [4]. [TneHku Ha
OCHOBE OKCHa XeJjle3a MOJIyIMIM PacIIpoCTpaHeHNE
B YCTpOICTBaxX MarHUTHOM 3amMcH [5], Ta30BBIX CEH-
copax [6], amekTponHbIx Marepuainax [7], onrtuke [8].
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Tem He MeHee, MPOMOJIKAIOTCS TMOUCKW HOBBIX
¢dopM MaTepuanoB, UMEIOLIUX XapaKTEPHbII pa3mep
CTPYKTYPHBIX ocobeHHocTeil 10 500 HM, HampumMep,
MOJYYEHHBIX C UCIOJIb30BAHUEM TTOBEPXHOCTEM C BbI-
COKOITOPUCTOM CTPYKTYPOil (C COOTHOIIIEHUEM TLJI0-
1111, 3aHSITOM TTOpaMU K TIJIOIIAAN OKCUAHOM TUIEHKH!
6osee 30%). OQHUM 13 TAKMX MaTePUAJIOB SIBJISIETCS
MOPUCTBHINA aHOAHBIN OKCUJ aJIIOMUHUS, obJianato-
LU CTPYKTYPOM C BHICOKOYITOPSITOYEHHBIM pacmo-
JIOXKEHUEM BEPTUKAIbHO OPUEHTUPOBAHHBIX K TO-
BepxHOoCTH mop [9, 10] m aKTUBHO HCIIOIb3yeMBIiA
B KauecTBe 11a0JIoHa JIJIsi CUHTEe3a pa3IMYHbIX MaTe-
puajios [11—14].

Panee Hamu ObUIM TPOBEAEHBI HCCIEIOBAHUS
CTPYKTYPBI U KATOAHBIX CBOMCTB MOKPBITUI Xeje3a,
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HaHECEHHBIX Ha TTOPUCTHIM OKCU aTIOMUHUSI METO-
JIOM TEPMUYECKOTO ocaxkaeHus [ 15]. MarHeTpoHHbIe
TUIEHKW MaTeprajioB, B OTJIMUME OT TEPMUUYECKH OCa-
KIIEHHBIX, 001aal0T 60Jiee CTaOMILHBIMU CBOMCTBA-
MU U3-3a JIy4llIero KOHTPOJIsI 3a TIPOLIECCOM Hallbljie-
Hus1. beuto orMedeHo [16], 4TO MpU TePMUYECKOMA
KOPPO3UM TOPOIIIKa, COCTOSIIEro U3 chepruiyeckux
yacTull KeJieza fuaMeTpoM 1—3 MKM, opMUPYIOTCS
MaTepuabl CO CTPYKTYpOIl THUMA MeTaJlJl/OKCUIHAS
000J104Ka, HO MPY OKMCIEHUU 00JIee MEJIKUX YaCTHUIL
auaMeTpoM 10 20 HM WM COCTOSIIIIUX M3 TaKUX 4Ya-
CTULI MOKPBITUIT ToIIMHON He 60jee 200 HM, OHU
MOTYT OBbITb OKMCJIEHBI TOJTHOCTBIO. AHAINU3 JIUTEepa-
TYPHBIX TaHHBIX MTOKa3aJjl MOJHOEe OTCYTCTBUE UCCIIe-
JIOBaHU CTPYKTYPhI U PYHKIMOHAJIBHBIX (KAaTOTHBIX
U MarHUTHBIX) CBOMCTB HAHOCTPYKTYPHBIX TJIEHOK
KeJieza, YTO 0O0YCIOBUIO UX HOBU3HY.

Takum o06pa3oM, LIedbl0 HACTOSILEH padOTHI SIB-
JISLIOCh UCCIeaoBaHUe MOP(MOJIOTUM, CTPYKTYPHOTO
1 XUMHYECKOTO COCTOSIHMS M XMMUYECKOTO COCTaBa
MHOKPHITUII OKCHAa XeJjie3a Ha OKCUAE aJIOMUHMUS C
pa3IuyHoOi Mop@doJIorMell MOPUCTOI TTOBEPXHOCTH.
B mepcriektuBe OyneT BBISIBICHO BIMSHUE yKa3aH-
HBIX XapaKTepPUCTUK Ha (PyHKIIMOHAIbLHEIC (MAaTrHUT-
HbIe, ONITUYECKUE, MEMOpaHHBIE, OMOCOBMECTUMOCTH)
CBOMCTBA MOKPBITUIA.

