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IIpencraBneHbl pe3yabTaThl UCCIENOBAHUIT MOP(OIOrUU, KPUCTAUIMUECKON U XUMUUECKON CTPYKTYPhI
HOKpbITUM okcuaa xenesza(lll) Ha moBepXHOCTU MOPHUCTOIO OKCHIA AJTIOMUHMS C pa3IMYHON MOp(hOIOTru-
el MeToJaMU PaCTPOBOM 3JIEKTPOHHOI U aTOMHO-CWJIOBO MUKPOCKOIINM, PEHTTeHO()a30BOro aHaIn3a,
PEHTTEHOBCKOM (POTOBJIEKTPOHHOM CIIEKTPOCKOIUM, a TAKXKEe CIIEKTPOCKOMNUU TOHKOI CTPYKTYpPhI OJIMK-
Hel 06J1aCTU Kpast PEHTI€HOBCKOTIO MoniolieHus. [1IeHKY NopruCcTOro OKC1aa allOMUHUS ObUTH CUHTE3U -
pPOBaHBI METOAOM IBYXCTaIMAHOIO aHOJHOTO OKUCJICHUS alloMUHUS B BOnHBIX 0.3 M pacTBopax cepHOi 1
LIaBeJIeBOM KUCIIOT. 11 u3MeHeHUsI AuaMeTpa Mop 4acTh IJIEHOK TPaBUJIK B pacTBope ¢ocdopHOit Kuc-
Jotbl. OGpas1bl HAHOMOKPHITUIT OKCHIA XKejle3a ObUTN MOJYyYeHbI OKMCIIEHUEM Ha BO3IyXe IUICHOK XKeJie3a,
OCaXIEHHBIX HA MATPULBI-TTOII0XKHN MOPUCTOTO OKCHUAA aTIOMUHUS METOIOM MAarHETPOHHOTO HaIlbLIe-
Hus, ripu Temriiepatype 300°C B TeueHue 3 4. [TokazaHO, UTO OKMCJICHUE IPUBOAUT K IBYKPATHOMY YBEJIM -
YEHUIO TOJIIUHBI HIOKPHITHS KOHTPOJILHOTO 00paslia 1 CBA3aHO C YBeIMUEHUEM IUIOTHOCTU OKCHIA XKeJle3a
10 CPAaBHEHMUIO C YUCTHIM KeJie30M. C M3MeHeHeM HaHOITOPUCTOM CTPYKTYPhI Ha TIOBEPXHOCTHU TTOMIOXKEK
IIPOMCXOIUT U3MEeHEeHNE MOP(MOIOrMIecKX 0COOCHHOCTE ITOKPHITHUI, 3aKI0odaloleecs B “3apacTaHun”
MIOp OKCHUIIOM 3KeJie3a. YIpaBJieHue IpolieccaMu, IIPUBOISIIIMMU K TAKOMY “3apacTaHuIo”, ITO3BOJIUT IIPO-
BOIUTH HAIIPaBJIECHHOE U3MEHEHME CTPYKTYPHO-UYYBCTBUTEILHBIX CBOMCTB KOMITO3UTHBIX CTPYKTYP Ha OC-

HOBEC OKCH A XKeEJI€3a.

KoueBble ciioBa: OKCHUII KeJie3a, MOPUCTHIN OKCUJ aTIOMUHMS, TTOKPBITHE, MATHETPOHHOE OCaXKICHUE,
9JIEKTPOHHAsT MUKPOCKOITHSI, aTOMHO-CUJIOBasi MUKPOCKOTINSI, PEHTTeHOBCKasl (DOTOJIEKTPOHHASI CIIeK-
TPOCKOITHSI, CIIEKTPOCKOITUY TOHKOM CTPYKTYPbI OJIMKHEN 06J1aCTU Kpasi pEHTTEHOBCKOTO ITOTJIOIIEHMUSI.
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BBEAJEHUWE

HecMmoTpst Ha HOJITYI0 UCTOPUIO, MTOCIE OTKPBITUS
OKCUOB XeJie3a KakK (hyHKIIMOHAIbHBIX MaTePHUaAIOB
JUIST pas3jIMYHbIX MPUMEHEHUIN, UHTEpPEeC K HUM HE
YMEHbIIaeTcsl Kak ¢ B (hyHIaMeHTaJbHOM, TaK U TIPU-
KJagHoi Hayke. HaHouyacTU1Ibl aKTUBHO MCCIEIYIOT
JUJTSI TIPUMEHEHU A B MEIUIIMHE B KAYECTBE aKTUBHbBIX
LIEHTPOB B MAarHUTHO-PE30HAHCHOI TomMorpaduu [1],
B aJlpeCHOI NOCTaBKe JIeKapCTBEHHbBIX CPencTB [2];
B KaTajlM3e — IS MepepaboTKu OpraHUYecKuX COo-
ennHeHuit [3], B ToM yucie HedTH [4]. [TneHku Ha
OCHOBE OKCHU/JIA XKeJie3a MOJyYUIU paclpocTpaHeHUe
B YCTpOIiCTBaX MarHUTHOM 3ammucH [5], Ta30BbIX CEH-
copax [6], aiieKTponHbIX MaTepuanax [7], ontuke [8].
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Tem He MeHee, MPOMOJIKAIOTCS TMOUCKU HOBBIX
(dopm MaTepranioB, UMEIOIINX XapaKTEPHBINA pa3Mep
CTPYKTYPHBIX ocobeHHocTel 10 500 HM, HampuMmep,
MOJYYEHHBIX C UCIIOJIb30BAHUEM TTOBEPXHOCTEM C BbI-
COKOITOPUCTOH CTPYKTYPOil (C COOTHOIIIEHUEM TLJIO-
11, 3aHSTOM TTOpaMU K TIJIOIIAAN OKCUAHOM TUIEHKH!
6osee 30%). OTHUM U3 TAKMX MAaTEPUAIOB SIBJISIETCS
MOPUCTBHINA aHOAHBIN OKCU AJIIOMUHUS, obJiamato-
LUK CTPYKTYPOM C BHICOKOYITOPSIIOYEHHBIM Pacro-
JIOXKEHUEM BEPTUKAIBHO OPUEHTUPOBAHHBIX K IO-
BepxHOocTU 1op [9, 10] U aKTUBHO HCIOJIb3yeMblit
B KayecTBe 11a0JIoHa IS CUHTE3a Pa3JIMYHbIX MaTe-
puanos [11—14].

