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HNPUMEHEHME 30JIb-T'EJIb TEXHOJIOI'MA IJIS ITOJTYUYEHUA
HAHOPASMEPHBIX ITOPOHIKOB La(Y)FeO,

Hryen Aub Then, U. 1. MutToBa, H. A. PymsanueBa

Boponedcckuil 2ocyoapcmeennbiil yHugepcumem

ITocTynuna B pegakuuio

AHHOTanusi. MeTOIOM COOCAXK/ICHHsI THIPOKCHIOM aMmMoHust kaTrnoHoB La*'(Y3") u Fe** u3 BoaHbIxX
pacTBOpOB XJIOpUIOB JaHTaHa (uTTpust) U kene3a (III) ocymiecTBieH cuHTE3 HAHOMOPOIIKOB (hEPPHUTOB
nantana u utTpus — La(Y)FeO,. Ioyyennbie 00pasiibl HCCIIEI0BAHBI METOIAMH PEHTTEHO(PA30BOT0 aHa-
JM3a, CKAaHUPYIOUIeH U MPOCBEUMBAIOIICH TIEKTPOHHOU MUKpocKonuu. CpeqHuid pa3Mep HaHOKPUCTAIUIU-
TOB TIOCJE OT)KWTA TPH PA3TUYHBIX TeMIleparypax He mpeBbimaeT 70 HM (1t geppuTta JaHTaHA), I
tdeppura urtpus — 50 HM.

KioueBble cjioBa: 3011b-Tellb TEXHOJIOTHS, KUIIAIIAS BOJA, PEeppUT JIaHTaHa, PEepPUT UTTPUS, XJIOPU
JaHTaHa, XJIOPHUJ UTTpHs, Xopun xenesa (I1I), BomHbIi pacTBOp aMMHaka, HaHOPa3MEPHbIE TIOPOIIKH.

Abstract. The method of precipitating ammonium hydroxide cations La**(Y?") and Fe*" from water
solutions lanthanum (ytrium) chloride and iron (III) chloride carries out on synthesis nanopowders of
lanthanum and yttrium ferrite — La(Y)FeO,. The obtained samples are investigated by methods X-ray
analysis, scanning and transmission electron microscope. The average size nano-crystals after annealing at

various temperatures does not exceed 70 nm (for lanthanum ferrite), for yttrium ferrite — 50 nm.
Keywords: sol-gel technology, boiling water, lanthanum ferrite, yttrium ferrite, lanthanum chloride,
yttrium chloride, iron (IIT) chloride, water solution of ammonia, nanosize of powders.

BBEJIEHUE

B nocnexgnune nBaanarh JieT B HEOPTaHUYECKOM
MaTepHaIOBEICHNH MTOSIBIJIACh HOBAs 3a/1aua — CHH-
TE€3 Pa3IMYHBIX BEIIECTB C YACTUIIAMU HAHOMETPOBO-
TO pazMepa. ITa 3a/1aua BOHHUKJIA B CBS3H C OypHBIM
Pa3BUTHEM HAHOTEXHOJIOTHH, B KOTOPBIX UCIIOIB3YIOT-
Csl HAHOKPUCTAIIIMYECKIE MaTepratbl, 00agaroIme
YHHUKQJIbHBIMHA CBOWCTBAMH 110 CPABHEHHIO C KPYITHO-
KPUCTAINTMYECKIMH MaTepHallaMu TOTO K€ XHUMUYe-
CKOTO COCTaBa.

Jiis cuHTe3a (heppOMAarHUTHBIX OKCHIHBIX Mare-
pHraoB O60NBITIOE BHUMAHHUE YIACNIETCS XUMHYECKIM
METO/IaM TOMOTeHH3aIMK (PeppUTO0OPa3YIOIIUX KOM-
MOHEHTOB [ 1—4], oOecreunBarOIINM BBICOKYIO XH-
MHUYECKYIO OTHOPOIHOCTh M aKTHBHOCTb (DEPPUTOBBIX
nopomkoB. Hanbomnee mepcrneKTHBHBIM, SKOHOMUY-
HBIM ¥ JKOJIOTHYECKH YHCTHIM SIBIISETCA 30Jb-TElb
MeTOJ (B YaCTHOCTH, COOCAXKICHIE aMOP(HBIX Ooca/l-
KOB M3 pacTBOPOB peareHToB) [1].