SKCITEPUMEHTAJIbHAA YACTb

B xauecTBe momioxXeK 151 MOIyYeHUsT MOKPBITHi
oKcua kejie3a ¢ HaHOCTPYKTYPUPOBAHHOI TTOBEPX-
HOCTBIO MCHOJIb30BaJIU TNIEHKU MOPUCTOTO aHOTHO-
ro oKcuja ajJlOMUHMSI, CHHTe3UpPOBaHHbIE MPU Ha-
npstkeHuu 25 B B 0.3 M pactBope cepHoit (H,SO,)
KUCT0ThI 1 HanpstkeHur 40 B B 0.3 M pacTBope 111a-
Besnesoit (C,H,0,) kucnotsl [9]. Bcero Ob110 M3ro-
TOBJIEHO TpU O0paslia MOMJIOXEK MPHU HATIPSIKEHUU
aHoaupoBaHus 40 B, nBa 13 KOTOpPBIX MOABEPTIIUCH
TpasieHuIo B TeueHne 30 u 50 MUH IJIST YBeTUICHUS
JUaMeTpa Top, U OOWH oOpasell NpU HaIpPSKeHUU
aHoaupoBaHus 25 B. Cnenyer oTMETUTb, YTO TIpU
TpaBJICHUY TaKKe HE3HAYMTEIbHO YMEHbIIIAETCS TOJ-
IIUHA MOPUCTOM IJIEHKU, YTO HE OKAa3bIBAeT BIIUS-
HUSI HA KOHEUHBIN pe3yibTaT uccienoBaHus. B kaue-
CTBE€ MCTOYHMKA HAIPSI>KEHUSI MCMOJIb30BaIn OJIOK
nutanuss AKHMII 1134-300-5. CuHTe3 nNpoBOIMIN B
XOJIOAWJILHOM KaMepe Mpu TeMIlepaType 2JIeKTPOIr-
Ta 5°C, 4TO MO3BOJIMJIO TOJYYUTh NOBEPXHOCTh OK-
cUa alIlOMUHUSI ¢ TeKCAarOHaJIbHO-YIOPSIOYeHHBI-
MU MOpaMu co cpeaHUM auameTrpoM 39 +2 u 50 £ 2 Hm
U PACCTOSTHUSIMU MEXY LIeHTpaMHu rmop 64 £ 3 u 96 =
* 3 HM IUISI UICXOOHBIX IUIEHOK (IO TpaBJICHMS) ITOPU-
CTOr0 aHOIHOTO OKCHJAa aTlOMUHUSI, MOJYyYEeHHBIX
aHogupoBaHUeM ITpu HanpskeHusx 25 u 40 B. Ilo-
cJie TpaBJIeHUSI CPEIHNE JUaMETPhI IOP YBEIUIUIUCH
1o 60 = 3 u 73 = 3 HM cOOTBETCTBEHHO. B KayecTBe
oOpasina JJjisi CpaBHEHUS UCITOJIb30BaJIN TUICHKY 3Ke-
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Jie3a, OCaXIEeHHYIO Ha MIAAKYIO MOMIOXKY IMOJIUKO-
pa. TonammHa MOKPHITUSI Ha “IIagKoil” MOMIOXKE,
M3MepeHHass METOIOM aTOMHO-CUJIOBOM MUKPOCKO-
muu (ACM) mo mepenany BBICOT Ha CHEHUAIbHO

cOopMHUpPOBaHHOM “CTyneHbKe”, cocTaBmwia 28 + 3 HM.

