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XUMUIECKUM OCAXKIEHIEM U3 BOTHBIX PaCTBOPOB Moy4ensl mopomuku FeO - Fe, O, - nH,0, Fe, 4,Gd, (sO, n Fe, ,Gd, O,
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" Tuapokcuaa skene3a o-FeOOH. OO0Hapy)eHO, 9TO MPHU OCAKICHUH MOPOIITKOB B MPUCYTCTBUU HHUTPATa TaOTHHUS
HaOIoMaeTcsl yBeMYeHHE Co/lepkanus Tuapokena xene3a o.-FeOOH, kotoperit ncyesaet nocne omxura mpu 200 °C.

Kniouesvie cnosa: MarnuTHble HAHOYACTULIBL; THAPOKCUbL; XUMHUUECKOE OCAKIEHUE; PEHTI€HOCTPYKTYPHBIA aHa-
JIU3; JIOKAJIbHBIN aTOMHBIN TOPAJIOK.

bnazooapnuocms. Pabota BeImonHeHa TpHu (hHHAHCOBOH Monaepkke bemopycckoro pecmybnukanckoro ¢ponaa hyHaa-
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PHASE COMPOSITION AND LOCAL ENVIRONMENT
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FeO - Fe,0O, - nH,0, Fe, ,sGd, (5O, and Fe, ,Gd,,0, powders were obtained by chemical precipitation from aqueous
solutions. The phase composition and local environment of iron ions in gadolinium-doped iron oxide nanoparticles were
studied by X-ray diffraction analysis and nuclear gamma resonance (NGR) spectroscopy. Interpretation of radiographs
and NGR spectra of synthesised samples indicates the presence of a superposition of maghemite y-Fe,O, and iron hydroxi-
de a-FeOOH in the samples. It was found that under the deposition of powders in the presence of gadolinium nitrate, an
increase in the content of iron hydroxide a-FeOOH is observed, which disappears after annealing at 200 °C.
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BBenenue

HanowacTtunp! okcnios xkenesa (maraetut Fe,O, u marremut y-Fe,O,) 00nanaror yHuKaaIbHbIM COYETAHUEM
CBOWCTB, K YHCIIY KOTOPBIX OTHOCSITCS JOCTaTOYHO BBICOKAsi HAMAarHWYEHHOCTh HachimeHus (10 80 3. M. e./r),
BapbHUpyeMasl KOIPLUUTUBHAS CHUJId, XUMUYECKas CTaOUIBHOCTb, OMOCOBMECTUMOCTD, @ TAKKE OTHOCUTEIHLHO
JIETKasi C TEXHOJIOTUYECKOM TOUKH 3pEHHS BO3ZMOKHOCTb I10JIy4aTh HEOOXOAUMBIE pa3Mep, PopMy, KpUCTAILIN-
YECKYIO PEIIETKY B cocTaB HaHo4acTHII [ 1-3]. MHOTO(YHKITMOHATBHOCT YKa3aHHBIX HAHOYACTHUI] OTKPHIBACT
NEepPCIeKTUBBI X MPUMEHEHHUS B HOBOH 0051acTh — Tepanoctuke (theranostics), kKoTopas coyeTaeT AMarHoCTUKY
pa3nuYHbIX 3a00JIeBaHU (HaprUMep, MarHUTOPE30HAHCHYIO TOMOTpaduio) ¢ Tepanuei, BKIo4as aApecHyIo
JOCTaBKY JIEKapCTB, THIEPTEPMHUIO U T. 1. [ 1; 2]. Pa3mepsl HaHOUACTHI] OKCHJIOB KeJle3a, IpUMeHseMbIe B OHO-
MEJUIMHE, KaK MPaBUIIO, JOJKHBI HAXOJJUTHCS B HAHOMAIIA30HE, T. €. UMETh MEHBIINE THO0 COTIOCTaBUMBIC
C KJIETKaMH, BUpyCaMu, OCJIKaMU WJIH TeHaMU pa3Mepsl [3].