Panee HamMu OBUIM TIPOBEAEHBI HCCIEIOBAHUS
CTPYKTYPbI U KaTOJHBIX CBOMCTB MOKPBITUIA Kese3a,
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HaHECEHHBIX Ha MOPUCTBIN OKCHUI aTIOMUHUS METO-
JIOM TEPMUYECKOTO ocaxkaeHus [ 15]. MarHeTpoHHbIe
IUIEHKX MaTepuajaoB, B OTIMYME OT TEPMUUYECKH OCa-
XKIEHHBIX, 00J1a1a10T 00J1ee CTaOMIBbHBIMM CBOIICTBA-
MU U3-3a JIy4YIlIeTo KOHTPOJIsI 3a TPOLIeCCOM Harbljie-
Hust. beuto otMedeno [16], 4To mpu TepMUUYECKOit
KOPPO3UM ITOPOIIKA, COCTOSIIETO M3 ChepruuecKmx
YyacTull KeJieza nuaMeTpoM 1—3 MKM, opMUPYIOTCS
MaTepuaabl CO CTPYKTYPOM THUIIAa MeTasll/OKCUIHAS
000J109Ka, HO TIPY OKUCICHUHN 00JIee MEJTKMX YaCTHUII
auaMeTpoM 10 20 HM UM COCTOSIIIUX M3 TaKUX 4Ya-
CTUIl MOKPBHITUI TOJNIIMHON He Ooyiee 200 HM, OHU
MOTYT OBITb OKMCJIEHBI ITIOJIHOCThIO. AHAJIN3 JINTepa-
TYPHBIX JaHHBIX MTOKa3aJj MOJHOE OTCYTCTBUE UCCIIe-
JIOBAaHUM CTPYKTYPbl U GYHKIMOHATBHBIX (KATOMHBIX
Y MarHUTHBIX) CBOMCTB HAHOCTPYKTYPHBIX IUICHOK
KeJieza, YTO 0O0YCIOBUIO UX HOBU3HY.

Takum 06pa3oM, LIeJdbl0 HACTOSIIEH padOTHI SIB-
JISJIOCh MCClienoBaHe MOP(OJIOrUU, CTPYKTYPHOTIO
1 XUMWYECKOT'O COCTOSIHMS M XMMHUYECKOTO COCTaBa
MOKPBITUI OKCHAa Xejie3a Ha OKCUAE aJllOMUHMUS C
pas3IuYHON MOp@dOJIOTHEN MOPUCTOI TMOBEPXHOCTH.
B mepcriektuBe OyneT BBHISIBJICHO BIMSIHUE yKa3aH-
HBIX XapaKTepUCTUK Ha (PyHKIIMOHAIbHEIC (MAarHUT-
HBIE, ONITUYECKNEe, MeMOpaHHBIC, 0MOCOBMECTUMOCTD )
CBOMCTBA MOKPBITUMA.

