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AHHOTaUUuS

Ienn. Vcenenosanne BIUAHUS CONepKaHus aHTaHa B cucreme Fe,0;-Li,0-La(OH); Ha hazoobpasoBanue, a TakKe CTPYKTypHBIE
1 3IeKTPOMArHUTHBIE CBOMCTBA KOMITO3UIIMOHHOTO MaTepraia Ha OCHOBE JINTHEBOTO (heppHTa, MOITYyIEHHOTO C OMOIIBIO BEICOKOTEM-
nepaTrypHoOi KepaMU4ecKOi TeXHOIOTUH.

Mertonbl. Beenenue tanTana MPOMCXOIUIO HAa HAYaIbHOM 3Tarle CMEIMBaHMUsA KoMIoHeHToB Fe,0,/Li,CO,/La(OH), B onpeneneHHoM
BECOBOM COOTHOIIEHHUH, 3aTEM IOTyYeHHBIE 00pa3iibl ObUTH HApaBIeHbl Ha MPEIBApUTENbHBIN cCHHTE3 IpH Temieparype 900°C B Teue-
Hue 240 MuH B atMocdepe Bo3ayxa U JalbHEHIIee criekaHne B aunatomerpe npu temmeparype 1100°C B teuenue 120 mun. Metogamu
pentresodasosoro ananusa (POA), repmorpasumerpun (T1), muddepenunansro-ckanupyromieit kanopumerpu (ACK), a Taroke ckanu-
PpYIOLLeH 3IeKTPOHHOI MHKPOCKOITHH TIPOBEJICHO MCCIIEJOBAHUE MUKPOCTPYKTYPbI U CBOMCTB HCCIIEAYEMBIX KOMITO3HIIMOHHBIX 00Pa3LoB.

PesyabTarel. Metogom PDA ycraHoBIIeHO, 4TO TOCe TBepro(ha3HOTO CHHTE3a IPOMCXOIUT 00pa3oBaHue ABYX(Da3HOWU CTPYKTYpBI,
cocrosiiell U3 MarHuTHOM (hasbl auTHeBoro peppura Lij sFe, sO, n neposckurononobnoit pasel LaFeO,. Iposenenue POA nocne
CIIEKaHMsI M0KA3aJio, YTO MPOLECC BHICOKOTEMIIEPATypPHOIO HAarpeBa He OKa3ajl BIMSHHUS Ha W3MEHeHHs (a30BOro cocraBa 00OpasloB.
I[l/lJ'[aTOMeTpI/I‘-IeCKI/Ie KPHUBBIC YCaZlKH, IIOJIYYCHHBIC BO BPEMs CIICKaHUsA, 110Ka3aJik, YTO BBCJACHUE La YMEHBIIAECT CKOPOCTDH YINIOTHEHUA
006pa3LoB Ha cTaauu uX Harpepa. ClIeueHHbIE 00Pa3Lbl XapaKTePH30BaIICh INIOTHOCTBIO 4.34, 3.84, 3.93 r/cm> n mopucroctsio 0.7, 16 1
18% c yBenuueHueM Ha 3Tare cuHTe3a MaccoBoro cojepskanus La(OH),. Takxe HaOmonan0ch yMEHbIICHUE Pa3MEPOB 3¢pHa. YBeIuye-
Hue konudecTsa nobasku La(OH); ¢ 0 no 4.4 u 13.9 mac. % npuBesio Kk yBenuyeHUro B 00pasiax koHuenTpauun dassl LaFeO, 10 4.2 n
16.6 mMac. %, 4TO SBUJIOCH NPUYMHON CHIDKEHHSI 3HAYCHUH Y/IeIbHON HAMAarHMUYE€HHOCTH HACHIIIEHUS! COOTBETCTBEHHO ¢ 59.4 10 58.2 u
49.7 T'c-cM?/r 1 HauasIbHOI MarHUTHOM npoHunaemMocty ¢ 41.6 10 22.8 u 19.5. C nomomsto TT 1 JICK 10oKa3aHo, 4TO BEICOKOTEMIIE-
parypHoe crieKkaHue JuTHeBoro ¢eppura 6e3 100aBOK MPUBOAUT K MPEUMYIIECTBEHHOMY (DOPMHUPOBAHUIO pa3ynops0ueHHOM [3-(a3bl
Li, sFe, sO,, umeromeii 3anmxennoe 3sHauenue Temneparypsl Kiopu 626°C. JlanHblil npolece CBA3aH ¢ HAPYIIEHUEM CTEXHOMETpUYE-
CKOTO COCTaBa 00pa3IOB 110 JINTUIO M KHUCJIOPO/Y BCICACTBHE BBIXO/A JAaHHBIX AJIEMEHTOB M3 00pa3LOB BO BPEMsI BHICOKOTEMIIEPATYp-
HOTI'O CIIeKAHHSI.