B mupe Benercs akTUBHBIN MOMCK JIETUPYIOLIUX 3JIEMEHTOB, KOTOPbIC IO3BOJISIT YAYUIIUTh (DYHKIIUOHAIIb-
HbIE MapaMeTpbl HAHOYACTHUL] OKCUIOB JKelle3a JUIsl pa3IMuHbIX OMOMEIUIMHCKUX npuMeHeHud. K umciy
HEePCIIEKTUBHBIX 3JIEMEHTOB JUISl JISTUPOBAHMS, aKTHBHO BIIMSIONIMX Ha MarHUTHbIE Xapakrepuctuku Fe,O,,
OTHOCATCS PEIKO3eMEIIbHBIC AIEMEHTHI, TAKHE KaK rafonuHuil. [lockoabKy KOHIEHTpauus BHEAPSIEMOW TpH-
MECH TaZ0JIMHUS 3aMETHO MOIUGUIMPYET OTKJIMK MaTepHajioB HA BHEIIHEE MAarHUTHOE IOJIE, IPOBEICHBI
cHCTeMaTH4eCKIe HCCIe0BaHUsA CTPYKTYPHI U cBOicTB Hanouactun Fe,  Gd O,, neruposannoro Gd** B nua-
nazone kouneHtpanuii 0,5-10,0 mon. % [4—7]. HemaBaue uccienoBanus [4] mokazanu, 4TO JETHPOBAHUE
MarHeTuTa raJIoJIMHUEM C UCTIOJIb30BaHHEM METOJIOB COOCAKACHUS B BOAHOW CpE/ie BIMSET Ha MIPOILIECCHI POCTa
HAHOYACTHIL U MO3BOJIICT CHHTE3UPOBATh YaCTHUIIBI C KOHTPOIUPYEeMbIM pazmepoM (ot 18 1o 44 um). Crpyk-
TypHBIi anamm3 BEIABHI, uto Gd’* CiTydaitHEIM 06pa30M BCTPAMBAECTCA B OKTAYIPUUYECKUE y3Ibl MATHETHTA.
1o cpaBHEHMIO C HCXOIHBIMU CyII€plapaMarHUTHBIMY HAaHOYaCTULIAMU MarHeTuTa Hanouactuus! Fe, Gd O,
(x=0,085 % 0,002) nemOHCTpHUPYIOT PeppUMarHUTHBIE CBOMCTBA C HEOOIBIION KOIPIIUTHBHOHN CHITOH (~65 D)
U HE3HAYMTEIbHO MOHWKEHHOW HaMarHuueHHoCThIo npu 260 K.
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ITonTBep:xaeHO FKCIEPUMEHTANIBHO [5], 4To MO cpaBHEHUIo ¢ HaHodactunamu Fe,O, neruposannele Gd
HaHouactullsl Fe,0, xapakrepu3syorcst 6onee BHICOKUMH 3HAUCHUSMH YAEIbHOM MOIIHOCTU MOIIOLIEHUS.
3TO CBUIETENBCTBYET O MX IMOTEHIMAJIE JUIsl IPUMEHEHUS B TUIIEPTEPMUH TTOBPEXKICHHBIX KJIEeTOK. JlokazaHa
s dexruBHOCT HaHOUacTHL Fe,  Gd O, nns mpouecca runepTepMun Kak npH BeICOKHX (BbIe 45 °C), Tak
W IIpH yMepeHHbIX (B nuamazoHe ot 39 no 42 °C) remneparypax [5]. B pabote [6] TecThl OKa3bIBAIOT, YTO
pacTBop koonaa Hanouactun Fe,  Gd O, (1 u 2 mr/mn) nipu conepskannn Gd** B manazone 0,5-5,1 moi. %
MOXET IMOBBIIATh TeMneparypy Ha 3 °C B Teuenne 20—30 muH nukiia runeprepmMun. OgHaKo moxdop ajiex-
BaTHBIX JTETUPYIOMIX KoHIeHTpanuit Gd** mo3BosgeT moBsICHTH hyHKIMOHATBHOCTH HaHouacTHIl Fe,O, s
OJTHOBPEMEHHOTO HCIOJIBb30BaHMsI B KAY€CTBE KOHTPACTHBIX areéHTOB MarHUTHOW TOMOTpaduy U MEINATOPOB
B IIpoIIecce TUIIEPTEPMHUH.

