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AHHOMAauus

ILlenu. Paspabomkxa Ho8blXx memodoe cunmesa geppuma robanbma (CoFe,O,), sagnaouwezocs
npeouecmeeHHUKOM ONst cuHme3a (PYHKYUUOHATbHbLIX MAMEPUATIO8 HA €20 OCHO8e, d MmakiKe
uccnedosaHuUe PUSUKO-XUMUUECKUX CEOTICME NONYUEHHbLX has.

Memoovt. 'udpamuposattblil oKxcud sKeresa u eppum Kobarbma NOAYUARU 2emepogdhasHbim
Mmemoodom. CuHmesuposaHHbsle pasbl U NPOOYKmMblL UX MEePMOAU3A U3YUaru memooamu ougge-
PEHYUUANTbHO-MEepMUUECK020 AHANU3A U JuggeperyuanbHoli mepmozpagumempuu (ATA-ITT),
permeeHogpazo08020 aHanuda (PDA) u epaHyiomempuu.

Pesynomamut. B cmambe U302KeHbl pesyibmamsl 08YX mMemooo8 cuHmesa geppuma Kobasio-
ma (CoFe,O,) u uccnedosarus nonyueHHolx gas. B oboux cryuasx € Kawecmee npeouecmeeH-
HUKG 8blcmynan 2udpamuposarHsblil oxcud skenesa(lll) ¢ cooeprxaruem Fe,O, — 84.4 mac. %,
noYyueHHsLll eemepogpasHbim g3aumooeticmauem xaopuoa Kenesa(lll) ¢ KOHUeHMpPUPO8aAHHBIM
pacmeopom ammuara (6.0-9.5 mons/n). Ilepeslii cnocob 3axiouancs 6o gzaumooeticmaul eu-
opamupogarHozo orxcuoa sxkenesa(lll) c oxcudom kobanema(ll, IIl), emopoii — 6o e3aumodeticmsuu
2uopamupogaHHozo okcuoa skenesa(lll) ¢ ooHbIM pacmeopom cyavgpama kobanema(ll) ¢ KoH-
uenmpayueti C, = 0.147 monw/n (T : 2K = 1 : 43). Ilonyuuswuecs npomesKymouHsie npooyrKmaol
nodsepzanu mepmuueckoii oopabomre npu 750 °C (cunmesz 1) u 900 °C (cunmes 2) 8 meueHue
10-30 u c wazom 10 u.

Boleoodst. Peppum robarema (CoFe,O,) nonyuen dgyms cnocobamu. C ucnons3oeaHuem Kom-
nnexkca memooos (PDA, ATA-ATT, epaHysiomempuu) uccaedo8aHbl pusUKo-XuUMUUECKUEe C80Ui-
cmea CUHmMesUpo8aHHbLX 00pa3yuo8. YcmaHoeleHo, Umo 2u0pamupo8aHHblii oxcuoa skenesa(lll)
8nioms 00 memnepamypsl Kpucmannusayuu (445 °C), coomsemcemeyrowieti sK30mepmuueckomy
agppexmy Ha kpusoli [ITA, ocmaemcesi penmzeHoamop@HuiM. [JanbHeliuuee HazpesaHue e2o
npugooum K obpazogaruto a-moougurayuu okcuoa »xenesa(lll) zekcazoHanbHOU CUH20HUU
(a=b=5.037+0.002A;c=13.74 £0.01 A), cpednuii pasmep uacmuy komopoii paser 1.1 mxm.
CoenacHo darHbim PPA, e cunmese 1 npu 750 °C u npodoskumenbsHocmu mepmoobpabomru
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30 u obpasyemes 00HoGasHbLil heppum kobarema (a = 8.388 + 0.002 A) co cpedrum duamempom
yacmuy, 1.9 mxm. B unmepeane memnepamyp 720-810 °C e obpasue Habaooaemcest Ybbliib mac-
coL (okono 12.5%), ceasannasn ¢ yoanenuem SO, u SO,. ITosmomy e cunmese 2 memnepamypy
HaepesaHust yeeauuusanu 0o 900 °C. IlokazaHo, umo npu 900 °C u npodosmxumenbHOCmuU CUH-
mesa 30 u maxoke obpasyemes peppum rkobanema (CoFe,O,) (a = 8.389 £ 0.002 A). Pesynoma-
mbl 2PAHYSOMEMPUUECKO20 AHANAU3A YKA3bL8AIOM HA 3A8UCUMOCMb duamempa o0pasyrouiuxcs
yacmuy, om cnocoba noayuerus peppuma kobanema. HaumeHowiuii pasmep uacmuy, (1.5 mrm)
obHapyrKeH Y peppuma Kobanbma, NoAYyUeHHO20 2emepogpasHbim 83aumoodeticmauem 2uopamu-
posarHozo oxcuda rxkenesa(lll) (Fe,O, — 84.4 mac. %) c 600HbIM pacmeopom cyrbgpama Kobaroma
¢ KonyeHmpayueti C(Co?*) = 0.147 mons/ 1.