C 11eM1pI0 MTOTYYEeHISI HOBBIX MAaTEPHAIIOB KAaTOIOB
BBICOKOTEMITEPATYPHBIX TOIUIMBHBIX DJIEMEHTOB U
KHCJIOPOIHBIX MEMOpAH B HACTOSIIEE BPEMsI HHTCH-
CUBHO HCCJIEIYIOTCS CIOXKHOOKCHHBIC CUCTEMBI Ha
OCHOBE Mapramuiia, jkejie3a, kodaabTa W HHUKens [5].
Cpeau HuX HauOoJjee MEePCICKTUBHBIMU SIBJISTFOTCS
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daspl co cTpykrypoit meposckuta: LaCoO,, LaFeO,,
LaNiO, n LaMnO,, mony4eHHbIe 110 CTaHAAPTHOM
KepamMHu4ueckoi Mmetoauke [5S—7]. OqHako, 1o TaHHBIM
JUTEpaTypHBIX McTouHMKoB, La(Y)FeO, B Buae Ha-
HOTIOPOIIKOB HE MOJyYEHBI.

W3BecTHO, YTO YAaCTHIIBI TOPOIIKOOOPA3HOTO MPO-
JTyKTa, TIOTY9aeMOT0 30JIb-T€JIb METOJIOM, KaK ITpaBH-
JI0, arfioOMepUPOBAHBI, YTO CKa3bIBaeTCs Ha (HU3HKO-
XUMHYECKHX U MEXaHMYECKHUX CBOMCTBAX MaTepuraa.
Ha nporiecc armomepariy 4acTuIl OKCHIOB METaJIOB,
MOTYYaeMBbIX 30J1b-T'€JIh METOJIOM, BIIUSFOT KOHIICHTPa-
IIUU UCXOJHBIX PEAreHTOB, KUCIOTHOCTD CPEbI, TPH-
CYTCTBUE IMOBEPXHOCTHO-aKTUBHBIX BEIIECTB, TEMIIC-
parypa, mpupojia pacTBOPUTENS U JApyrHe (aKTOphI
[8—11], mo3aTOMY YacTO TPYIHO OMHO3HAYHO YCTAHO-
BHUTh NIPUUYMHY ariomepanuu. Kpome Toro, Hauamso
OCQXKJICHUSI U PACTBOPCHUS Pa3TUIHBIX KAaTHOHOB
METAJUIOB ITPOUCXOIUT IPH Pa3IIUUHBIX 3HAYCHHUIX pH
[12, 13]. [ToaTOMY IJIT COBMECTHOTO OCaXACHHUS OojIee
OJTHOTO KaTMOHA MeTaJlia, OONBIIMHCTBO aBTOPOB HC-
MOJIE30BAIM METO/I 00paTHOro ocaxaeHus [8—I11],
3aKJTIOYAIONINICS B MPWJINBAHUU 110 KAILJISIM CMECH
WCXOJHBIX PAcCTBOPOB COJIEH KaTHOHOB METAIIJIOB B
aMMHUAYHBIN pacTBOpP MpHU 3ajlaHHOM 3HadeHuu pH.
OpnHaKo eciii CHHTE3UPOBaTh CMECH CIIOKHBIX OKCHI0B
METO/IOM COBMECTHOTO OCQKJICHHUSI CHaJaja B KHIISA-
e Boje, a 3aTeM J00aBIATh aMMHAYHbIH PacTBOp,
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IIpumenenue s3omv-2eb mexnono2uu Onsk nonyueHus nanopasmepnwvix nopowxos La(Y)FeO,

TO Ha MOJIyYEeHHBIH pe3ynbraT 3HaueHne pH ocobo He
BIIUAET. DTOT METOJ MOJYYEHUsI MOPOIIKOB CMECH
CIIO)KHBIX OKCHJIOB B JIUTEpaType He OOHApYIKEH.
Lenbto faHHOM pabOTHI IBUJIACH pa3padOTKa MOIH-
(bMKaIMK 3071b-T'€JIb TEXHOJIOTMH B IIPOLIECCE IOy YCHUS
HaHOPa3MEPHBIX MOPONIKOB cocTaBoB La(Y)FeO,.

METO/MKA 9KCIIEPUMEHTA

OO0pas3ibl CHHTE3UPOBAIH METOJOM COBMECTHOTO
OCaXKJICHUSI B KHITAIICH BOJIE, UCTIONIB3Ysl B KAUECTBE
peareHToB pa30aBlIeHHbIC BOIHBIC PACTBOPHI YKBUMO-
JIIPHOW CMECH XJIOPUIOB JIaHTaHa (MTTpuA) (X.4.) U
xkenesa (I1I) (x.4.). DKBUMONSpHBIE PACTBOPHI CMETIIH-
BaJIM HEMOCPEACTBEHHO Mepe/] ocaxacHueM. B kave-
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CTBE OCAJIUTEJISI IPUMEHSITN BOJIHBINM PACTBOP aMMHa-
Ka (J4.m1.a.).