OnHoii u3 Mpo6aeM, BOSHUKAIOMINX P XUMHUUECKOM CHHTE3€¢ HAHOYACTHL OKCHJIOB XKeJie3a U MOCIeayo-
1eM ux JJerupoBanu noHamu Gd’', sBIAETCA COMyTCTBYIONIEE STHM MpoleccaM (OPMHUPOBAHHE PA3IHY-
HBIX TOTMMOP(GHBIX MoAH(UKAIMA THAPOKCHAOB xkenesa (rérut o-FeOOH, nenunokpoxut y-FeOOH nubo
deppokcurut 8-FeOOH). Cornacuo uccrnenoBanusim [8—10] 06pa3oBaHue BKIIOUCHU THAPOKCHIIOB JKeje3a,
nanpumep 0.-FeOOH, npencrasisier co0oii MpoMeKyTOYHOE 3BEHO B LIEMOYKE CHHTE3a OKCHJIOB JKeJe3a Me-
TOIOM XHUMHYeCKoro coocaxaeHus [11]. Omaako hopMupoBaHre THAPOKCHUIOB XKelle3a, JEMOHCTPUPYIOIIHX
aHTHU(eppOMarHUTHBIC CBOWCTBA [ 12], siBIIsIeTCS KpaiiHe HeKeNaTeIbHBIM C TOUKH 3PSHUS TPEOYEMBIX BEICOKHX
3HAUCHUH HAMarHWYeHHOCTH HACBIIeHU A7 9()(hEeKTHBHOM rUIEpTEPMUH B aJpECHOM JOCTABKH JICKApCTBEH-
HBIX MIPenaparoB. AHAJIN3 JINTEPaTypHBIX JaHHBIX IOKA3bIBACT, YTO OMPEACICHHAS CIIOKHOCTh BOSHUKACT HE
TOJIBKO C ITOJy4Y€HHEM MOPOIIKOB HAHOYACTHILI, HE COACPXKAIIUX T'MIPOKCHUIBI XKeJe3a, HO U ¢ KOPPEKTHON
uaeHTudukanueit (a30Boro cocTara Nog00HBIX HAHOYACTHII. DTO 00YCIIOBICHO OYCHD OJIM3KUMU 3HAUCHUSIMHU
napaMeTpoB KPUCTATUIMIECKON PEHIETKH OKCHIOB M THIPOKCHIIOB JKeje3a, OOJBIIMM KOINYeCTBOM UX MOJHU-
¢ukanmii, a Taxke BO3MOKHBIMH HaHOpa3MepHBIMU 3 dekramu (yInpeHue CeKTpalIbHbIX JUHUN U JTMHUH
OTPAXKEHHUSI B PEHTTEHOCTPYKTYPHOM aHaJIM3€e, CyleprnapaMarHiuTHAs peslakcays u T. 1.).

B nHacrosmeit paboTe npencTaBlIeHbl pe3ybTaThl HCCIIe0BAHMS HAHOYACTHI] OKCHJIOB JKee3a, JIeTUpOBaH-
ubIx noHamu Gd**, MeTo1aMu peHTreHoCTpyKTypHOTo aHanu3a (PCA) i CIEKTPOCKOMMH SIEpPHOTO FraMMa-pe-
3onaHca (SI'P), coueTanne KOTOPBIX MO3BOMIAET MPOBOJUTH KOPPEKTHYIO HACHTU(HUKALNIO (ha30BOTO COCTaBa
MIOPOLIKOB, a TAK)KE ONTHUMU3HUPOBATh OAXO/Ab! K YCTPAHEHHIO B MOPOLIKAX (a3 HIPOKCHIOB XKeJe3a.

:‘)KCHepI/IMeHTaJIbHaﬂ qacTb

Iopomok FeO - Fe,O, - nH,O nony4any XUMHYEeCKHM OCa)KIE€HUEM U3 BOJHBIX PAaCTBOPOB COJIEH IBYX-
U TPEXBAJICHTHOTO Xkeje3a. [y atoro k 60 M1 KOHIEHTPUPOBAHHOIO PacTBOpa aMMMAKa IIPU NHTEHCUBHOM
nepeMelluBaHuu B TeueHue 25 MuH 1o6asisuin 40 Ml BOAHOIO pacTBopa, conepxariero 6,60 r FeSO, - 7H,0
u 11,63 r FeCl; - 6H,0. I1pu noyuenuu nopomikos, JeruposanHbix ragonunueM (Fe, ,Gd, ,,O, u Fe, ,Gd, ,0,),
K 60 MJI KOHIIEHTPHPOBAHHOTO PACTBOPA AMMHAKa MPH HHTEHCHBHOM TIEPEMEIIMBAHIH B TeUeHHE 25 MHH
nobasisinn 40 M BOZHOTO pacTBopa, coxepsxkamero 5,86 r FeSO, - 7H,0, 11,10 r FeCl, - 6H,0 u 0,47 r
Gd(NO,), - 6H,0 (cunres Fe, 4,Gd, (,0,); 5,11 r FeSO, - 7TH,0, 9,44 r FeCl, - 6H,0 u 0,83 r GA(NO;); - 6H,0
(cunres Fe, ,Gd,,0,). O6pa3oBaBiIMecs 0CaJKd YEPHOIO I[BETA IPOMBIBAIM AUCTULLIMPOBAHHON BOLOH 110
pH 8—9 MeTONI0M JleKaHTaIluH, TIOCITe Yero OTAeNsUTH IeHTPU(YTHPOBAHHEM H CYIIHIIM B 9KcuKaTope Haj P,

OTxur moponrkoB mpoBoauiIH mpu 200 °C B BaKyyMHOM IT€UH ¢ TTapaJIICTHHBIM CHATHEM PEHTTCHOTPAMM.