OKCITEPUMEHTAJIbBHAA YACTDb

B xauecTBe MomIoXeK 15T MOTYYSHUS TIOKPBITUIMA
OoKcHa 3kejie3a ¢ HAaHOCTPYKTYPUPOBAHHOI TTOBEPX-
HOCTBIO MCMOJIb30BaIU TNIEHKU MOPUCTOrO aHOTHO-
ro OKCHMIa aJIOMUHMSI, CHHTe3UPOBaHHbIC MPU Ha-
npstkenuun 25 B B 0.3 M pactBope cepHoit (H,SO,)
KUCI0ThI U HanpsikeHur 40 B B 0.3 M pacTBope 111a-
Besnesoii (C,H,0,) kucnotsl [9]. Bcero Obu10 M3ro-
TOBJIEHO TpU 00paslia MOMJIOXEK MPHU HATIPSKEHUU
aHoaupoBaHus 40 B, nBa 13 KOTOpPBIX MOABEPTIUCH
TpasieHuIo B TeueHne 30 u 50 MUH IJIST YBeTUICHUS
IHaMeTpa Top, U OOWH oOpasel] NpU HaIpSLKeHUU
aHonupoBaHus 25 B. CrnegyeT OTMETUTh, UTO TIpU
TpaBJICHUH TaKKe HE3HAYMTEIbHO YMEHbIIIAETCS TOM-
IIWHA MOPUCTOM IJIEHKU, YTO HE OKAa3bIBACT BIIUS-
HUSI Ha KOHEUHBIN pe3yIbTaT uccienoBaHus. B kaue-
CTBE MCTOYHMKA HAIPSKEHUSI KCIOJb30BaIN OJI0K
mutanust AKMIT 1134-300-5. CuHTe3 IpOBOAWIA B
XOJIOAWJILHOM KaMepe Mpu TeMIlepaType 2JIeKTPOIr-
Ta 5°C, 4TO MO3BOJIUJIO IOJYYUTh MNOBEPXHOCTh OK-
cua alIlOMUHUSI ¢ TeKCArOHaJIbHO-YIOPSIOYeHHBI-
MU MTopaMu co cpenHum guametrpoM 39 + 2 u 50 + 2 Hm
U PACCTOSTHUSIMU MEXIY LIeHTpaMu nop 64 + 31 96 +
+ 3 HM IIUIST UICXOOHBIX IUIEHOK (IO TpaBJICHMS) ITIOPU-
CTOr0 aHOIHOTO OKCHIA aTlOMHUHUSI, TMOJYyYEeHHBIX
aHogupoBaHUeM IIpu HanpskeHusx 25 n 40 B. Ilo-
cJie TpaBJIEHUS CPEIHNE JUaMEeTPhI HOP YBEIUIUIUCH
1o 60 = 3 u 73 £ 3 HM COOTBETCTBEHHO. B KauecTBe
oOpasua Ijisi CpaBHEHUST MCITOJIb30BaJIA TUIEHKY 3Ke-
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Jie3a, OCaXIEeHHYIO Ha MIAAKYIO MOMIOXKY IMOJIUKO-
pa. TonammHa NMOKPBHITUSI Ha “IIagKoil” MOMIOXKE,
U3MepEeHHas METOAOM aTOMHO-CHJIOBOIT MUKPOCKO-
mun (ACM) mo mepenamy BBICOT Ha CHEHUAIBHO

chopMUpOBaHHOI1 “CTyreHbKe”, cocTaBuiia 28 + 3 HM.

OcaxaeHue Xene3a MPpOBOAUIN METOJIOM MarHe-
TPOHHOTIO HAaNIbIJICHUSI C UCTIOJIb30BaHUEM MOACPHMU -
3MPOBAHHOTO BaKyyMHOIO YHHMBEPCAJbHOIO IIOCTa
“BYTII-5”. BakyymMHasi Kamepa YCTaHOBKU ObLjia OT-
KauyaHa 10 IpeJebHOro Bakyyma He xyxe 10~% mBap,
TUIa3MEHHBIN pasps 3aKUTaIM NPpU NapLuaIbHOM
nasyeHun aprosa 5 X 1073 mbap, nonnepxupanu Ka-
TomHbIN TOK 100 MA 1ipu HanpskeHUH okosto 220 B.
B xauecTBe ncmapsieMoro Marepuaja UCIIOJIb30BaIN
MuleHsb kenesa 99.9% (000 “T'upmet”). [Nommox-
KM 3aKperuisuii Ha pacctossHuM 100 MM OT MarHeTpo-
Ha. 1 ydineit anre3uy NOKPHITUIA U yIaJICHUS ajl-
COpOMPOBAaHHBIX YIIEPOIHBIX 3aTPSI3HEHU I ITOIIOX -
KM mepel HallbUIEHUEM OTXKUTaJIM IIPU TeMIepaType
250°C B TeueHue 2 4, HATTbIEHHWE TTPOBOAUIIN Ha Ha-
rpetbie NomIoXKU. OOpa3ibl U3BJIEKAIM U3 KaMEphl
HamnbUICHUsI MOCJIe HaIlycKa a30Ta, 4YTO IT03BOJIMJIO
HWCKJTIOUUTH IIPOLECC PE3KOI0 OKMCICHUS IIOBEPXHO-
CTH 3KE€JIE3HBIX ITOKPHITUIA.

OkuclieHWe B BO3AYILIHOM cpelae MPOBOAUIUA B
tpyouaroii meun SK2D-2-12TPA2 (Kwuraii) ¢ iByms
KOHTPOJIMPYEMBIMU 30HAMHM HarpeBa IIpU TeMIlepa-
type 300°C B Teuenue 3 4. TemnepaTypa 1 BpeMsl OT-
JK1Ta OB BEIOpAHBI MCXOIS M3 TIpeanonaoxeHud [17],
yTo B UHTepBajie Temneparyp ot 250 go 300°C mo-
BEPXHOCTh YMCTOTO XeJjie3a rapaHTUPOBAHHO OKHUC-
nstetcst. CkopocTh HarpeBa coctaBuiaa 10°C/MuH.,
BpeMsl OXJIAXKACHUS 10 KOMHATHOM TeMIIepaTyphl ITO-
cJie OT>Kura — okoJio 5 4. Ilocie n3BiaedeHus U3 rneuu
MMOKPBITUS U3MEHWJIU LIBET C CEPOro Ha kenThlid. [To-
BTOPHOE M3MEPECHME TOJIIMUHBLI MHOKPBLITUS IIOCTIE
OKMCJIEHUS TT0Ka3aJjo ee yBejaudeHue 10 60 £ 9 um.