OcaxneHue Xxeje3a MpOBOAUIN METOJOM MarHe-
TPOHHOTO HAIlbIEHUS C UCTTOJIb30BAHUEM MOJIEPHU-
3MPOBAHHOIO BaKyyMHOTO YHMBEpPCAJbHOIO IOCTa
“BYTII-5”. BakyymHast kamepa YCTaHOBKHU ObLjIa OT-
KavaHa 110 PeAeIbHOro BakyyMa He xyxe 10-¢ mBap,
TJIa3MEHHBIN pa3psia 3a’KUTaJIu TPU MapLuaJbHOM
nasyeHun aprona 5 X 1073 mbap, nonnepxupanu Ka-
TomHbIN TOK 100 MA 11pu HanpskeHUH okoso 220 B.
B kauecTBe ucnapsieMoro marepualia UCIOJb30BaIU
MuleHsb kenesa 99.9% (000 “Tupmet”). [Mommox-
KM 3aKperuIsuii Ha pacctossHuM 100 MM OT MarHeTpo-
Ha. JIj1s1 nydiiieii anre3uu MoKpbITUIA U yoaaeHus aj-
COPOUPOBAHHBIX YIIEPOAHBIX 3arpsSI3HEHU I TTOAIOX-
KU TIepen HalbJIEHUEM OTXUTalU MPU TeMIlepaType
250°C B TeueHue 2 4, HATTbJIEHWE TTPOBOAUIIN Ha Ha-
rpeTble MomIoXKu. OO6pas3iibl U3BJAEKAIU U3 KaMepbl
HaIbUIEHUs TIOCJIe HallycKa a30Ta, YTO IO3BOJIMJIO
HUCKJIIOUUTD MPOLIECC PE3KOT0 OKUCTIEHUS TIOBEPXHO-
CTH XKeJIE3HbIX TOKPBITHUIA.

OkuclieHWe B BO3AYILIHOM cpele MPOBOAUIU B
tpyouaroii meun SK2D-2-12TPA2 (Kwuraii) ¢ aByms
KOHTPOJIVPYEMBIMUA 30HAMHU HAarpeBa MpU TeMIlepa-
type 300°C B TeueHnue 3 4. TemriepaTypa u Bpems OT-
JK1Ta OB BEIOpAaHBI MCXOIS M3 TIpeanonoxeHus [17],
4yTO B MHTepBajie TeMireparyp ot 250 mo 300°C mo-
BEPXHOCTb YKMCTOIO XKeJie3a TapaHTUPOBAHHO OKMC-
nstercst. CkopocTh HarpeBa coctaBuia 10°C/MuH.,
BpeMSI OXJTAXKIEHUS IO KOMHATHO TeMITepaTyphbl IO~
cJie OT>Xura — okoJio 5 4. ITocie usBiaeueHus us rmeuu
MOKPBITUSI UBMEHWJIU LIBET C CEPOro Ha kenThlid. [To-
BTOPHOE W3MEpPEHMUE TOJIIUHBI ITOKPBITUS TOCIE
OKMUCJIEHUS TT0Ka3aJjo ee yBejaudeHue 10 60 £ 9 um.

HMccnenoBaHne XMMUUYECKOTO COCTOSTHMS Keje3a
B HOKPBITUSIX OO U IIOCJE OTXKUTA IPOBOININ METO-
JIOM PEHTI€HOBCKOM (POTO3JEKTPOHHOM CHEKTPO-
ckormuu (P®HOC) Ha peHTreHO3JEKTPOHHOM CHEK-
TpoMeTpe Specs. Bo30yXxneHne 31eKTpOHHOI 3MUC-
CUU MPOBOAWIM C UCTTOJIb30BaHUEM AlK, -U3TydeHusI
(E = 1486.6 3B).

PenTtreHoa3oBbIi aHAJIN3 MOKPBITUI TTPOBOAWIIN
Ha nudpakroMmerpe Rigaku MiniFlex 600 ¢ ucrmomns-
3oBaHueM CoK, -u3nydyeHusi B reomerpuu bparra—
BpenTano u koHburypamun 6—26. Illar ckannpoBa-
Hust coctaBus 0.02°, CKOPOCTb CKaHUPOBAHUS —
3 rpan/MHuH.

HccnenoBanust Mopdhojioruu MoBEepXHOCTH MpPO-
Bomwin MmetonaMu ACM M pacTpoBOif 3JIeKTPOHHOM
mukpockoruu (PO9M) ¢ ncnonbs3oBaHuEM IIporpaMM-
HO-armnapaTHOTO KOMILJieKca Ha 6a3e aTOMHO-CUJIO-
Boro Mukpockorna NT-MDT Integra Solaris B moJy-
KOHTaKTHOM pPE€XHME€ CbEMKHU U PacTpOBOro dJeK-
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Puc. 1. PODC-cnexrp ruieHku Fe, ocaxneHHOit Ha oz -
JIOXKKY Ttojinkopa 1o (/) u nmocne (2) orkura. Beprukanb-
HBIMU JIMHUSIMU YKa3aHO YHEPreTUYecKoe IMOJIOXKEHUE
nunmii Fe’ (E, =707 3B) u Fe>* (E, = 710 3B).