BuiBonbl. BeeneHne nanTana npy MOTYYCHHN JTIUTUEBOTO (heppuTa MPEMATCTBYET BO BPEMsI CIICKAHUS HAPYIICHUIO CTEXHOMETPUIECKO-
o cocTaBa (heppuTa 3a CYET MOCTPOCHHUS OTOMHUTENbHON pemeTku LaFeO,, uto moaTBepk/IEHO BHICOKMMH 3HAYEHHUSMHU TEMIIEPATY-
pot Kropu 631°C. Takxke yCTaHOBIEHO, YTO BBEJEHHE JIAHTAHA MPUBOJIUT K 3HAUUTEIILHOMY YBEIIMYEHHUIO Y/IEIBHOTO AIEKTPUUYECKOTO
conporueierns ¢ 5 - 102 1o 6 - 10° u 1 - 10!2 Om-cM, uTO MOXKeET OBITH CBS3aHO KAaK C H3MEHEHHEM MHKPOCTPYKTYPHI 06pa3LOB, TaK
1 ¢ I3MEHEHHeM uxX (a3oBoro cocrasa.
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Abstract

Objectives. To study the effect of varying lanthanum content in the Fe,O,~Li,0-La(OH), system on phase formation and corresponding
structural and electromagnetic properties of a lithium-ferrite composite material obtained using high-temperature ceramic technology.

Methods. Following the addition of lanthanum occurred at the initial stage of mixing the Fe,0,/Li,CO,/La(OH), components in a certain
weight ratio, the obtained samples were sent for preliminary synthesis at a temperature of 900°C for 240 min in an air atmosphere and
sintering in a dilatometer at a temperature of 1100°C for 120 min. The microstructure and properties of the sintered composite samples
were studied using X-ray phase analysis (XRD), thermogravimetry (TG), differential scanning calorimetry (DSC), and scanning electron
microscopy.

Results. XRD analysis confirmed the formation of a two-phase structure following solid-phase synthesis, consisting of the magnetic
phase of lithium ferrite Li, ;Fe, ;O, and the perovskite-like phase LaFeO,. XRD carried out after sintering showed that the high-
temperature heating process did not affect the changes in the phase composition of the sample phases. Dilatometric shrinkage curves
obtained after sintering showed that the addition of La reduces the rate of compaction of the samples at the stage of their heating. The
sintered samples were characterized by a density of 4.34, 3.84, 3.93 g/cm? and a porosity of 0.7, 16, and 18%, respectively, having
an increased mass content of La(OH), at the synthesis stage. A decrease in the grain sizes was also observed. An increase in the amount
of lanthanum hydroxide La(OH); additive from O to 4.4 and 13.9 wt % led to an increase in the concentration of the synthesized
LaFeO; phase in the samples to 4.2 and 16.6 wt %, resulting in decreased specific saturation magnetization values from 59.4 to 58.2 and
49.7 G-cm¥/g and the initial magnetic permeability from 41.6 to 22.8 and 19.5, respectively. TG and DSC showed that high-temperature
sintering of lithium ferrite without additives leads to the predominant formation of the disordered B-phase Li, sFe, ;O,, which has
a reduced Curie temperature of 626°C. This process is associated with a violation of the stoichiometric composition of the samples for
lithium and oxygen due to the release of these elements from the samples during high-temperature sintering.

Conclusions. The high values of the Curie temperature of 631°C confirm that the addition of lanthanum during the production of lithium
ferrite prevents the violation of the stoichiometric composition of the ferrite during sintering due to the construction of an additional
LaFeO;, lattice. The addition of lanthanum was also found to lead to a significant increase in specific electrical resistance from 5 - 102 to
6 -10% and 1 - 10'2 Ohm-cm, which may be associated with both a change in the microstructure of the samples and a change in their
phase composition.
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BBEAEHUE