HMccnenoBaHue XMMUUYECKOTO COCTOSIHUS Xkesle3a
B MOKPBITUSIX OO U TIOCJE OTXUTA TPOBOIUINA METO-
JIOM PEHTI€HOBCKOU (POTO3JIEKTPOHHOM CHEKTPO-
ckormuu (P®HOC) Ha peHTreHOIEKTPOHHOM CHEeK-
TpoMmeTpe Specs. Bo30yxneHue 31eKTpOHHOM 3MHUC-
CHU IIPOBOAWJIM C UCITOJIb30BaHUEM AlK -U31TyyeHus
(£ =1486.6 3B).

PenTtreHoa3oBbIil aHAJIN3 MOKPBITUIN TTPOBOIWIIN
Ha nudpakroMmerpe Rigaku MiniFlex 600 ¢ ucrmomns-
3oBaHueM CoK, -u3nydyeHusi B reomerpuu bparra—
BpenTano u koHbuUTrypamun 6—26. Illar ckannpoBa-
Hust coctaBus 0.02°, CKOPOCTb CKaHUPOBAHUSI —
3 rpan/MHuH.

HccnepoBanust Mop¢oOJI0ruy MOBEPXHOCTH IIPO-
Boawin MmetonaMu ACM M pacTpoBOif 2JIeKTPOHHOM
Mukpockormu (POM) ¢ ucnonbs3oBaHuEM IIporpaMM-
HO-amnmapaTHOIO KOMILUIeEKca Ha 0a3e aTOMHO-CHUJIO-
Boro Mukpockora NT-MDT Integra Solaris B moJy-
KOHTAaKTHOM PEXHME CheMKHU M PacTPOBOIO 3JIEK-
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Puc. 1. PODC-cnexrp ruieHku Fe, ocaxneHHOit Ha noj-
JIOXKKY Ttojinkopa 10 (/) u nmocne (2) orkura. Beprukanb-
HBIMM JIMHUSIMA YKa3aHO SHEPTeTHYECKOe IOJIOXKEHUE
nunmii Fe’ (E, =707 3B) u Fe>* (E, = 710 3B).

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

XANES-uccnenoBanust TIpoBOMMINM B peXUMeE
BBIXOIa (JIyOpEeCLECHIIMM Ha SKCHEePpUMEHTAILHOMN
cranuum “EXAFS-criekrpockonus” kaHaja 8 HaKO-
nuteabHoro konbna BOIIII-3 B HKIT CLICTH, Ho-
BocuOUpCK. I MOHOXpOMAaTH3alMM W3JIy4CHUS
ucnoiab3oBanu Kpuctamt Si(111). XANES-cnekTpsl
JIJIsI BCEX UCCASAOBAHHBIX 00pa310B ObLIU ITOJTyYeHbI
Ha K-xkpae nornouieHust Fe (Ex = 7112 3B). Lllar npu
M3MEpEeHNU CIIEKTpOB cocTapista ~0.5 3B. Oo6padoTt-
Ka CIIEKTPOB MPOBOAMIIACH C TIOMOIIBLIO MAKETa MPO-
rpamM Viper (XANDA) [18].

PE3VIIBTATHI 1 X OBCYXIEHUWNE

11 TTOATBEPKIEHUSI METAUIMYECKOTO COCTOSI-
HUST UCXOOHBIX TTOKPBITUI XKeJle3a U TIOCNIe OKHUCIIe-
HMS IUIGHKa Ha o0pasile ¢ “IIagkoil” MOmIOXKOM
6b11a uccaeaoBaHa MetogoM PODC (puc. 1). BuaHo,
YTO MCXOMHAs IUIeHKa (KpuBas /) IIpencTaBisieT Co00i
MpakTUYecKu yucroe xeneso (AE(Fe2p, ,—Fe2p;,) =
= 13.2 aB), a nocJie okucaeHus (KpuBasi 2) COOTBET-
crByeT cniektpy okcuna Fe,0; (AE(Fe2p, ,—Fe2p;,) =
=13.6 3B) [19].

Ha pwuc. 2 nipencrasiieHBI 1udpakTorpaMMbl 00-
pasuoB A0 U Iociie oTKura. MHTEeHCUBHOCTh TUHUIA
OTpakeHMIi, COOTBETCTBYIOILIMX UCCIICAYeMbIM MaTe-
puanaM, JOBOJILHO ciabas M3-3a MaJloM TOJIIUHBI
MOKPBITUIT, HO OTCYTCTBUE pedIIEKCOB OKCUIA XKelle-
3a Ha IJIGHKAaX IO OTXKUTa, KaK ¥ OTCYTCTBUE pedaek-
COB 3XeJie3a Ha TIJIeHKaX MOCjIe OTXKUTA, ITOATBEPKIa-
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Puc. 2. PeHrtreHoBckue audpakTorpaMMbl ITOKPBITHI
Xenesa (a) 1 okcuaa xkeje3a (0) Ha MOMIOXKaX U3 MOJIH-
Kopa (/) ¥ TIopuCTOTO OKCUIa amtoMUHUs (2—5), moiy-
yeHHBIX ipu 25 B (2); ipu 40 B (3); ipu 40 B ¢ mocneny-
1oluM TpaBieHueM B TeueHue 30 muH (4); mpu 40 B ¢ mo-
cienyomuM TpaBieHueM B TedeHue 50 muH (5). Ha
nudpakTorpamMmme otMedeHbl uauu & — Fe(110), ¢ —
Fe,05 (104) u (110).