TpoHHOro Mukpockorna Thermo Fisher Scientific
Quattro S ¢ 3J1eKTpOHHOI NMYIIKOI C MOJIEBOM dMUC-
CHUE, OCHAILIEHHOTO CUCTEMOI 9HEPTOANCIIEPCUOH -
HOTro aHaju3a Ha ocHoBe crniekTpoMerpa EDAX Oc-
tane Elect Plus EDS System.

XANES-uccneqoBanust TIpoBOMMINM B peXUMeE
BhIxOJa (JIyopecleHLIMM Ha BSKCIEpUMEHTATIbHOM
cranuum “EXAFS-cniekrpockonus” KaHaja 8 HaKO-
nuteabHoro konbna BOIIII-3 B HKIT CLICTH, Ho-
BocuOMpcK. s MOHOXpoMaTU3alUuU U3JIy4eHUS
rucnoab3oBain kpuctamn Si(111). XANES-cnexTpbl
JIJIsI BCEX UCCAeAOBAHHBIX 00pa310B ObUIY ITOJTyYeHbI
Ha K-kpae nornoiueHust Fe (Ex = 7112 3B). Lllar npu
U3MEpEeHMUU CIIeKTpoB cocTapisia ~0.5 3B. Oo6padoT-
Ka CIIEKTPOB MPOBOAMIIACH C TIOMOIIBIO MAKeTa MPO-
rpamM Viper (XANDA) [18].

PE3VYJIBTATBI 1 UX OBCYXIEHHWE

11 TmOATBEPXKIEHUSI METAUIMYECKOTO COCTOSI-
HUsI MCXOMHBIX TTOKPBITHM Xejie3a 1 TTocie OKUCIIe-
HUS TUIEHKAa Ha oOpasle ¢ “Iagkoii” ITOIJIOXKOM
6b11a uccaeaopaHa MetonoM PODC (puc. 1). BuaHo,
YTO MCXOMHAs IUIeHKa (KpuBas /) IIpencTaBisieT Co00i
NpaKkTUYECKK yncToe xene3o (AE(Fep, ,—Felp;,) =
= 13.2 aB), a nocJie okucaeHus (KpuBasi 2) COOTBET-
crByeT cniektpy okcuna Fe,O; (AE(Fe2p, ,—Fe2p;,) =
=13.6 3B) [19].

Ha pwuc. 2 nipencrasieHbl audpakTorpaMMBl 00-
pasuoB A0 U Tociie oTkura. MHTEeHCUBHOCTD TUHMIA
OTpakeHMIi, COOTBETCTBYIOLIMX UCCIICAYeMbIM MaTe-
puanaM, JOBOJILHO ciabas M3-3a MaJloM TOJIIUHBI
MOKPBITUI, HO OTCYTCTBHE pedIEKCOB OKCUIA Kele-
3a Ha IJICHKAaX JI0 OTKMUTa, KaK U OTCYTCTBUE pedieK-
COB 3XeJie3a Ha TIJIeHKaX MOCjIe OTXKUTA, MOATBEPKaa-
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Puc. 2. PeHrtreHoBckue mudpakTorpaMMbl ITOKPBITHIA
Xenesa (a) 1 okcuaa xkese3a (0) Ha MOMIOXKaX U3 MOIH-
Kopa (/) ¥ TIopuCTOTO OKCUIa aTtoMUHUS (2—5), moiry-
yeHHbIX ipu 25 B (2); ipu 40 B (3); ipu 40 B ¢ nocneny-
oM TpasiaeHueM B TeueHue 30 muH (4); npu 40 B c mo-
crenyomuMm TpasieHuem B teueHue S50 mwuH (5). Ha
nudpakTorpaMMme oTMedeHbl JuHun ¢ — Fe(110), ¢ —
Fe,05 (104) u (110).

T (I)aKT ITOJIHOTO OKMCJICHUA 2KE€JI€3a Ha BCEX ITOA-
JIOXKKax.