C KaXKIbIM TOJIOM YHCJIO CTaTel, HAPaBICHHBIX Ha U3Y-
yeHue GeppUTOB, MPOJOIDKACT HEYKIOHHO PACTH, BKITIO-
qas TUTHH-conepKamue (GpeppuThl, HMEIOMNE Pa3Ind-
HBIC TCXHOJIOTHYCCKUE MPUMEHECHUS. 3a CUET BBICOKOM
TEMIICPATypPhl KIOpI/I U HAMAaroHnmdyc€HHOCTU HACBIIICHUSA
maruesbid Geppur Lij sFe, O, ncnonesyercs B paznuy-
HBIX MUKPOBOJHOBBIX YCTPOMCTBAaX, a TAKKE B JINTHI-
MOHHBIX Oarapesx B KayecTBE KAaTOJAHOTO Marepualia
W B ra3oBbiX gatunkax [1—4]. Bce atu obnactu npume-
HCHUS TaK WIX MHAYE MPE/IOIaraioT ONPeIeICHHOE CO-
Y€TaHUC MAarHUTHBIX U JICKTPUYCCKUX CBOMCTB JaHHOTO
¢depputa. UToOBI 3TOTO JOOUTHCS, B JTUTHUEBBIA (HeppUT
BHEIIPSIIOT pa3IMYHbIC MOHBI METAJUIOB, Takue Kak Ti,
Zn, Ni, Mg, Mn, Co u 1.1. B paborax [5-8] Ob110 110-
Ka3aHO, YTO BapbHUpPOBAHHEM DPA3IHUHBIX KOMOWHAIWI
[0 3aMEIICHUI0O MOXKHO YJIYYIIHTh HEKOTOPBIC Xapak-
TCPUCTUKH, OJHAKO BO MHOTUX CJIy4dasaX 3TO HNPHUBOAUT
K YXyALNICHUIO IPYTHX XapaKTepHUCTHK. B cBs3m ¢ aTUM
CYIIECTBYET HEOOXOMUMOCTD B YIIyUIIICHHU AIIEKTPOdu-
3MYECKUX U MATHUTHBIX CBOWCTB JIMTHEBBIX (DEPPUTOB.
B mocnenmee Bpems ydeHBIE aKTHBHO BEIyT HCCIIe-
JOBaHMsSI TI0 M3YYCHUIO CBOICTB Pa3IUYHBIX (heppUTOB
¢ penkoszemenbHbIMH 3neMeHTaMu [9—13]. Hecnapenubie
4f-3)IeKTPOHBI, HAXOJSIIUECsS Ha BHEIIHEM OPOUTAIHHOM
YPOBHE PEIKO3EMEIIBHBIX JJIEMEHTOB, UIPAIOT OOJBIIYIO
PpOJib B BOBHUKHOBCHHUU MarHUTHOM AHU30TPOIINN H3-3a
ux opourtansHOi Gopmbl [10]. D10 3HAYHMT, YTO JT0OaBIE-
HHE TaKHX UOHOB, KaK caMapHii, JaHTaH, FAI0INHAN U JIp.
B IIMHUHEIbHBIE (DePPUTHI CIOCOOHO H3MEHHTH UX IEKTPH-
YeCcKHe W MarHuTHbBIC cBoiicTBa. [Ipu 3TOM padoT, moCBs-
IICHHBIX U3yYCHHIO BIHSHHS PA3IIHBIX PEIKO3EMETbHBIX
3JIEMECHTOB Ha CBOWCTBA JINTHEBBIX (DEPPUTOB OYEHB MAJIO.
W3BecTHO, 9TO TOMIMO BapbUPOBAHMUS COCTaBa (ep-
PHUTOB 32 CUCT BBEACHHS OMPEICICHHBIX KOMIOHCHTOB,
croco0 TMoixy4eHus: PeppuToB TAKKE OKa3bIBACT BIIHS-
HUe Ha uX cBocTna [3, 10, 12, 14-16]. B cimydae ncnons-
30BaHUS TPAIUIIMOHHOW U IMUPOKO PACIPOCTPAHEHHOMN
KEpaMHUYECKOM TEXHOJIOTHH ISl TOMy4YeHUs! (peppUTOB
MIPUMEHSTIOT OKCHIBI M KapOOHATHI B KAUSCTBE HCXOAHBIX
pearenToB. Ha ocHoBanuu JaHHbIX U3 [17] 6bU10 IOKa3a-
HO, 4TO MPH TBEP0(a3HOM B3aMOICHCTBUH PEAreHTOB
Sm,0,/Fe,0,/Li,CO; B pa3sHbIX BECOBBIX COOTHONICHH-
SIX 3aMEIICHHON (a3bl JIUTHEBOTO (epputa HEe 00pasy-
eTcsl, a MPOUCXOANT 00pa3oBaHUE ABYX (a3, BKIIOYAIO-
IMX HE3aMEIIEHHbIH uTHeBbId Gepput Lij sFe, O, u
SmFeO; u BAusIONIMX HA KOHEYHBIE CBOWCTBA (eppuTa.
B nanHoit pabore MeTogamMu peHTreHo(}a3oBoro ana-
mi3a (POA), tepmorpasumerpun (TT), auddepenmm-
ajbHO-ckaHupytomen kamopumerpun (JCK), a taxxke

CKaHMPYIOIIECH 31eKTPOHHOM MuKpockonmu (COM) mpo-
BEJICHBI HCCIIEZIOBAHUS CTPYKTYPBI I CBOMCTB JINTHEBOTO
(eppura, MOAU(UIMPOBAHHOTO JIAHTAHOM.

MATEPUAJIbl U METOAbI

HcxonHpiMu peareHTamMH JUIsi TIOJTYYEHHUS JINTHEBOTO
(dbepputa, MOTUGHUIIMPOBAHHOTO JIAHTAHOM, OBUIA OK-
cun xenesa Fe,O5 (w.n.a., 340 «Bexmony, Poccus),
kapOonar surus Li,CO;4 (oc.u. 20-2, 340 «Bexmony,
Poccnst) m ruapoxcnn manranma La(OH), (99.99%,
MOS International Co., Kutaii). BecoBble cOOTHOLIEHUS
nanHbIx Komnonentos Fe,0,/Li,CO,/La(OH), cocrasu-
mm 91.5/8.5/0 mac. % (o6pazer; NO), 87.3/8.3/4.4 mac. %
(oOpazeny N1) u 78.2/7.9/13.9 mac. % (oOpazerr N2).

[lepen cmemmBaHHEM TPOU3BOAMIN BBICYITUBAHUE
MTOPOIITKOB B CYIIWJIBHOM IKady B TeueHue 120 mMuH
npu temneparype 200°C i yganeHus JIMIIHEH Bia-
ru. CMelMBaHUE [AHHBIX KOMIIOHEHTOB MPOHCXOMIHU-
70 B 1rapoBoi MmenbHHIE E-max (Retsch, T'epmanmus)
C WUCIIOJb30BAHUEM CTAJIbHBIX INAPOB TUAMETPOM 5 MM
npu 300 o6/mMuH B TeueHue 15 muH. [lamee o6pasibl
KOMITAaKTHPOBAJIUCh METOJOM XOJIOIHOTO IPECCOBAHMS
B BUJC Ta0JETOK HA PYYHOM THAPABINYECKOM IIPECCe
Ip-10 (JIa6Tyac, Poccust). [IpeaBapurenbHblii CUHTE3
MTOJTYYSHHBIX 00Pa3I0B MIPOBOIMIIH B TA00OPATOPHOH Ieun
npu temreparype 900°C B reuenue 240 MuH B atMochepe
BO3lyXa. 3aTeM 00pa3Iibl U3MEIBYaIN B araTOBOM CTyIIKe
U K TTOJy9E€HHBIM ITOPOIIKaM 1o0asisuti 12 mac. % momm-
BuHMIoBOrO crupra (95.3%, MCD Chemicals, Kuraii).
Jlanee MOpOIIKH KOMIIAKTUPOBAJIKCH B TAOJICTKH U CIe-
kamich B mutatomerpe DIL 402C (Netzsch, Tepmanus)
npu Temneparype 1100°C B Teuenue 2 .