€T (I)aKT IIOJTHOI'O OKMCJICHUA 2KE€JI€3a Ha BCEX ITOM-
JIOXKKax.

Kak BmaHO mo mM300pakeHUSIM, ITOTY4EeHHBIX C
noMo1ibio POM (puc. 3, B LIeHTpe), ocaxkIeHUe Xe-
Jie3a IPOUCXOAUT MPEUMYIISCTBEHHO Ha IPOCTpaH-
CTBE IIOPUCTHIX IUIEHOK OKCHUIA aJTIOMUHUS MEXIY
nopamu. Kak moka3pIBaloT M300pakeHMSI, TTOJTyIeH-
Hble ¢ ucnoab3oBaHuemM ACM (puc. 4), TTOKPBHITUS
COCTOSIT U3 KJIACTEPOB pa3MepoM A0 HECKOJIbKUX JIe-
CSITKOB HM. B LIeJTOM 3TO COOTBETCTBYET HaIllUM pa-
Hee IoJydeHHBIM HaHHBIM [15]. M300pakenust mo-
BEPXHOCTH MCXOMHBIX IUIEHOK OKCHIA AJIIOMUHUS
TaK>Ke MpeacTaBJeHbl Ha puc. 3 (cieBa).

Ne 6 2023
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Puc. 3. POM-uzo6pakeHuss MICXOIHBIX TJICHOK ITOPHCTOTO OKCHUIA ATIOMUHMS (CieBa), OCaKIEHHBIX Ha HUX MOKpbITUii Fe (B
ueHtpe) u Fe,O3 nocne okucaeHus Ha Bo3ayxe (CIpaBa): MOPUCThIM aHOAHBII OKCUJ aTIOMUHUS, TIOJy4eHHBI ipu 25 B (a);
nipu 40 B (6); mpu 40 B ¢ mocnenytommm tpaBneHrem B teueHue 30 muH (B); ipu 40 B ¢ mociieayronmuym TpaBieHrEM B T€YEHUE

50 muH (T).

ITocne oxura mpu Temrteparype 300°C B TedeHUE
3 gy HaOrOmaeTcs “3apactaHue” Mmop OKCHIIOM XKeJle-
3a (puc. 3, copaBa). DTO CBSI3aHO C TEM, YTO IIpU 00-
pa30BaHUU OKCHIA ITPOUCXOIUT YBEIUIeHE 0ObeMa
TUIEHKH, YTO TTOATBEPXKIAeTCs IBYKPATHBIM YBEJIU-
YeHWEeM TOJIIMHBI TUIEHKY Ha TTOJIMKOpE, TT0 CpaBHE-
HUIO C TOJIIMHOUW MCXOMHOU TUIEHKM XeJye3a. [leii-
CTBUTEJILHO, TUIOTHOCTDH XeJie3a paBHa 7.87 r/cm?, a
okcuna Fe,0; — 5.24 r/cM?, ueM MOXeT GbITH 060C-
HOBaHO yBeJIMYCHUE TOJIIIMHEI MAaKCUMYM B 1.5 pa3a.
Ho, mockobKy TJIeHKY HE CIUJIOITHBIE, a COCTOST U3
KJ1acTepoB (puC. 5), IPU OTXKUTE, HAPSIAY C YBEIIMIe-
HUEM pa3MepOB CaMUX YaCTHUIl BCIAEACTBHE OKHCIIe-
HUSI, IPOVCXOIUT YBEIUICHUE MYCTOT MEXKIY HUMM,
49TO 000CHOBBIBAET AByKpaTHoe (¢ 28 £ 3 1o 60 = 9 HMm)
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YBeJIMYEeHNE TOJIIIUHBI MOKpHITUS. [ImanupyeMbie B
mampbHenmeM ucciaenoBadugd meronom PPODC ¢ 1o-
CJIOMHBIM TpaBJIEHUEM TTOKPBITUI MO3BOJIAT ONpeae-
JINTH IIPUMEPHYIO TITyOMHY, Ha KOTOPYIO B ITIOPHI MaT-
pMILIBI IIPOHUKAET OKCHL Keje3a.