Kak BmagHO mo mM300pakeHUSIM, ITOTYYEHHBIX C
nmomoliiiblo POM (puc. 3, B IlgHTpe), ocaxkIeHue Xe-
Jie3a TIPOUCXOIUT IIPEUMYIIIECTBEHHO Ha TIPOCTpaH-
CTBE MOPHUCTBIX TUIEHOK OKCHIA AJIIOMUHUST MEXIY
nopamu. Kak moka3pIBaloT M300paxkeHMsI, TTOJTydeH-
Hble ¢ ucnoiab3oBaHueM ACM (puc. 4), MOKPHITUS
COCTOSIT M3 KJIACTEPOB pa3MePOM 10 HECKOJIBKUX JIe-
CSITKOB HM. B 11eJIoM 3TO COOTBETCTBYeT HAIlIUM pa-
Hee IToJydeHHBIM TaHHBIM [15]. MU300pakenus mo-
BEPXHOCTU MCXOAHBIX TJIEHOK OKCHMAAa aJIlOMUHUS
TaK>Ke MpeacTaBaeHbl Ha puc. 3 (cieBa).

Ne 6 2023
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Puc. 3. POM-uzo6pakeHns UCXOIHBIX TJICHOK ITOPHCTOTO OKCHUIA ATIOMUHMS (CieBa), OCaKIEHHBIX Ha HUX MOKpbITUii Fe (B
ueHtpe) u Fe,O3 nocne okucaeHus Ha Bo3ayxe (CIpaBa): MOPUCTHIM aHOAHBII OKCUJ aTIOMUHUS, TOJydeHHBI ipu 25 B (a);
npu 40 B (6); mpu 40 B ¢ mocnenytommm tpaBneHrem B teueHue 30 muH (B); ipu 40 B ¢ mociienyonmmm TpaBieHEM B T€UEHUE

50 muH (T).

ITocne oxura mpu Temrteparype 300°C B TedeHUE
3 gy HaOrOmaeTcs “3apactaHue” Imop OKCHIIOM XKeJle-
3a (puc. 3, copaBa). DTO CBSI3aHO C TEM, YTO IIpU 00-
pa3oBaHUU OKCHIA IIPOUCXOAUT YBeIMUEeHUE 00beMa
TUIEHKH, YTO TTOATBEPXKIAaeTCs IBYKPATHBIM YBEJH-
YeHUEeM TOJIIIMHBI TUNIEHKU Ha TTOJIMKOPE, TI0 CpaBHE-
HUIO C TOJIIMHON MCXOOHOM TUIEHKU kese3a. Jleii-
CTBUTEJILHO, TUIOTHOCTD XeJie3a paBHa 7.87 r/cm?, a
okcuna Fe,0; — 5.24 r/cM?, ueM MOXeT GbITH 060C-
HOBaHO yBeJIMYEHME TONIIWHBI MAKCUMYM B 1.5 pa3a.
Ho, mockoabKy MIeHKU He CIUIOIIHBIE, a COCTOSIT U3
KJIacTepoB (puc. 5), Ipu OTKUTE, HAPSITY C yBEIUYe-
HHUEM pa3MepOB CAMUX YACTHUIL BCIECACTBUE OKHUCIIE-
HUSI, IPOVCXOIUT YBEIMUYCHUE MyCTOT MEXKIY HUMMU,
4TO 000CHOBBIBAET AByKpaTHoe (¢ 28 £ 3 10 60 = 9 HM)
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YBeJIMYeHNE TOJIIIUHBI MOKpHITUs. [InaHnupyeMbie B
manpHenmeM uccinenosanus MetonoM PPOC ¢ no-
CJIOITHBIM TpaBJIeHUEM MOKPBLITUI ITO3BOJISIT OIIpee-
JINTH IIPUMEPHYIO TTTyOMHY, Ha KOTOPYIO B ITIOPHI MaT-
PULILI IPOHUKAET OKCHUJI KeJIe3a.

J11s1 OKOHYATEIbHOTO TMOATBEPXKIACHUS paKTa 00-
pasoBaHus Mocje oTXura uMeHHo Fe,0;, obpazen
MOKPBITUSI, TIOJYYeHHBIM OKHUCICHUEM 3Kejie3a Ha
MaTpulle MOPUCTOTO aHOAHOTO OKCUIA aJTIOMUHUS
npu 40 B ¢ nmocnenymoiuM TpaBieHUEeM B TeyeHUeE
30 muH, 0BT MccaenmoBaH MeTomoM XANES crek-
Tpockormmu (puc. 6). CriekTp obpasiia ImpeacTaBieH
B CPAaBHEHUH CO CIIEKTPaMU 3TAaJIOHOB — OKCHIA XKe-
nesa(Ill) u xxene3noii ponbru.
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Puc. 4. 2D- u 3D- ACM-n3o6paxxeHust NokpeITHii Fe,O3 Ha MOUTOXKE U3 MOPUCTOTO AHOIHOTO OKCHA ATIOMUHMS, TTOJTy-
geHHoI 1ipu 25 B (a); mpu 40 B (6); mpu 40 B ¢ mocnenyromum tpaieHneM B teueHure 30 muH (B); ipu 40 B ¢ mocienyommm
TpaByieHUueM B TeueHue 50 MuH (r).
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(a)

(6)

Puc. 5. 2D- n 3D- ACM-u3o6paxenus nokpeituii Fe (a) u Fe,O3 (0) Ha momioxke U3 MoJIMKoOpa.