Wzyuenne ($a3zoBoro cocrtaBa IOJYYECHHBIX 00-
pastoB OBLIO MPOBEICHO ¢ ToMomblo PDA Ha mud-
pakromerpe ARL X’TRA (Thermo Fisher Scientific,
[eetinapus) ¢ wucnonssoBanueM Cu-K = usimydenus.
Juarmazon wm3Mmepenusi coctapui 20 = 10°-90°. s
uneHTuduKanuu Ga3 U OmpeneNieHHs KOMUYECTBEH-
HBIX XapaKTEePUCTUK MCIOIB30BaJIM MporpaMmMHoe obe-
cneuenue Powder Cell 2.5 ¢ 06asoit mauaeix PDF-4+
MexnynaponHoro meHtpa JudpakiMOHHBIX — TaH-
Heix (ICDD?).

C nomomipio TI' u ICK anann3oB Oblaa MCCIEH0-
Bana Temneparypa Krwopu (7.) u Temnosbie 3¢pdek-
Thl BO BpeMs HarpeBa oOpasllOB B TEPMHUYECKOM aHa-
mu3arope B STA 449C Jupiter (Netzsch, T'epmanus).
Temneparypa Kropu 7. nomyuena npu auddepen-
mupoBanuy TT-kpuBoi snmTHEBOTO (hepputa B JAEpHU-
BaTMBHO TepMOTpaBUMeTpuueckyro kpusywo (JTID),
UK KOTOPOW, COINIACHO METOAMKE, IPEICTaBICHHOMN

I URL: http://www.icdd.com. Jlata o6pamenms: 13.02.2023 . / Accessed February 13, 2023.
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B pabote [18], COOTBETCTBYET 3HAYCHUIO TEMIICPATYPHI
Kropu. Tepmudecknii aHanu3 IPOBOIMIH C IPUIIOKEHU-
€M BHEIIHEr0 MarHUTHOT'O MOJIsl BO BPEMsI BCETO IIPOLeC-
ca Harpesa 10 900°C.

Metomom COM Ha mnpubope TM-3000 (Hitachi,
Slnonus) ObUIO MTPOBEICHO UCCIIEIOBAHUE MUKPOCTPYK-
TYpPHBIX 0COOCHHOCTEH JTMTHEBBIX 00PA3IIOB.

HamarauueHHOCTh  HachllleHust (0,) H3MepsIIach
IIpU KOMHATHOW TeMIlepaTrype ¢ MOMOIIbI0 UMITYJIbCHO-
ro marHutomerpa H-04 (77°V, Poccust). M3mepenus
Ha4aJIbHOM MArHUTHOW MPOHUIAEMOCTH MPOUCXOIUIIO
C MOMOIIBIO MHJYKTUBHOTO METOJa Ha MPELU3MOHHOM
n3mepurene LCR Keysight E4980AL (Agilent, CILIA).
TeMneparypHass 3aBUCHUMOCTb YIEJIBHOIO 3JIEKTpHYe-
CKOTO COINpPOTHUBIIEHUS 00pa3l0B M3MEPSIIACh IBYX30H-
JIOBBIM METOJIOM TI0 TEXHOJIOTHH, U3JI0KEHHOH B pado-
Te [19].

PE3YJIbTATbl U UX OBCYXAEHUE

Ha mepBoM sTame mONydeHUsT KOMITO3HIIMOHHOTO Ma-
Tepuana ObUIa TPOBEJCHA peaklus TBEPHOPa3zHOTO
B3aUMOJICHCTBUS MEKAY WCXOTHBIMH KOMITOHEHTaMHU
B OIIPEHEICHHOM BECOBOM COOTHOIICHUH, yKa3aHHOM
B METOJIMKE IKCIICPHMEHTA.

[Tocrme cunTe3a mo pesymbratam PDA Obur ycra-
HOBJICH Ka4YE€CTBCHHBIH M KOJMYCCTBCHHBIA (ha3oBBIi
cocraB oOpa3roB (Tadn. 1 u puc. 1), KOTOpBIHA MOKa-
3a5 00pa3oBaHWE JABYX OTICNBHBIX (ha3: MITHHEIHHON
¢aser Lij sFe, ;O, (PDF Ne 01-070-5669') u mepoBcku-
TOMoIOOHOM a3kl ¢ OPTOPOMOMUYECKON CTPYKTYpOH
LaFeO, (PDF Ne 01-077-9980%). Hamnune peduiexcos
npu 20 = 15°, 23° u 26° u napamerp peuierku ~8.33 A
COTIIaCyIOTCS C JINTEPaTypHbIMU JaHHBIMU [20] 1 yKa3bl-
BalOT Ha (POPMHUPOBAHUE YIOPSAIOYCHHOW KyOWYIeCKOM
¢aser a-Li; sFe, O, [21].