K 300 mu1 kunsiiiedd Bojibl MEJJICHHO MPUOABIISUIIN
20 ma cmecu pacteopos FeCl, (YCL) 0.5M u LaCl,
0.5M. [locne BBemeHUS COJICH KUITSTICHUE TTPOIOIIKA-
iy emé 2—3 MUH., IPU 3TOM PaCTBOP IpHoOpeTal
KOPHUYHEBO-KPACHBIN IIBET U HE N3MEHSIIICS TIPH OXJIAXK-
Jnienud. [TonyueHHbIN 3051b 0XJIaXaI1 10 KOMHAaTHOM
TEMIIEPaTyphl, a 3aTeM K HEMY TP MTepeMeITHBaHUN
no0aBIsuK 8%-HbI PacTBOP THIPOKCHIA AaMMHAKa B
KOJIMYECTBE, HEOOXOIMMOM JIsI TIOJTHOTO OCaX/ICHUS
katuoHOB La** u Fe*". CoOBMECTHO OCaKICHHbIE TelIn
nepeMennBanu B redeHne 25—30 munyT. [locne o1-
JIeJICHUSI Ha BaKyyM-(QUIBTPE TeIeBUIHBIC OCAIKU
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Puc. 1. lnppaxrorpammel nopomkos LaFeO,, momy9eHHBIX 30/1b-T€Nb METOIOM M OTOXOKEHHBIX TpH 650 °C B Teuenne

54. (a) m 950 °C B Teuenue 4. (6)
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IIPOMBIBAJIN HECKOJIBKO Pa3 AUCTUILIMPOBAHHOU BOION
no orcyrctus noHoB Cl (Tect na AgNO,) u BbICY-
IIMBAJIH JI0 MIOCTOSTHHOW MacChl TP KOMHATHOW TeM-
neparype.

KoneuHsIit mpomyKT (IMOPOIIOK) MOy ITyTEM
TepM00OpabOTKN 00€3BOKEHHOTO OCa/IKa Ha BO3/IyXE
IIpU pa3InYHBIX Temneparypax ot 650 no 950 °C.

Amnain3 (ha30BOro cocTaBa POBOIMIIN Ha TU(ppaK-
tomerpe [IPOH-4.0 (CuKo-n3nydenue), pasmep ua-
CTHII UCCIIEIOBAIIH C TIOMOIIBIO CKaHUPYIOIICH 3JIeK-
TpoHHON MuKpockonuu ((JSM-6380 LV Scanning
Electron Microcscope) 1 poCBEIHBAOIIEH AICKTPOH-
HoM Mukpockonuu (OMB-100 BP).

PE3VYJIBTATBI U UX OBCYKJIEHHUE

PentrenodaszoBelii aHamM3 MOIyYEHHBIX aMopgd-
HBIX OCAJKOB CJIO)XHBIX THAPOKCHIOB I1OKa3aJl, 4TO
kpuctaumsanus LaFeO, nouru 3akaH4nBaeTcs npu
temneparype 650 °C: nudpaxTorpaMMbl TTOPOIIKOB
MOKAa3bIBAIOT HAJIMYHME B OCHOBHOM OJTHON KPHUCTAJUIU-
4yeckoi ¢a3bl, cOOTBETCTBYIOIIEH (haze GpeppuTa naH-
TaHa, OJTHAKO OCTAETCS €lIE HEMHOTO XJIOPOKCHIA
nantana LaOCl (puc. 1 a). Ha nudpakrorpammax mo-
POLUKOB, OTOX’KEHHBIX MpHU Temneparypax 850 u
950 °C, ycraHoBieHa TOJbKO ofHa (haza, COOTBET-
CTBYIOILAsl TBEPAOMY COCTMHEHUIO (peppuTa JaHTaHa
LaFeO, (puc. 1 6).