W3 cpaBHuTenbHoro aHanusza XANES-cniekTpos
YCTAHOBJICHO, YTO ITOJOXEHHWE Kpas TOTIOIICHMS
(~7116 »B) u xapakTep OCHOBHBIX OCOOCHHOCTEH
crieKTpa obpasiia MOKPHITUS XOPOIIO COBMAAAIOT C
TaKOBBIMU IS criekTpa atajoHa Fe,0;. [Tockonbky
0o0pa3lbl AOCTATOYHO TOHKHE, TO MOXHO YTBEp-
KIATh, YTO SMHUCCUS (DOTOHOB B PEKUME ChEMKU BbI-
xona (hJiyopecleHIIMU TPOUCXOINUT CO BCEM TOJIIM-
HBI MOKPBITUS. Heo6Xx0a1MO 3aMeTUTD, YTO BKJIaAbI B
cnekTp okcunHbix (a3 FeO, Fe;0,4, a Takxke meran-

andeckoro xejie3a Fe® He oOHapyxXeHbl B Ipenesiax
OLLIMOKM METO/IA.

Cremyer OTMETUTb, UTO MEXaHU3M HU3KOTEeMIIe-
patypHoro (ot 150 mo 300°C) oKHCIeHUSI TOHKUX
TUICHOK 3KeJie3a, HAaHECeHHBIX Ha MOIJIOXKU U3 JIpy-
roro mMaTtepuasna, 10 CUX Iop MOAPOOHO He OIMCaH.
M3BectHo [20], 9yTO mpM OKUCICHUM Kejie3a IIpu
temrmeparypax 250—300°C HerocpencTBEHHO Ha T0-
BEPXHOCTU MeTasia obpasyercss MmarHeTut Fe;0,, a

TMOBEPXHOCTb. PEHTTEHOBCKHUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UICCIEJOBAHUS  Ne 6

Ha HeM reMaTut Fe,0;. B ciiyyae okucieHuss TOHKUX
TUIEHOK Y HAHOYACTMUII XKeJie3a MeXaHU3M MOXET OT-
JINYAThCSI, KaK MOKa3aJIv MPUBEACHHbIE B HACTOSIIIICH
paboTe pe3yIbTaThl, UMEeT MECTO 00pa30BaHME OK-
cuna Fe,O; Bo BceM cioe MeTalia, 4To TpeOyeT IMpo-
BEAEHUS OTAEIbHBIX KaK 9KCIIEPUMEHTATbHBIX, TaK U
TEOPETUUYECKUX NCCIECIOBAHUIA.

SAKJIIIOYEHUWE N BBIBO/IbI

IIpoBeneHo ucciaeqoBaHue MOPMOIOTUU, CTPYK-
TYPHOI'O U XUMUYECKOTO COCTOSSHUS U XUMUYECKOTO
COCTaBa MOKPBITAN OKCHUJIA XKEJIE3a HA OKCHUJIE ATIO-
MUHMUS C pa3inuyHoOii Mopdosorueit mopucroit mno-
BepxHocTu. [TokazaHo, 4TO OcaxKaeHue xKeJie3a Mpo-
UCXONVUT MPEUMYIIIECTBEHHO HA TPOCTPAHCTBE MOPU-
CTBIX IUJIEHOK OKCUIA AJIIOMUHUSA MEXIOY NopaMu U
MOKPBITHS COCTOAT U3 KJIACTEPOB Pa3MepoOM 10 He-
CKOJIbKUX JecsaTKOB HM. [locyie oTxura mokpbITUi
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Puc. 6. XANES-crieKTpbl ncclieI0BaHHBIX 00pa3IoB 10~
kpbiTus Fe,O3 Ha MOpUCTOM aHOOHOM OKCUIE allOMU-