Taomuma 1. @a3oBblif COCTAB CHHTE3UPOBAHHBIX 00Pa3II0B

Table 1. Phase composition of synthesized samples
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Puc. 1. PerTreHorpamMmMsl 00pa3moB MOCIE CHHTE3a,
rre (a) NO; (b) N1; (¢) N2

Fig. 1. X-ray diffraction patterns of samples after synthesis,
where is (a) NO; (b) N1; (c) N2

Oopazen ®Da30BEIil cOCTaB TapameTpsI permeTkH, A Konnenrparms, mac. %
Sample Phase composition Lattice parameters, A Concentration, wt %
NO Lij sFe, O, a=b=c=8.3328 (£0.002) 100
LaFeO, - -
Lij sFe, O, a=>b=c=8.3279 (x0.002) 95.7
N1 a=15.5549 (+0.002)
LaFeO, b =17.8495 (+0.003) 43
¢ =5.5477 (£0.003)
Lij sFe, sO, a=b=c¢=8.3310 (+0.002) 81.9
N2 a=35.5501 (+0.002)
LaFeO, b=7.8613 (+0.003) 18.1
¢=5.5572 (£0.003)
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O0pazoBaHHe BTOPUYHOH (hasbl MPOTEKAET MO CIETY-
roremMy Mexanusmy (1): 0.00 T 1000 o0
EE 1800 O
5 005 ! & g
Fe,O0, + 2La(OH), = 2LaFeO, + 3H,0. (1) 3 Lt 600 *
-0.10 ST H400 2 2
SShe 58
Ee xonieHTpaius 3aBUCUT OT COJEPKaHUSI BBEIEHHOTO 015 SE e B
) 0
ucxozxnoro pearenra La(OH),, Tak 4to ¢ yBennueHuem 5 00 200 300 400 o0
BBOJMMBIX MOHOB JIAHTaHA CONEPIKaHUE LaFeO3 yBe- Bpewmst, Min
Time, min

nuauBaeTcsl. TakuM 00pa3oMm, Ha OCHOBE JIaHHBIX PDA
BUJIHO, YTO peakiusi TBEpJ0(}a3HOTO B3aUMOACHCTBUS
MEX]ly HMCXOIHBIMH pearcHTaMu MpoTeKaeT 0e3 BHe-
npeHus La B KpPHCTAIUIMYECKYIO CTPYKTYpPY JIUTHEBO-
ro ¢eppura, TO €CTh MPOUCXOJUT 0Opa30BaHUE JIBYX-
¢dazHoro KomrosuTa. [IpearnonoKUTEeTbHO, PEAKIIHS
B MpOLECCE CUHTE3a MEXKIYy HCXOIHBIMU peareHTaMu
Fe,0,/Li,CO5/La(OH), npotekaet 1o cxeme (2):

Li,CO; + 6Fe, 04 + 2La(OH), = )
=4Li, sFe, O, +2LaFeO, + 3H,0 + CO,.

Janee Obul mpoBeneH Mpolecc CHEeKaHWs, B XOAE
KOTOPOTO MOJIY4YCHBI JUIATOMETPUICCKUC KPUBBIC, N30~
OpaxeHHBIC Ha puC. 2.

Jo TtemmepaTypbl HEHW30TEPMHUYECKOTO Harpepa
800°C mpoucxoauT pacliMpeHrne MaTepuaia y Bcex 00-
pasIoB, UTO CBA3aHO C YBETHUCHHEM 00beMa Ta30BBIX
nop. 3areM NPOUCXOIUT PE3KOe W3MEHEHHE JJIMHBI 00-
pasuoB npu Temneparype okosno 900°C, cBsizaHHOE C UX
ymioTHeHHeM. [Ipm 3TOM CKOpOCTh ycaaku y o0pas-
ua NO Bbimre, ueM y N1 1 N2. K koHIy n30TepMudecKoit
BbIIep)KKH 0oOpaszerr NO J1eMOHCTpUpYeT HauOOJBIIYHO
ycaaky. U3 ycalouHbIX KpPUBBIX BHJIHO, YTO BBEICHHE
JJaHTaHa YMEHbIIAeT CKOPOCTh YIUIOTHEHHS 00pa3loB
Ha CTaJMW UX Harpema. [IpudeM CKOpOCTh ycaaku 00-
pasuoB N1 u N2 npakTHiecKu OIMHAKOBA.

JlanHble, NOTy4YeHHbIE TP U3MEPEHUU THAPOCTATH-
YEeCKOH MIOTHOCTH U MMOPUCTOCTH, YKa3aHHbBIE B Ta0. 2,

311

Puc. 2. [lunatoMeTpuyecKie KpUBble, IOIyYCHHBIC [IPU
crrekanun o6pasnos npu 1100°C (kpuBast yca ki — CIUIOIIHBIE
JIMHHH, CKOPOCTH yCa/IKN — MYHKTHPHBIC JTNHAN): ] (3e1eHbIe
mmann) obpasen; NO; 2 (kpacHsle nHnN) obpasen N1; 3 (cuane
nuHUN) oOpasen; N2; 4 TemrieparypHast Iporpamma

Fig. 2. Dilatometric curves obtained by sintering samples

at 1100°C (shrinkage curve — solid lines, shrinkage rate —
dotted lines): / (green lines) sample NO; 2 (red lines)

sample N1; 3 (blue lines) sample N2; 4 temperature program

MOATBEpIMIN JaHHble auminaromerpud. C BBelCHHEM
JaHTaHa MPOUCXOJUT CHIDKCHUE IUIOTHOCTH (pmﬂp)
U yBeJIMUYEHHE OpUCTOCTH 00pasnos (Q).