Knroueevle cnoea: skeneso, kobanosm, peppum, oKcudbl, mepmMudeckKuii aHau3, peHmeeHogaso-
8blil AHANUS, 2PAHYSIOMEMPUUECKUTL AHANIUS
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Abstract

Objectives. The study aimed to develop new methods for the synthesis of cobalt ferrite (CoFe,O,),
which is a precursor for the synthesis of CoFe,O,-based functional materials, as well as to study
the physicochemical properties of the obtained phases.

Methods. Two methods were used for the synthesis of CoFe,O,: (1) heterophase interaction
of hydrated iron oxide with cobalt(Il, III) oxide and (2) heterophase interaction of hydrated
iron oxide with an aqueous solution of cobalt(Il) sulfate (C. = 0.147 mol/L, solid/liquid = 1:43).
In both cases, the precursor was hydrated iron oxide (Fe,O,, 84.4 wt %), which was obtained
by the heterophase interaction of iron(lll) chloride with a concentrated ammonia solution
(6.0-9.5 mol/L). The resulting intermediate products were subjected to thermal treatment at 750 °C
(synthesis 1) and at 900 °C (synthesis 2) for 10-30 h in increments of 10 h. The synthesized
phases and products of their thermolysis were studied by differential thermal analysis and
differential thermogravimetry (DTA-DTG), X-ray diffraction analysis (XRDA), and granulometry.
Results. The hydrated iron oxide sample remained amorphous even up to the crystallization
temperature of 445 °C, which corresponds to the exothermic effect on the DTA curve. Further
heating led to the a-modification of iron(Ill) oxide of the hexagonal system (a = b = 5.037 + 0.002 A;
c =13.74 £ 0.01 A), which has an average particle size of 1.1 um. XRDA results showed
that a synthesis temperature of 750 °C (synthesis 1) and a heat treatment duration of 30 h
were sufficient for the formation of a single-phase cobalt ferrite (a = 8.388 + 0.002 A) with
an average particle diameter of 1.9 um. For synthesis 2, a higher temperature of 900 °C
was used because sample weight loss (about 12.5%) was observed in the temperature range
of 720-810 °C based on the DTA results, which was due to the removal of SO, and SO,.
Moreover, when synthesis temperature and duration were at 900 °C and 30 h, respectively,
CoFe,O, with a = 8.389 + 0.002 A was formed. The results of the granulometric analysis
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showed that particles of different diameters were formed. The smallest particle size (1.5 um) of
cobalt ferrite was obtained by the heterophase interaction of hydrated iron(Ill) oxide (Fe,O,,
84.4 wt %) with an aqueous solution of cobalt sulfate with C. = 0.147 mol/L.

Conclusions. Depending on the method used for the synthesis of cobalt ferrite, particles of
different diameters are formed. The smallest particle size of cobalt ferrite was obtained from the
heterophase interaction of hydrated iron(Ill) oxide with an aqueous solution of cobalt(Il) sulfate.

Keywords: iron, cobalt, ferrite, oxides, thermal analysis, X-ray phase analysis, particle size

analysis
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BBEJEHMHE

braromapst cBOMM yHUKaIbHBIM CBOMCTBaM (eppH-
ThI CO CTPYKTYPOU LITTMHETN HaXOAAT IIMPOKOE MPUMeE-
HEHHE B PA3IMYHBIX 00JAacTSIX HAyKW M TeXHUKH. [laH-
HBIW KJIJaCC MATHUTHOW KEPAMUKU MPUMEHSETCS B TAKUX
MIPUIIOKCHUSIX, KaK CHCTEMBI XpaHEHHs HWH(POpMAIHH,
MarHuTHBIE JKUJKOCTH, NATYUKU Ta3a, KaTalu3aTopbl,
AKKyMYJIATOPHBIC JINTHEBBIC Oaraper, MarHUTOIIPOBO-
JIbl, TIOTJIOTUTEIN MUKPOBOJIH, MEIWIMHCKAs JUarHo-
CTHKa U TE€PaIHs, OYNCTKA CTOUYHBIX BOJ, OMOCCHCOPHI U
Tak panee [1-7].