[J1st oOKOHYaTeILHOTO TOATBEPXKAeHUS (pakTa 06-
pa3zoBaHus Tocie otxkura umeHHo Fe,O;, obpazelr
MOKPBITUSI, TIOJYYeHHBI OKMUCICHUEM 3Kejie3a Ha
MaTpulie MOPUCTOTO aHOAHOIO OKCHMAA aJIIOMUHUS
npu 40 B ¢ mocienyionmmM TpaBJIeHMEM B TeYeHUE
30 muH, O0bT MccaemoBaH MeTomoM XANES chexk-
Tpockoruu (puc. 6). CrekTp obpasia npeacTaBieH
B CPAaBHEHUH CO CIIEKTpPaMU 3TaJIOHOB — OKCHIA XKe-
nesa(Ill) u xxene3Hoii honbru.
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Puc. 4. 2D- u 3D- ACM-n3o6paxxeHust NokpeITii Fe,O3; Ha MOUTOXKE U3 MOPUCTOTO AHOITHOTO OKCHA ATIOMUHMS, TTOJTy-
geHHoIt 1ipu 25 B (a); mpu 40 B (6); mpu 40 B ¢ mocnenyromum tpaBieHneM B teueHure 30 muH (B); 1ipu 40 B ¢ mocaenyommm
TpasyieHueM B TeueHue 50 MuH (r).
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Puc. 5. 2D- n 3D- ACM-u3o6paxenus nokpeituii Fe (a) n Fe,O3 (0) Ha momioxke U3 MOJIMKOpa.

W3 cpaBHuTenbHoro aHanusza XANES-cniekTpos
YCTAHOBJICHO, YTO ITOJOXEHWE Kpas TOTIOIICHMS
(~7116 »B) m xapakTep OCHOBHBIX OCOOCHHOCTEH
crieKTpa obpasiia MOKPBHITUS XOPOIIO COBMAAAIOT C
TaKOBBIMU IJIsI criekTpa atajoHa Fe,0;. [Tockonbky
0o0pa3ibl AOCTAaTOYHO TOHKHE, TO MOXHO YTBEp-
KIATh, YTO SMHUCCUS (DOTOHOB B PEKMME ChEMKU BbI-
xona (hJyopecleHIIMU TPOUCXOINUT CO BCEU TOJIIM-
HBI MOKPBITUS. Heo6Xx0a1MO0 3aMeTUTD, YTO BKJIAAbI B
cnekTp okcunHbix (a3 FeO, Fe;0,4, a Takxke metan-

andeckoro xejie3a Fe® He oOHapyxXeHBl B Mpeneiax
OLLIMOKM METO/IA.

Cremyer OTMETUTb, UTO MEXaHU3M HU3KOTEeMIIe-
patyprHoro (ot 150 mo 300°C) oKuCIeHUS TOHKUX
TUICHOK 3KeJie3a, HAaHECeHHBIX Ha MOIJIOXKU U3 IpY-
TOTO MaTepuala, 10 CUX IOop MOAPOOHO HE OIMMUCAH.
N3BectHo [20], 4TO IIpM OKUCIECHMHU XKejae3a IIpU
temreparypax 250—300°C HemocpencTBEHHO Ha T0-
BEPXHOCTU MeTajljla oopasyercss MarHeTUuT Fe;O,, a

TMOBEPXHOCTb. PEHTTEHOBCKHUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UICCIEJOBAHUS  Ne 6

Ha HeM reMaTut Fe,0;. B cityyae okucieHus TOHKUX
TUIEHOK M HAHOYACTMUII XKeJie3a MeXaHU3M MOXET OT-
JINYAThCSI, KaK MOKa3aJIv MPpUBEASHHbIC B HACTOSIIIICH
paboTe pe3yIbTaThl, UMEeT MECTO 00pa3oBaHME OK-
cuna Fe,O; Bo BceM cioe MeTalia, 4To TpeOyeT Mpo-
BEAEHUS OTAEIbHBIX KaK 9KCIIEPUMEHTATbHBIX, TaK U
TEOPETUYECKUX UCCIECIOBAHUIA.

SAK/IIOYEHUME U BbIBObI

IIpoBeneHo ucciaeqoBaHue MOPMOIOTUU, CTPYK-
TYPHOI'O U XUMUYECKOTO COCTOSSHUS U XUMUYECKOTO
COCTaBa MOKPBITUN OKCHUIIA XKEJIE3a HA OKCUJIE ATIO-
MUHMUS C pa3inyHoOil Mopdosorueit mopucroit mno-
BepxHocTu. [TokazaHo, 4TO OcaxKaeHue XKeJie3a Mpo-
UCXONVT MTPEUMYIIECTBEHHO HA TPOCTPAHCTBE MOPU-
CTBHIX IUJIEHOK OKCHUAA AJIIOMUHUS MEXIY TTOpaMu U
MOKPBITUS COCTOAT U3 KJIACTEPOB Pa3MepoOM 10 He-
CKOJIbKUX JeciaTKOB HM. [locyie oTxura mokpbITUi
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Puc. 6. XANES-criekTpbl ncciieq0BaHHBIX 00pa3IoB 10~
kpbiTua Fe,O3 Ha MOpUCTOM aHOOHOM OKCUIE allOMU-

HUS, TToJiyaeHHOM T1pu 40 B ¢ mTocnenyoommM TpaBlIeHN-
em B TeueHue 30 MuH c (/); atanona Fe,03 (2); Fe-doinb-

ru (3).