Tadauua 2. 3HaueHne IIOTHOCTH U IIOPUCTOCTH
KOMITO3MIIMOHHBIX 00pa31oB

Table 2. Density and porosity of composite samples

[TnoTHOCTH e

Pruzp | Topucrocts Q, | 3epa D,
Obpasent r/em o MKM

0
Sample Density ghydr, Porosity O, % Grain
g/em size D, pm

NO 4.34 0.7 4.78
N1 3.84 16.0 1.63
N2 3.93 18.0 1.57

Pentrenorpammbl 00pa3LoB mocie Npouecca creka-
HUS [IPEJICTABIIECHBl HA puUC. 3.

[ ]
] . - . 400 - .
400 Lij sFe, 504 400 o LijsFe, 504 ® LigsFe, 504
; o LaFeO, . o LaFeO,
g 5 3 hd
> 3004 > 300 > 300+
5 > -
5 s < 53 5 3
2 Q S = S =
& £ 2001 o -5 Z .2 200 o = 2 200 ° o
5 5 PR gz ° gz
g 2 e 28 ¢ z 2 LK)
g = S 5 E 5= o
e} 4 < [ 4 =1 4
= 100 *E §*:o ,_g o§ é 100 ool o = 100 o o
T:NN g © §rr 3 * CL. e0|oo| o. .. © T ® .O °
0 TH HLIM ) h pl L ? x 0 bl h} i Ju A j‘:u JJPI i 0 ,IM bl l A’.UL:J R s
20 40 60 80 20 40 60 80 20 40 60 80
26, ° 20, ° 20, °
(a) (b) (©)
Puc. 3. PearrenorpamMmser 00pasios nocie crekanus: (a) NO; (b) N1; (c) N2

Fig. 3. X-ray diffraction patterns of samples after sintering: (a) NO; (b) N1; (c) N2
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BrnuvaHve conepxanus naHtaHa B cucteme Fe,0,5-Li,0-La(OH),
Ha pa3006pas3oBaHMEe 1 CBOCTBA KOMMO3MLIMOHHOIO MaTepuana

10.C. EnbkunHa
n op.

[IpoBeaenusiit POA mnocie cnekanus mokaszai, 4To
MocJiie JTaHHOTO TIIpolecca KauyeCTBEHHOE COfepiKa-
HHe (a3 He M3MEHWJIOCH M CIIeUeHHbIe 00paslbl co-
nepxar aser Lij sFe, O, u LaFeO,. Bo Bpems cre-
KaHus (Tabn. 3) KoIWUYeCTBEHHOE couepkanue (a3
y oOpa3ua NI mpakTuyecku He HM3MEHseTcCs, a s
obpaszna N2 mpoucxoauT HEOOIbIIOE YMEHBIICHUE
xoHuenrpauu ¢assl Lij, sFe, sO, n ysennyenune xonu-
4ecTBa BTopu4HoOii hasel LaFeO, mo cpaBHenuto ¢ nan-
HBIMH CHUHTE3Aa.

COM-u300pakeHus MOBEPXHOCTH 00pa3IIOB IMpUBe-
Jensl Ha puc. 4. CHuMku o6pasuos N1 u N2 noxnrsep-
JKIAI0T BBIBOJBI O (pOPMUPOBAHUH ABYX(ha3HOTO TIPO-
IyKTa TIOCTe CIeKaHus, T.K. Ha HUX OTYCTIMBO BHIHBI
IBa KoHTpacTa [17], KOTOpble COOTBETCTBYIOT (eppH-
TOBOM (hase (cepwit oTTeHOK) M (ase LaFeO, (Gemnbrit
orTeHok). JloGaBinenwe La Takxke BIMsIeT Ha MHU-
KPOCTPYKTYpY KOHEYHBIX KepaMH4ecKHX 00pasloB.
3Ha4yeHMs CpPeHero pasMepa 3epHa yKa3aHo B Talu. 2.
BBenenne La mnpuwBOOMT K YMEHBIIEGHHUIO pa3Mepa

Tadmuua 3. Da3zoBEIif COCTaB CIICUCHHBIX 00Pa3IIoB

Table 3. Phase composition of sintered samples

3epHa (epputoBoil dazbl [22], 0MHAKO KOHIICHTpAIUs
PEIKO3eMENBHOTO JJIEMEHTa CYIIECTBCHHO HE BIIHSCT
Ha JayibHeliee N3MEHEHUE TaHHOTO MapamMeTpa.