OHeproJucIepCUOHHBIN PEHTTEHOBCKUI aHaJIN3 MOPOIIKOB BHITIOIHUIN MIPH KOMHATHOM TeMIieparype Ha
CKaHUpyomieM 3J1eKTpoHHOM Mukpockorie (COM) LEO-1455VP (Carl Zeiss, I'epmanust) ¢ npucTaBkou st
Mukpoananusa Aztec Energy Advanced X-Max 80 (Oxford Instruments, BenukoOpuTaHus).

PeHTreHOCTpYKTYpHBINA aHAN3 IMOPOITKOB MpoBoAMIN Ha Audpakromerpe Empyrean (PANalytical, Hu-
JepiIaHbl) C UCTIOIb30BAaHUEM XapaKTEePUCTUUECKOTO peHTreHOBckoro Cuk -u3irydeHus, rpauTOBOro MOHO-
Xxpomaropa u juHeiHoro nerekropa X’ Celerator (PANalytical). PeHTreHOrpaMMBbl 3alIMCHIBAJIM B TEOMETPUHU
Bperra — bpeHTaHo 1pu CKaHUPOBAHUU B AMAIIa30HE YIIIOB oTpakeHus 10—120°.

Crextpsl SAI'P peructpupoBanu mpu KoMHaTHOUW Temneparype u npu 4 K Ha ciekrpomerpe MS4 (SeeCo,
CIIIA) ¢ ucrounnxom °'Co/Rh (12 mKu). Hu3koTeMIepaTypHble H3MEpPEHHs TIPOBOANIHN C UCTIOTb30BAHHEM
KprocucteMbl 3aMkHyTOoro 1ukia CCS-850 (Janis Research Company, CILIA). Temneparypy KOHTPOIHPOBAIN
Ha perynsarope Temneparypbl LS335 (Lake Shore Cryotronics, CIIIA) ¢ nByMst KanmuOpOBaHHBIMH JTaTYNKaMU
DT-670 ¢ Tounoctrro 0,005 K.

Pe3y.m>TaT1>1 IKCIICPUMEHTa

Nzo0paxkenns COM u pe3yiabTaTbl 3SHEProANCIEPCHOHHOTO PEHTIEHOBCKOTO aHAIN3a, IOIy4YeHHbIE Ha 10~
pouikax Fe, ,Gd, ,O,, npusenens! Ha puc. 1. Ha mukpodororpadusx BUIHB JOCTATOUHO KPYIIHbIE YaCTHULIBI
MHKPOHHOTO pa3Mepa. BBINONHEHHBI aHAIN3 XUMHUYECKOTO COCTaBA M €ro KapTHPOBaHUE TOATBEPIKIA0T
HaJM4re TOMOT€HHOTO paclpeaeeHus MPUMECH TaJOJIMHMSI ¢ KOHLEHTpauuen 10 2 aT. % B UCCIENyEeMBIX
oOpa3srax.
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ala o/b

Puc. 1. 300paxenue COM (a)
¥ KapTUPOBAHKE JIEMEHTHOTO cocTasa (6) nopouika Fe, ,Gd, 0,

Fig. 1. SEM image (a) and elemental composition mapping (b)
of Fe, ,Gd, ,0, powder

Kak cnenyer u3 puc. 2, penrrenorpammel nopomkos FeO - Fe,O; - nH,0, Fe, ,,Gd, (0, u Fe, ,Gd,,0,
UMEIOT BeCcbMa CXOkuil Buj. Da3oBbId aHaM3, MPOBEICHHBIN B nporpamme FullProf, mokasai, 4to B 00-
pasuax npucyTCTBYIOT (a3a Marremura y-Fe,O, u onna u3 momudukanuii ruapoxcuga FeOOH (a-, y- mubo
8-FeOOH). CootHomenne (B %) da3 oxcuaa xenesa y-Fe,O, u ruapokcuna xeneza FeOOH B mopomikax
FeO - Fe,O, - nH,0 cocrasnser 60 : 40. B 1o e Bpems mo cpaBHeHHIO ¢ quHUAME (a3sl FeOOH nunun
oTpakeHUs, cooTBercTByromMe Y-Fe,0,, OTINYatoTcsl 3HaYUTEIbHBIM YIIUPEHUEM (IIMPUHA Ha MOJIYBbICO-
te =0,56°). Pacuer no popmyne Jlebas — Llleppepa mo3BosiseT OLEHUTH pa3Mep 00JacTei KOTEPEHTHOTO pac-
cesHus s oKcupa xenesa (d =16 um).