xene3a rnpu Temieparype 300°C B TeueHHne Tpex 4a-
COB ObLIO OOHApYKEHO “3apacTaHue” MOp OKCUIOM
XKene3a, CBI3aHHOE C yBeIUYeHHEM O00beMa IIEHOK
M3-3a UBMEHEHMSI UX IJIOTHOCTH, YTO MOATBEPKICHO
JIByKPaTHBIM YBeJIMYCHUEM TOIIMHBLI OKCUIHOM IICH -
KM Ha IIOBEPXHOCTHU MOJIUKOPA IO CPABHEHUIO C TOJ-
ILUHOM MCXOOHOI (IO OTXKMra) IUJICHKU Kejae3a, HO
YCTaHOBJIEHME€ TOYHOIO MEXaHN3Ma OKMCJICHUS Tpe-
OyeT MOIOJHUTEIbHBIX KCIIEPUMEHTATbHBIX U TEO-
pETUYECKUX HCCaeaoBaHuil. MeTomaMu peHTIeHO-
dazoBoro a"Hanuza, PODC u XANES noarsepxkie-
HO, YTO B pe3yJIbTaTe OTKUTra 00pa3yeTcsl IIOKPHITHE
u3 okcuaa Fe,O;, mpu 3TOM ¢ u3MeHeHueM Mopdo-
JIOTUM TIOBEPXHOCTU IIOJJIOXKEK ITPOMCXOIUT U3MeE-
HeHne MOP(@OJIOTUYECKNX OCOOEHHOCTE ITOKPHI-
TUM, B YaCTHOCTHM, YMEHBIIICHUE TMaMeTpa Mop Ha
IOBEPXHOCTH U POCT Pa3MepOB OKCUIHBIX YACTHUII 1O
CPaBHEHMIO C HE OKMCJIEHHBIM XeJIe30M, YTO II03BOJIUT
MMPOBOIUTH HAIIPABJICHHOE U3MEHEHUE CTPYKTYPHO-
YYBCTBUTEJILHEIX CBOMCTB KOMIIO3UTHBIX CTPYKTYD
Ha OCHOBE OKCH/IA XKeye3a.
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Synthesis and Investigations of Morphology and Structure of Fe,O, Nanocoatings

TMOBEPXHOCTb. PEHTTEHOBCKHUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UICCIEJOBAHUS  Ne 6

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(I1I) 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).

2023




<<
  /ASCII85EncodePages false
  /AllowTransparency false
  /AutoPositionEPSFiles true
  /AutoRotatePages /All
  /Binding /Left
  /CalGrayProfile (Dot Gain 20%)
  /CalRGBProfile (Adobe RGB \0501998\051)
  /CalCMYKProfile (Photoshop 5 Default CMYK)
  /sRGBProfile (sRGB IEC61966-2.1)
  /CannotEmbedFontPolicy /Warning
  /CompatibilityLevel 1.3
  /CompressObjects /Tags
  /CompressPages true
  /ConvertImagesToIndexed true
  /PassThroughJPEGImages true
  /CreateJobTicket false
  /DefaultRenderingIntent /Default
  /DetectBlends true
  /DetectCurves 0.0000
  /ColorConversionStrategy /LeaveColorUnchanged
  /DoThumbnails false
  /EmbedAllFonts true
  /EmbedOpenType false
  /ParseICCProfilesInComments true
  /EmbedJobOptions true
  /DSCReportingLevel 0
  /EmitDSCWarnings false
  /EndPage -1
  /ImageMemory 1048576
  /LockDistillerParams false
  /MaxSubsetPct 100
  /Optimize false
  /OPM 1
  /ParseDSCComments true
  /ParseDSCCommentsForDocInfo true
  /PreserveCopyPage true
  /PreserveDICMYKValues true
  /PreserveEPSInfo true
  /PreserveFlatness false
  /PreserveHalftoneInfo false
  /PreserveOPIComments false
  /PreserveOverprintSettings true
  /StartPage 1
  /SubsetFonts true
  /TransferFunctionInfo /Apply
  /UCRandBGInfo /Preserve
  /UsePrologue false
  /ColorSettingsFile ()
  /AlwaysEmbed [ true
  ]
  /NeverEmbed [ true
  ]
  /AntiAliasColorImages false
  /CropColorImages false
  /ColorImageMinResolution 300
  /ColorImageMinResolutionPolicy /OK
  /DownsampleColorImages true
  /ColorImageDownsampleType /Bicubic
  /ColorImageResolution 300
  /ColorImageDepth -1
  /ColorImageMinDownsampleDepth 1
  /ColorImageDownsampleThreshold 1.50000
  /EncodeColorImages true
  /ColorImageFilter /FlateEncode
  /AutoFilterColorImages false
  /ColorImageAutoFilterStrategy /JPEG
  /ColorACSImageDict <<
    /QFactor 0.15
    /HSamples [1 1 1 1] /VSamples [1 1 1 1]
  >>
  /ColorImageDict <<
    /QFactor 0.15
    /HSamples [1 1 1 1] /VSamples [1 1 1 1]
  >>
  /JPEG2000ColorACSImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 30
  >>
  /JPEG2000ColorImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 30
  >>
  /AntiAliasGrayImages false
  /CropGrayImages false
  /GrayImageMinResolution 300
  /GrayImageMinResolutionPolicy /OK
  /DownsampleGrayImages true
  /GrayImageDownsampleType /Bicubic
  /GrayImageResolution 300
  /GrayImageDepth -1
  /GrayImageMinDownsampleDepth 2
  /GrayImageDownsampleThreshold 1.50000
  /EncodeGrayImages true
  /GrayImageFilter /FlateEncode
  /AutoFilterGrayImages false
  /GrayImageAutoFilterStrategy /JPEG
  /GrayACSImageDict <<
    /QFactor 0.15
    /HSamples [1 1 1 1] /VSamples [1 1 1 1]
  >>
  /GrayImageDict <<
    /QFactor 0.15
    /HSamples [1 1 1 1] /VSamples [1 1 1 1]
  >>
  /JPEG2000GrayACSImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 30
  >>
  /JPEG2000GrayImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 30
  >>
  /AntiAliasMonoImages false
  /CropMonoImages false
  /MonoImageMinResolution 1200
  /MonoImageMinResolutionPolicy /OK
  /DownsampleMonoImages true
  /MonoImageDownsampleType /Bicubic
  /MonoImageResolution 1200
  /MonoImageDepth -1
  /MonoImageDownsampleThreshold 1.50000
  /EncodeMonoImages true
  /MonoImageFilter /CCITTFaxEncode
  /MonoImageDict <<
    /K -1
  >>
  /AllowPSXObjects false
  /CheckCompliance [
    /None
  ]
  /PDFX1aCheck false
  /PDFX3Check false
  /PDFXCompliantPDFOnly false
  /PDFXNoTrimBoxError true
  /PDFXTrimBoxToMediaBoxOffset [
    0.00000
    0.00000
    0.00000
    0.00000
  ]
  /PDFXSetBleedBoxToMediaBox true
  /PDFXBleedBoxToTrimBoxOffset [
    0.00000
    0.00000
    0.00000
    0.00000
  ]
  /PDFXOutputIntentProfile ()
  /PDFXOutputConditionIdentifier ()
  /PDFXOutputCondition ()
  /PDFXRegistryName ()
  /PDFXTrapped /False