OOBSICHUTB 3TO MOJKHO CJIEAYIOIUM oOpa3oM: 1)
pu Temrieparype 850 °C XJIopoKcHI TaHTaHa HCITa-
psietcs, Tak kak 1o [15] LaOCl ycroituus npu temie-
parype < 850 °C; 2) mpu temneparypax > 850 °C
XJIOPOKCHJI pasjiaraeTcsi ¢ 00pa3oBaHHEM OKCH/Ia JTaH-
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Puc. 3. Muxpodororpapus nanonopomkos LaFeO,, mo-
JYYEHHBIX 30JIb-TeJIb METOJOM T0ciie 00paboTKH Mpu
950 °C B Teuenue lu

TaHa LaZOS. 3areM 4YacTHUIbl JUIIHETO JTaHTaHa pac-
TTOJIArat0TCs TI0 BAKAHCHUSIM KPUCTAJUTMIECKOH pereT-
K1 heppuTa TaHTaHA M Ha PEHTIeHO()a30BOM aHaJIH3e
HE 0OHapyKEHBI.

st peppura urrpus — YFeO, kpucranmmsanus
MOJIHOCTRIO 3aBepiuaercs mpu temmneparype 650 °C.
Ha mudpakrorpamme mOpomIKoB, OTOAOKEHHBIX TPH
temmneparype 650 °C, yctaHoBiieHa ToIbKO oHa (a3a,
COOTBETCTBYIOIIAsi TBEPJIOMY COSAMHEHHUIO (heppuTa
urtpus YFeO, (puc. 2).

HccnenoBanne MeTOI0M CKaHUPYIOIIEH AEKTPOH-
HOM MHKpPOCKOTIHH ITOKa3ano (puc. 3), 9T0 IOPOIIKH
(eppuTa 1aHTaHA OHOPOAHBIC U Pa3Mep UX KPUCTa-
autoB npu temneparypax 850 u 950 °C He npeBbI-
maet 100 aM.

T T T T T T
10 20 ag

. Tpag,

Puc. 2. Jluppaxrorpamma nopomkos Y FeO,, 1ory4eHHbIX 3011b-T€lb METOOM U 0TOAOKEHHBIX 1pH 650 °C B Teuenue 1.

20 MuH.
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IIpumenenue 301mv-2eb mexnono2uu 05k nONyueHus Hanopasmepnwvix nopowxoe La(Y)FeO,

a

==
100 HM

C moMouipio NMpocBEYUBAIONIEH IEKTPOHHOMN
MHKPOCKOTIMH OOHApYy>KEHO, YTO CPeJHUU paszMep
vactun LaFeO, mocie omkura mopouika 1npy remre-
parype 950 °C cocraBnsier 68 HM (puc. 4 a) U nons
YaCTHI] C BAPEUPYEMBIM TraMeTpoM < 60 HM COCTaB-
nsieT 6onee 65% (puc. 5 a).

OnHako CpenHWi pa3Mep YacTHIl MOPOIIKOB
LaFeO,, npokanenusix mnpu temneparype 850 °C B
teuenue 14. 30MuH, coctapmusieT nopsanka 50 um. Yuc-
JIO YaCTHI] ¢ BapbUPyeMBIM AuamMeTpoM < 60 HM co-
crasisieT okoJio 80%. MakcuMasbHbIN pa3Mep yacTHIL
He npesbimaet 100 am (puc. 4 6 u 5 0).

HccnenoBanne MeTOA0M MTPOCBEUMBAIOLIEH AJTEK-
TPOHHOW MHKpPOCKOTHU (peppuTa UTTPHUS MTOKA3AJIO0,
YTO IMOPOIIKH OJJHOPOHBIC U pa3Mep HX YaCTHIL [TOCTIe
orkura npu remreparype 650 °C cocrasisieT nopsia-
ka 30—50 um (puc. 6).

Takum 00pa3oM, COBMECTHBIN THAPOIU3 COJICH
xJopu0B naHTana u xenesa (I111) B kursmmeii Boxe ¢

Puc. 4. Muxpodortorpapuu nanonopomkos LaFeO,, mo-
JIy9eHHBIX 30J1b-TEJIb METOAOM, TIociie 00padoTku ipu 950 °C
B Teuenue 14 (a) u 850 °C B Teuenue 1u. 30 muH. (6)

45,7

40 a
35
304
25
20
15-

s o dilalam.

10 20 30 40 50 60 70 80 90 100 110

Puc. 6. Muxpogotorpadus nanonopomkos Y FeO,, momy-
YEHHBIX 30JIb-T€JIb METOIOM, TTociie 00paboTku npu 650 °C
B TedueHue 14. 20 MuH.
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Puc. 5. Pactipenenenne nanonopomkos LaFeO, no pasmepam: a — nipu 950 °C; 6 — mpm 850 °C
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J00aBIeHNSMH K IOITy4YE€HHOMY KOJIJIOUIHOMY PacTBO-
PY BOIHOTO pacTBOpa aMMHaKa IIPUBOJUT K HOIyde-
HUIO HAHOKPUCTAJTUTOB (PEPPUTOB JIAHTAHA M UTTPHSI
C BapbUpyeMbIM nuameTpoM yactun D < 70 HM.
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