3amerHoe Pas3iinure B UHTCPIIPETALIMN PCHTTCHOTPaMM IMOPOUIKOB, JICTUPOBAHHBIX I'aJIOJIMHUEM, U TTIOPOII-
KOB MCXOJHOTO OKCH/JIA JKelie3a HaOmroaeTcs B auamna3onax yrimoB 20-22° u 32—40°. BugHo, 9T0 B MOPOIITKax
Fe, 4sGd, (5O, u Fe, ,Gd, O, nponcxomur 3Ha4MTENbHBIA POCT MHTEHCUBHOCTH JIMHUA OTPAXKEHUS NIPH yIIIax
21,18° u 36,66°, xapakrepusytonux (asy FeOOH. Dto oTpaxkaeTcss B yBenIW4eHUH BKJIaaa JaHHOU (has3wl
B peHTreHorpamMmal 10 50 u 55 % mns nopouikos Fe, ,,Gd, (O, n Fe, Gd, O, cootseTcTBEHHO. Takke ciemy-
€T OTMETHTD, YTO BHEJPEHNE MAIIBIX KOHIIEHTPAINN TaJOJTUHIS HE OKa3bIBAE€T 3aMETHOTO BIMSIHHS HA JIMHUU
OTpakeHUs, XapaKTepHBIE AJIs OKCHIA JKeJIe3a.

B pesynbrare oTkura 3HAYUTENFHO CHUYKAIOTCS MHTEHCUBHOCTH JIMHHA, HAOIfOMaeMbIX mpu yriax 21,18°
1 36,66°, KOTOpBIE XapaKTEPU3YIOT THAPOKCUIBI JKENE3a, a TAKKE CYKAKOTCS TMHUU OTPAKEHUS, COOTBETCTBYIO-
mue marreMuty. Kpome Toro, nosiBisitoTCs IMHUK IpH yriiax orpaxkenus 24,19°, 40,9° u 49,5°, orBevaromux
¢aze remarura o-Fe,O; [12].

. % Fe O, _,
1’5 B T LTT) % 'Fez,vsGdo,nsoa
@) S 'FeZ,VGdﬂ_lO«'l
Q &l ——Fe0, (T=200°C)
12 i = a
o

=g
N

HOpMaJ’II/BOBaHHaﬂ UHTCHCUBHOCTH
o
w

=2
=

Puc. 2. PentreHocTpyKTypHBIH aHanus nopomkos FeO - Fe,O; - nH,0
1o u nocne orkura npu 200 °C u nopomkos Fe, ,,Gd, ,sO, u Fe, ,Gd, 0,

Fig. 2. X-ray diffraction analysis of FeO - Fe,O, - nH,0 iron oxide powder samples
before and after annealing at 200 °C and Fe, ,,Gd, ,sO, and Fe, ,Gd,,0, powders
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Cnexrpsl AI'P nopomkos FeO - Fe,O, - nH,0 no u nocne orxura npu 200 °C, a taxke crnexrpst SJI'P
nopowkos Fe, ;Gd, (,0, u Fe, ;Gd, ,0,, nusmepennsie npu 300 n 20 K, nokasansl Ha puc. 3. Hanty4qmas an-
npokcumarust SI'P-cnexrpos mpu 300 K myist Bcex uccinenoBaHHBIX TOPOIIKOB BEITIONHEHA B IPETIONOKEHUN
CYTIEPITO3UIINY OJJHOTO JTy0seTa M HECKOJIBKUX CeKCTeTOB. KonmndecTBo moACIIEKTPOB Beera OblI10 MUHIMAaIbHO
HEOOXOIMMEIM ISl OJTYYeHH s ONTHMANEHOH aIMpOKCHMAIIHH C TOUKH 3peHHs 3Hadenuii } . B Tabnume npu-
BE/ICHBI 3HAUCHHS CBEPXTOHKHX MAapaMETPOB, XapaKTEPH3YIOIINX JaHHbIC IOICIIEKTPHL.

B cnyuae nopowka FeO - Fe,O, - nH,O na AI'P-cnexrpe npu 300 K (puc. 3, @) Habiaronaercs nyGier
(6 = 0,38 Mmm/c, A = 0,73 mm/c), BKiag kotoporo cocrasiseT 14 %. Kpome Toro, B LEeHTpalbHON YacTH
CIIEKTpa MPUCYTCTBYET MarHUTHO-KOJUIANCHPOBaHHbIN mozctektp (H,,, = 15 Tn, §, = 0,30 mm/c, 4 = 39 %),
a TaKXkKe J1Ba MarHUTHO-PACIIEIUICHHbIX cekcTeTa (£, = 48,9 Tu, 8, =0,37 mm/c, A, =—0,09 mm/c, 4 =26 %;
H,,;=43,5Tn, 8,= 0,36 mm/c, A; = 0,05 Mmm/c, 4 =21 %).