B nanHO# paboTe Takxke ObUTH MPOBEACHBI UCCIIC-
JOBAaHUS YIOCNBHOTO DIEKTPUYECKOTO COIPOTHUBIIEC-
Hus (p). Kak BunHO u3 Tabn. 4, IpOUCXOIUT PE3KUi
POCT DIEKTPOCOMPOTUBIICHUSI C yBEIMUYEHUEM COJEP-
JKaHWS TOOABKH, YTO MOXKET OBITH CBSI3aHO C yBEIHYe-
HHEM KOJNMYeCTBA BTOpU4HOH (asel LaFeO,, a Taxxke
BBICOKOH MOPHUCTOCTHIO M MaJlOW TMJIOTHOCTHIO 00pas3-
noB. WccnenoBanust yAenbHOM HaMarHMYEHHOCTH Ha-
ChlleHUs (O) MOKA3alIM, YTO MPH BBEJCHUU MAJOro
conepkanue La npoucxoaut HEOOIbIIOE YMEHBIICHHE
JTAHHOTO MapaMeTpa. bojee cymecTBeHHBIC H3MEHEHNUS
MPOUCXOAAT B HAYAIBHOW MarHUTHOH NPOHHIIAEMO-
cru (K,) depputa [17, 23-27]. BeposaTHo, 3TO CBA3aHO
C KOJMYECTBEHHBIM yBemnuenueM (paser LaFeO;, koto-
past uMeeT aHTU(GEPPOMATHUTHYIO IPUPOLY U B OIpe-
JICJICHHBIX OOCTOSITENhCTBAX BEJAET ce0sl Kak Tmapa-
MarHeTHK.

Oobpaszern ®da30BbIii cocTaB [apameTpsl peretku, A Konnenrpanus, mac. %
Sample Phase composition Lattice parameters, A Concentration, wt %
Lij sFe, sO, a=b=c=28.3327 (x0.002) 100
NO —
LaFeO, - -
Lij sFe, sO, a=b=c=28.3275(+0.002) 95.8
N1 a=15.5506 (+0.002)
LaFeO, b=7.8418 (£0.003) 42
¢ =5.5838 (£0.003)
Lij sFe, sO, a=b=c=28.3304 (x0.002) 83.4
N2 a=15.5539 (+0.002)
LaFeO, b =7.8593 (+0.003) 16.6
¢ =5.5535 (£0.003)

(b)

(©)

Puc. 4. COM-n300paxeHus MOBEPXHOCTH JIUTHEBOTO (GeppuTa, MonuduuupoBanHoro gantanoM: (a) NO; (b) N1; (c) N2

Fig. 4. Scanning electron microscopy images of lithium ferrite modified with lanthanum: (a) NO; (b) N1; (c) N2
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Taomuua 4. DIEeKTPUUCCKUE U MATHUTHBIC CBOMCTBA 00pa3IoB

Table 4. Electrical and magnetic properties of samples

O6pasen p,Omem | o, F'eem’/r 3
3 Ko T, °C
Sample p, Ohmem | o, G-em’/g
NO 5-10? 59.4 41.6 626
N1 6-10° 58.2 22.8 631
N2 1-10'2 49.7 19.5 630

JlomomHuTensHO ObUT MPOBEAEH TEPMUYECKHH aHa-
T3 CIIEYCHHBIX 00pasloB, rpad)MKy KOTOPBIX M300pa-
keHbl puc. 5. Kak mokasaHo B paborax [17-19, 21],
TeroBoi sHgoTepMuueckuit apdexr Ha JCK xpusoit
B obnactu temneparyp ~700—760°C cBszaH ¢ Gpa3oBbIM
MIePEXOIOM U3 YIOPSIOUECHHOH o-pa3bl B HEYHOPSIO-
4eHHYI0 [-(ha3dy He3aMeIIeHHOro JUTHEBOro (eppura
Lij sFe, sO,.

o 1 3K30
102.0 025.6°C 48 1/g 1exo 2.0
. = 101.5 ICK/DSK 1.5
S J 5 1.0
o 5 101.0 | 6962°C |
= S0 ATC/DTG N 0.0

100.0{ TI'/ TG —0.39% 0. 2
400 450 500 550 600 650 700 750 800
Temmneparypa, °C
Temperature, °C

(a)

JICK, mB1/™Mr
DSC, mW/mg
S 0 & o
JTT, %/Mun
DTG, %/min

W

1 9K30
X0
102.5 25
102.0{ ICK / DSK j
1015 ‘1 15
1010} 1/ DTG ‘w 757.0°C
100.5 7~ —mmmmrrmmm oy oo 05
100.0{ T/ TG F037% | 15 -2
400 450 500 550 600 650 700 750 800
Temneparypa, °C
Temperature, °C
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O T €
630.6°C  _11.2J/g

(=}
Wi
JICK, MmB1/™Mr
DSC, mW/mg
(e NS I SN N e )
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Puc. 5. TT" u JICK xpuBble, 0Jy4eHHbIE [10CIIE CIICKAHUS NIPU
1100°C mnst o6pasnos (a) NO; (b) N1; (c) N2

Fig. 5. Thermogravimetric and differential calorimetric curves
obtained after sintering at 1100°C for samples (a) NO; (b) N1; (c) N2

Kak 6pu10 okazano B padorax [17, 18,21, 28] snTans-
st epexoaa o—f Lio‘sFez,504 [0 JAaHHBIM IUIOLIAAU
nuka JICK-ananmuza ¢eppura cocrasuser 12—13 JIx/r.
B naHHOM mCcreoBaHUM 3HAYCHUE TTapaMeTpa SHTaIb-
i Juist oopasna NO cam3miioch Oonee yem Ha 60%.
Jlst 06pasnioB N1 v N2 3HaueHUE CHIIKEHUE YHTAIIBITUN
cocraBuno okoio 10 u 30% coorBercTBeHHO. Takke
CTOUT OTMETHTH, YTO IIPHU YBEIUYCHHH COICpPKAHUI
JaHTaHA TeMIIepaTypHBINA JHana3oH TEIIoBOro s¢dex-
Ta CABHTaeTCsl B 001acTh Oosice BBICOKHX TEMIIEPaTyp
¢ 660—730°C (obpazerr NO) mo 732—-783°C u 740-790°C
st N1 u N2 coorBercTBeHHO. B Tabn. 3 yka3zaHbl 3Ha-
YeHUs TC JUTS. Pa3InIHbIX 00pa31oB. 3HaucHHUE 7, c st
mutueBoro eppura NO HEMHOTO 3aHIKEHO IO CpaB-
HeHuto ¢ oOpasuamu N1 u N2, temneparypa KOTOPBIX
Onmu3Ka K yKa3aHHOM B uccienoBanusx [17, 18, 21].