  /CreateJDFFile false
  /Description <<

  >>
  /Namespace [
    (Adobe)
    (Common)
    (1.0)
  ]
  /OtherNamespaces [
    <<
      /AsReaderSpreads false
      /CropImagesToFrames true
      /ErrorControl /WarnAndContinue
      /FlattenerIgnoreSpreadOverrides false
      /IncludeGuidesGrids false
      /IncludeNonPrinting false
      /IncludeSlug false
      /Namespace [
        (Adobe)
        (InDesign)
        (4.0)
      ]
      /OmitPlacedBitmaps false
      /OmitPlacedEPS false
      /OmitPlacedPDF false
      /SimulateOverprint /Legacy
    >>
    <<
      /AddBleedMarks false
      /AddColorBars false
      /AddCropMarks false
      /AddPageInfo false
      /AddRegMarks false
      /BleedOffset [
        14.173230
        14.173230
        14.173230
        14.173230
      ]
      /ConvertColors /NoConversion
      /DestinationProfileName ()
      /DestinationProfileSelector /NA
      /Downsample16BitImages true
      /FlattenerPreset <<
        /ClipComplexRegions true
        /ConvertStrokesToOutlines false
        /ConvertTextToOutlines false
        /GradientResolution 300
        /LineArtTextResolution 1200
        /PresetName ([High Resolution])
        /PresetSelector /HighResolution
        /RasterVectorBalance 1
      >>
      /FormElements false
      /GenerateStructure false
      /IncludeBookmarks false
      /IncludeHyperlinks false
      /IncludeInteractive false
      /IncludeLayers false
      /IncludeProfiles false
      /MarksOffset 14.173230
      /MarksWeight 0.250000
      /MultimediaHandling /UseObjectSettings
      /Namespace [
        (Adobe)
        (CreativeSuite)
        (2.0)
      ]
      /PDFXOutputIntentProfileSelector /NA
      /PageMarksFile /RomanDefault
      /PreserveEditing true
      /UntaggedCMYKHandling /LeaveUntagged
      /UntaggedRGBHandling /LeaveUntagged
      /UseDocumentBleed false
    >>
    <<
      /AllowImageBreaks true
      /AllowTableBreaks true
      /ExpandPage false
      /HonorBaseURL true
      /HonorRolloverEffect false
      /IgnoreHTMLPageBreaks false
      /IncludeHeaderFooter false
      /MarginOffset [
        0
        0
        0
        0
      ]
      /MetadataAuthor ()
      /MetadataKeywords ()
      /MetadataSubject ()
      /MetadataTitle ()
      /MetricPageSize [
        0
        0
      ]
      /MetricUnit /inch
      /MobileCompatible 0
      /Namespace [
        (Adobe)
        (GoLive)
        (8.0)
      ]
      /OpenZoomToHTMLFontSize false
      /PageOrientation /Portrait
      /RemoveBackground false
      /ShrinkContent true
      /TreatColorsAs /MainMonitorColors
      /UseEmbeddedProfiles false
      /UseHTMLTitleAsMetadata true
    >>
  ]
>> setdistillerparams
<<
  /HWResolution [2400 2400]
  /PageSize [595.000 842.000]
>> setpagedevice