ITapameTpbl cBEPXTOHKHMX B3aUMO/JeHCTBHI, oNpeaeieHHbIe U3 annpokcumanuu AI'P-cnexkTpos
nopouikos FeO - Fe,0; - nH,0, Fe, ,.;Gd, ;O u Fe, ,Gd,,0,

Parameters of hyperfine interactions determined from the approximation
of the Mossbauer spectra of FeO - Fe,O, - nH,0, Fe, ,,Gd,,;O,and Fe, ,Gd,,0,powders

Cocras Temmneparypa, K Daza [Moxcnextp S, Mmm/c A, mm/c H,, Tn A, %
y-Fe,0, H,, 0,30 0 ~15 39
FeOOH D 0,38 0,73 - 14
300 FeOOH H,, 0,37 0,09 48,9 26
FeO - Fe,0, - nH,0
v-Fe,0, H,, 0,36 0,05 8,5 21
" y-Fe,0, H,, 0,32 0,02 50,2 54
FeOOH H,, 0,34 0,14 49,0 46
v-Fe,0, H,, 0,29 0 ~15 48
300 0-Fe,0, H,, 0,37 0,10 49,1 31
FeO - Fe,0;  nHL,0 0-Fe,0, H,, 0,36 0,07 443 21
+Fe,0, H,, 0,37 0,07 51,0 57
20 0-Fe,0, H,, 0,29 0,01 49,5 8
+Fe,0, H,, 0,42 4,98 ~15 45
FeOOH D 0,38 0,74 _ 10
300 ¥Fe,0, H,, 0,35 0,01 45.4 6
Fe,5:Gd, 50, FeOOH H,, 0,36 0,11 35,9 15
FeOOH H,, 0,36 0,13 31,7 24
. ¥Fe,0, H,, 0,32 0,03 49,9 45
FeOOH H,, 0,34 0,14 49,0 55
¥Fe,0, H,, 0.45 - ~15 4
FeOOH D 0,36 0,67 N 15
300 ¥Fe,0, H,, 0,32 0,03 46,6 2
Fe,,Gd, 0, FeOOH H,, 0,36 0,12 34,9 15
FeOOH H,,, 0,34 0,13 29,9 25
¥Fe,0, H,, 0,37 0,14 49,8 4
20 FeOOH H,, 0,33 0,13 49,1 58

IlpumMeuyaHue. & — U3OMEPHBIH CIBHT; A — KBaAPYIIOJIbHOE PACIICILICHHE, H.,;, — 5pdexTHBHOE MArHUTHOE TOJIE HA SAPE TFe;
A — OTHOCHTENBHBIH BKITAJ] IOKanbHOH KoHduryparmn ° Fe; D — ny6ner.
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Puc. 3. Cnexrpsl AI'P nopouikos FeO - Fe,O, - nH,0 (a, 0) no n nocne omxura mpu 200 °C (e, 3)
u criektpsl SITP nopomkos Fe, ,,Gd, 45O, (6, €) u Fe, ,Gd, |0, (s, oc), usmepennsie npu 300 K (¢ —2) n 20 K (0 - 3)

Fig. 3. Mossbauer spectra of FeO - Fe,O, - nH,0 powders (a, e) before and after annealing
at 200°C (d, h) and Méssbauer spectra of Fe, ,,Gd, ,sO, powders (b, /) and Fe, Gd, ,0, powders (c, 2),
measured at 300 K (¢ — d) and 20 K (e — h)
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Cnexrpet SII'P nopomnkos Fe, ,Gd, (sO, 1 Fe, (Gd, ,O,, usmepennsie npu 300 K, npusesieHs! Ha puc. 3, 6, 6. Yka-
3aHHBIE CIIEKTPbI OBLIN alIPOKCUMHUPOBAHKI CyTiepriosuiieii xyoera (6 =0,36-0,38 mm/c, A=0,67-0,74 mm/c,
A=10-15 %), MarHMTHO-KOJLIATICUPOBAHHBIM MOACTIEKTPOM (H., = 15 T, 8,=0,42-0,45 mm/c, A =44-45 %)
U TpeMsI MarHUTHO-PACIICTUICHHBIMHA CEKCTETaAMMU (Haq)3 =45,4-46,6 Tn, 9, = 0,32-0,36 mm/c, 4 = 2—-6 %;
H,,, =34,9-359 Tn, 8, = 0,36 mm/c, 4 = 15 %; H,,s = 29,9-31,7 T, 85 = 0,34-0,36 mm/c, 4 = 24-25 %).
Takum 00pa3om, B mpoliecce JErUpOBaHNs HOHAMH T'aJIONIMHHS B TIOPOIIKAX BO3HUKAIOT JIOTIOJIHUTEIHHBIE
JIOKaJIbHbIC KOH(MUIYpaLUK HOHOB esle3a, Xapakrepusytowmuecs nonsimu H,, = 30-35 Tit 1 COBOKYIIHbBIM
BKJIQJIOM B CIIeKTPHI 110 40 %.