HUS, TToJiyaeHHOM I1pu 40 B ¢ mTocnenyommMm TpaBlIeHN -
em B TeueHue 30 MuH c (/); atanona Fe, 03 (2); Fe-doinb-

tu (3).

xene3a rnpu Temieparype 300°C B TeueHHne Tpex 4a-
COB ObLIO OOHApYKEHO “3apacTaHue” MOpP OKCUIOM
XKeJle3a, CBSI3aHHOE C YBeJMYeHUEM 00beMa IUIEHOK
13-3a U3MEHEHUS UX IUNIOTHOCTH, YTO MOATBEPKICHO
JIByKPaTHBIM YBeJIMUCHUEM TOIIIMHBLI OKCUTHOM IICH -
KW Ha TIOBEPXHOCTH TTOJIMKOPA ITO0 CPaBHEHUIO C TOJI-
IIMHOM MCXOMHOM (IO OTXKWra) IUICHKU XKeJjie3a, HO
YCTaHOBJIEHME TOYHOIO MEXaHMU3Ma OKHUCJIEHUS Tpe-
OyeT OOIOJHUTENIbHBIX 9KCIIEPUMEHTAJIBHBIX U TEO-
pETUYECKUX HMCCaeaoBaHuil. MeTomaMu peHTIeHO-
dazoBoro a"Hanuza, PODC u XANES noarsepxkie-
HO, 4TO B pe3yjbTaTe OTXKUIa 00pa3yeTcs MOKPHLITUE
n3 okcuna Fe,Os, mpu aToM ¢ n3MeHeHeM MopdhO-
JIOTUM TIOBEPXHOCTU TMOMIOXEK IMPOUCXOIUT M3Me-
HeHHE MOP(@OJIOTUYECKNX OCOOEHHOCTE ITOKPHI-
THIi, B YaCTHOCTH, YMEHBIIICHE OuaMeTpa Iop Ha
IOBEPXHOCTH U POCT Pa3MepOB OKCUIHBIX YACTHUII ITO
CPaBHEHMIO C HEe OKUCIIEHHBIM XeJIe30M, UYTO MO3BOJIUAT
MMPOBOJINTH HAIlpaBJIeHHOE U3MEHEHHNE CTPYKTYPHO-
YYBCTBUTENIbHBIX CBOMCTB KOMIIO3UTHBIX CTPYKTYP
Ha OCHOBE OKCH/[IA KeJjie3a.
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Synthesis and Investigations of Morphology and Structure of Fe,O, Nanocoatings
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on Porous Al,O,, Obtained by Oxidation of Magnetron Deposited Fe Films

R. G. Valeev! *, A. N. Beltiukov!, A. I. Chukavin!, M. A. Eremina!, V. V. Kriventsov?
"Udmurt Federal Research Center of the Ural Branch of the RAS, Izhevsk, 426008 Russia
2Boreskov'’s Catalysis Institute of Siberian Branch of the RAS, Novosibirsk, 630090 Russia
*e-mail: rishatvaleev@mail.ru

The results of studies of the morphology, crystal, local atomic and chemical structure of iron(111) oxide coat-
ings on the surface of porous alumina with different morphology by scanning electron and atomic force mi-
croscopy, X-ray phase analysis, X-ray photoelectron spectroscopy, as well as fine structure spectroscopy of
the near edge region are presented. X-ray absorption. Films of porous alumina were synthesized by the meth-
od of two-stage anodic oxidation of aluminum in aqueous 0.3 M solutions of sulfuric and oxalic acids. To
change the pore diameter, some of the films were etched in a phosphoric acid solution. Samples of iron oxide
nanocoatings were obtained by air oxidation of iron films deposited on porous alumina substrate matrices by
magnetron sputtering at a temperature of 300°C for 3 hours. It is shown that oxidation leads to a twofold in-
crease in the coating thickness of the control sample and is associated with an increase in the density of iron
oxide compared to pure iron. With a change in the nanoporous structure on the surface of the substrates, the
morphological features of the coatings change, which consists in the “overgrowth” of pores with iron oxide.
That the control of the processes leading to such “overgrowth” will make it possible to carry out a directed
change in the structure-sensitive properties of composite structures based on iron oxide.

Keywords: iron oxide, porous alumina, coating, magnetron deposition, electron microscopy, atomic force
microscopy, X-ray Photoelectron Spectrometry (XPS), X-ray Absorption Near Edge Structure (XANES).
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