[penmonaraercs, 9T0 3aHIKCHHBIC 3HAYCHHS TEMITC-
parypsl Kiopu u mmomaau nukoB JICK B nutreBom dep-
pure Li, ;Fe, O, Ge3 nobasnenus JTAHTaHa CBHJICTEIIb-
CTBYIOT O HapyIICHUH MOPSIKA CTPYKTYPHI (eppuTa mpu
BBICOKOTEMIIEPATYPHOM CIIEKAaHUM BCIICACTBHE MOTEPH
Kucsiopoaa u utrst oopasmom [20]. Kak nokazaHo B pado-
tax [18, 21], Bo Bpemsl criekaHusI IPOUCXOIUT YaCTHIHOE
oOpasoBanue pasynopsjoueHnoil daser B-Lij sFe, sO,.
BBenenue La mpensaTcTByeT HapylIEHHIO CTEXUOMETPU-
YEeCKOTO COCTaBa CIICYEHHOTO JIUTHEBOTO (pepprTa 32 CUET
MePECTPONKN BHYTPEHHEN KPUCTAIUIMYECKON CTPYKTYPBI.

SAKJTIOYEHUE

B Hacrosimieit pabote ucclie[OBaHO BIMSIHUE COACPIKaHUS
nanTana B cucreme Fe,05-Li,0-La(OH); na da3zoobpa-
30BaHHUE, a TAKKE M3YyUYCHBI CTPYKTYPHBIC M 3JICKTpOMAr-
HHUTHBIC CBOMCTBA KOMIIO3HMI[OHHOTO MarepHaia Ha OcC-
HoBe smtneBoro ¢eppura Lij sFe, O,. Tlokasano, uro
B TPOILIECCE CHHTE3a 00pa3IoB MPOUCXOTUT (HOPMHUPOBA-
HUE JBYX(a3HOI0 KOMITO3UTA, KOTOPBIA COCTOUT U3 IIIH-
HenpHOH  Qaswr a-Lij sFe, O, u meposckutononoOHoi
(a3l LaFeO, KOHIEHTpALMH KOTOPEIX 3aBHCAT OT COOT-
HOLICHUU UCXOAHBIX KOMIIOHEHTOB 1 CYIIICCTBEHHO HE ME-
HSIFOTCSI BO BPEMSI BBICOKOTEMITEPATYPHOTO CIICKAHUSI.

HcenenoBanue CTPYKTYPHBIX XapaKTEPUCTHK IMOKa-
3aJ10, YTO IMOBLIIICHNEC KOHICHTPALlMU JIaHTaHa Ha JTare
CUHTE3a MPHUBOIUT K YMEHBIICHUIO TUIOTHOCTH U YBe-
JIUYCHUIO TTIOPUCTOCTH CIICYCHHBIX 00pa3ioB. BeeaeHue
JaHTaHA TAaKKE OKA3blBACT BIIMSHHE HA YIOPSIOYCH-
HOCTB CTPYKTYPBI (heppuTa MPU BHICOKOTEMITEPATYPHOM
CTICKaHHH, TIPETIATCTBYS HAPYIICHUIO €0 CTEXHOMETPH-
YeCcKoro cocraBa. [Ipy 3TOM MPOUCXOTUT HEOOJNBIIOE
YXYyAIICHHE MAaTHUTHBIX CBOMCTB M 3HAYMTEIBHOE YITyd-
IICHUE 3JEKTPUICCKUX XapaKTCPUCTHK.

JlaHHbIe MOKa3anu, 4TO Ui MOAU(DUKAIIMA CBOMCTB
JUTHEBOTO (EeppUTa PEIKO3EMEIBHBIMH JJIEMEHTaMHU
1enecoo0pa3Ho UCIOIb30BaTh Malible T0OABKH JIAHTaHA
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BnvaHne copepxanna naHTtaHa B cucteme Fe,04-Li,O-La(OH),
Ha $a3006pa3oBaHMe 1 CBOMCTBA KOMMO3ULIMOHHOIO MaTtepuana

10.C. EnbkunHa
nap.

JUIs1 BO3MOYKHOTO €r0 UCIIOJIb30BaHUsI B MUKPOBOJIHOBOM
TEXHHUKE.

JlanbHelme uccienoBaHusl B 3TOW 001acTu OyayT
HafpaBJIeHbl HA BAPHUPOBAHHUE MAJbIX KOJIMYECTB BBO-
JIMMOTO JIaHTaHa, a TaKXXe W3MEHEHHE TeMIIepaTypHO-
BPEMEHHBIX PEKUMOB CIIEKAHUS C IIEIIbI0 TIOTy4YeHUsT 00-
Jiee MIIOTHOM M MEHee MOPHUCTOi (heppUTOBOH KepaMHUKN
C XOPOIINM COYETaHHUEM IEKTPOMATrHUTHBIX CBOMCTB.
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