OueBuIHO, YTO HAOMIO/IaeMble 3HAYSHHSI CBEPXTOHKHX IIApaMETPOB IOJICIIEKTPOB C OJJMHAKOBOM BEPOSITHO-
CTBIO MOTYT XapaKTepH30BaTh Kak okcuaHbIe hassl (Y-Fe,0, [12]), Tak u a3l pa3TuIHbIX THAPOKCHIOB JKelle3a
(0t-, y- 6o 8-FeOOH [12]). BMecte ¢ TeM mosTydeHHBIE CIIEKTPhI BO BCEX CITyYasX HCKIIOYa0T (hOpMHUPOBa-
Hue ¢aspl marHerura Fe,0,, mockonbKy He HAOMIOAAIOTCS HapaMeTPhl, XapaKTepHbBIE IS Fe**, 3anumaromero
OKTa’IpUYECKUE MOPBI B COOTBETCTBYIOLIEH KpUcTamieckon pemerke. Mateprperanus SI'P-ciekTpos Mo-
KET YCIOKHATHCSI BO3MOXKHBIM TIPUCYTCTBHEM HAHOPA3MEPHBIX MATHUTHBIX YACTHII, POSBISIOMNX dYPPEKT
cylepriapaMarHiTHOM pejlakcaliy IpYU KOMHATHOM Temiieparype. B ¢Bsi3u ¢ atum j1st 60j1ee TOUHOMN UICHTH-
¢uxanum pazosoro cocrasa nopomkos FeO - Fe,0; - nH,0 u obpasuos Fe, ,;Gd, ;0,1 Fe, ,Gd, O, nposeens
n3mepenus AI'P-criextpos npu 20 K, a taxxe onpenenenst cnektpsl FeO - Fe,O, - nH,O nocne orxura.

W3 puc. 3, 0 — orc, BUAHO, UTO HU3KOTEMIIEPATYPHBIE CIIEKTPHI YCIIEITHO alMIPOKCUMHUPYIOTCS ABYMS Mar-
HUTHBIMU CEKCTETAMU (H3¢)1 = 49,8-49,9 Tn, §, = 0,32-0,37 mm/c, A, = 0,03-0,14 mm/c, A = 42-45 %;
H,,= 49,0-49,1 T, 9, = 0,33-0,34 mm/c, A, =—0,13...—-0,14 mm/c, 4 = 55-58 %) ¢ JOCTATOYHO Y3KUMH JIH-
HUSIMH. MarHUTHO-KOJUTAIICUPOBAHHBIN CEKCTET /1., 1 AyOJIeT NOTHOCTHIO OTCYTCTBYIOT. B 11e110M HU3KOTEM-
neparypHble CIIeKTpel 00pasuos Fe, ,,Gd, ;0,1 Fe, ;Gd, O, MOTryT OBITH anMPOKCUMHUPOBAHbI AHATIOTUYHBIM
obpazom (cM. Tabnwuiry).

Cremyer OTMETHTB, 4TO B noydeHHBIX TpHu 20 K cekrpax SI'P, koTopsie oTpakaroT (haKTHIECKYIO Mar-
HHATHYIO CTPYKTYPY MOPOIIKOB (T. €. 0€3 HaJ0KEHUS TIOTEHIINATBLHOTO d(eKTa cyrmeprnapaMarHuTHOH peslak-
CaIiy), COOTHOIIIEHHE IBYX HAOIOaeMbIX CEKCTETOB JOCTATOYHO XOPOIIO COBITAJAET C conepkanueM (as
¥-Fe,0; n FeOOH, onpenenennbiv Metogom PCA. 310 1aeT OCHOBaHME ISl MHTEPIPETALMHI CEKCTETOB
u H,, xak Bkianos a3 y-Fe,0, n FeOOH coorsercTBEHHO.

el

Bmecre ¢ Tem cymecTByeT HEONPEIEICHHOCTh B HHTEPIPETalny oACeKTpoB D, H,., H.,, u H,,, Ha-
omomgaemsbix mipu 300 K. s 6oiiee TOYHOTO OTIPESICHIS COOTBETCTBYIONUX (a3 Obutn m3mepens! mpu 300
n 20 K AI'P-cnexrpsl otoxxenoro obpaszua FeO - Fe,O, - nH,0. OTnnuutenbHbIMU 4€pTaMu U3MEPEHHOTIO
mpu 300 K cnekTpa oTOXKeHHOTO 0o0pasiia SBISIFOTCS COXpaHEHHe BKJIa/la MarHUTHO-KOJIJIAIICHPOBAHHOTO
nozcrexrpa H,,, u ncyesnosenue aybnera. C yyerom pesysnsraros PCA, nokasbiBarommx NpakTHYECKH MOJI-
HOE UCUS3HOBEHHE JIMHUH oTpakeHus 1i1s1 Gpaszel FeOOH, ciaemyeT mpeamnonokuTh, 4To Ty0JIeT COOTBETCTBYET
BKJIaAy AaHHOHU (ha3pl. OnpeneneHHoe U3 peHTreHorpaMm corocrasienne Bkiaanos y-Fe,O, u FeOOH B 00-
pasue FeO - Fe,O; - nH,0 110 omkura no3sosser HHTEpIpeTHpoBaTh MOACIEKTP F, ; KaK IONOIHATEIbHbIH
BKyaz (a3sl marremuta. Takum o6pazom, npu 300 K da3za y-Fe,O, na AI'P-cnexrpe npossisercs B Buae
MarHUTHO-KOJIIAIICHPOBAHHOTO MozcHeKkTpa H,,, u cexcrera H.,y;, a dhaza FeOOH — B Buzne cyneprnozuunn
nybiera u cexerera H,,.

MarauTHO-pacerIeHHbIe OACTIEKTPbI ., 1 H, 5, oOHapyxusaembie nipu 300 K na SII'P-cniekrpax obpas-
nos Fe, ,,Gd, ,;O,n Fe, (Gd, |0, COOTBETCTBYIOT IONONHUTENBHBIM BKJIa1aM ruapokcuos FeOOH, yeenuuenne
cofiep KaHnsl KOTOPHIX HAOMIOAaeTcs Ha PEeHTIeHOTpaMMax dTHX 00pasnoB. Kak ciemyer w3 anmmpoKCHMaIlnu
ST'P-criekTpoB AaHHBIX 00pa3LOB, CyMMapHblii BKiaj noacnekrpos D (1015 %), H,,, (15 %) u H, 5 (24-25 %)
COBITAJIaeT C OTHOCUTENBHBIM coaepykanneM ¢as3sl FeOOH (50-55 %) cormacHo manasiM PCA.

Huskoremneparypnsiii SII'P-ciektp o6pasua FeO - Fe,O, - nH,0 nocine orxura (7'=20 K) annpoxcumupo-
BaH B [IPS/IIONIOKEHUH CYTICPIIO3UIIMH IBYX CEKCTETOB H,\, U H, ¢, OTPaXKAIOMX PUCYTCTBHE (ha3 MarreMura
v-Fe, 0, (57 %) u remaruta o-Fe, O, (43 %) B coorBercTBuM ¢ pe3ynpraramu PCA. CnexTtp nanHoro odpasua,
MOJTyYeHHBIA TIPU KOMHATHOHM TeMIieparype, UMeeT 0oliee CIIOKHBIA BUJ U MOXET OBITh almpOKCHMHAPOBAH
CyHEepHO3ULNEel MarHUTHO-KOJIAIICHPOBaHHOTO noxcnexrpa /., (48 %) u IByX MarHUTHO-PACIIEIIEHHBIX
cekctetoB (H,,, = 49,1 Tx, 8, = 0,37 mm/c, A, = —0,10 mm/c, 4 = 31 %; H,; = 44,3 Tn, &, = 0,36 mm/c,
A; =-0,07 mm/c, 4 = 21 %). Tloxcnexrp H,,, coorBercTByeT hase y-Fe,0O,, B TO Bpems Kak cekcTeTsl H,
u H,; — dase a-Fe,0;.

3aka0ueHue

Metomamu PCA u SII'P-criekTpockonuu ucciieoBaHbl Ga30BEIi COCTAaB U JIOKATEHOE OKPY)KCHHE NOHOB
KeJe3a B IOJTYYCHHBIX XUMHUYIECKIM OCaKICHUEM U3 BOJHBIX PACTBOPOB HAHOYACTHUIIAX OKCH/IA JKeJe3a, JIETH-
pOBaHHOrO rajoJuHueM. MaTepnperanus peHrreHorpamm u Sl P-criekTpoB CBUAETEIBCTBYET O IPUCYTCTBUU
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B CUHTE3MPOBAHHBIX 0Opa3uax cyneprno3uuuu marremura y-Fe,O; u runpokcuna xenesa o-FeOOH. B no-
pomkax FeO - Fe,O, - nH,0O conep:xanune ¢asbl ruapokcusa xenesa o-FeOOH cocrasnser 40 %. Ipu no-
NUPOBaHUM rajonuHueM coaepxkanue o-FeOOH yBenmnuunsaercs no 55 %. Ilocne orxura (7= 200 K) o6pa-
zent FeO - Fe,O, - nH,0 conmepxut ¢assl marremuta y-Fe,O, u remaruta o-Fe,O,, dhaza ruapokcuia xenesa
a-FeOOH otcyrcTByerT.
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