Qopmyrry QeppuTa MOXKHO IPEACTaBUTH Kak
AB,O,. On umeer cTpykrypy wmnuHenu (puc. 1), B Ko-
TOPOH TETPadIpUIECKOe A-TTOJIOKEHNE 3aHUMAIOT HOHBI
B cTenenu okucnenus +2 (Mg, Fe?*, Ni?*, Co**, Mn?").
OxTasnpruieckoe B-monokeHne 3aHIMAOT B OCHOBHOM
uoHbl Fe¥*, o/iHaKo OHU MOTYT OBITH 3aMEIIEHBI JAPYTH-
MU HOHaMH B ctenenu okucienus +3 (A, Cr**). B tom
ciydae, ecinu A-NoJoKeHHe OyAyT 3aHMMarTh HOHBI B
CTETIeHU OKUCIIeHUs 13, a B-oyioxkeHue Oyier B paBHOM
Mepe 3aCeIeHO HOHAMU B CTEIIEHIX OKUCIeHHs +2 1 +3,
CTPYKTYpY IITTUHETN Ha3bIBAOT 0OpaiieHHoi [8, 9].

OpHuUM M3 TIpecTaBUTeNel JaHHOTO Kilacca Mare-
puanos seasgercsa gpeppur kobansra (CoFe 0,) — xopo-
10 U3BECTHBIM MarHUTOTBEPIIbI MaTepuall ¢ BHICOKOH
KODPIUTUBHOW CHWIJIOW, CBSI3AHHOW C MajbIM PazMepoM
KPUCTAIJIMYECKUX 3€peH U CHJIbHOW MarHUTOKpHCTA-
JUYECKON aHM30TPOINUEH, U YMEPEHHONW HaMarHUYeH-
HOCTBIO. OH UMeeT OOpallEHHYIO CTPYKTYpY LITTHHENH,
B KOTOPO#1 BCst wutk OoJtbiast 4acTh HOHOB Co*" 3aHMMa-
eT OKTadapuueckoe B-nonoxenue, a nonsl Fe*" — u te-
Tpasapudeckoe (A), u okTaapuieckoe (B) monoxenus.
YkazaHHbIE CBOICTBA, Hapsiy C BBICOKOM XMMHYECKOU
CTaOHMIIBHOCTBIO, MO3BOJISIIOT HCIIOJIB30BaTh (EppUT
koOanpTa B MEIULMHE, KaTalau3e, B KauecTBe MarHuT-

HOTO HOCHTEJISI HH(OPMAIIHH B ayHO U BUACOKACCETAX,
JIUCKaX ¢ IU(PPOBOW 3alUChI0 BBICOKOH IUIOTHOCTH,
pa3IMYHbIX JaTYMKaX, PErHCTPUPYIOLIUX yCTPOUCTBAX,
COJTHEYHBIX JIeMeHTax M Tak ganee [10—13].

Puc. 1. Crpykrypa mmnunenu [9].
Fig. 1. Ferrite spinel structure [9].

Lenbto nanHOW paboOTHl sIBIsieTCS pazpaboTka
METOZIOB cHHTe3a (eppuTa KoOallbTa, SIBISIONICTOCS
OPE/IICCTBCHHUKOM JUIS CHHTe3a (YHKIHOHAIBHBIX
MaTepraoB Ha €T0 OCHOBE, a TAKXKe UCCIIe0BaHNE (H-
3MKO-XUMHUYECKUX CBOMCTB IMOMYYCHHBIX (a3.

MATEPHAJIBI U METO/IbI

B kavecTBe HCXOIHBIX BEIIECTB B paOOTE UCIIONB30-
Basm xnopun sxenesa(lll) 6-soxnsiii (Merck, I'epmanust),
okcup kobansra(ll, I11) (Merck, I'epmanus), cynbhar ko-
Oanbra (Merck, I'epmanusi) 1 aMMuaK BOAHBIN (Xummeo,
Poccus).
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I'upparupoBannbiii oxkcua sxkenesa(lll) momywanm
rerepodasHbIM B3auMoeicTBreM xiopuaa sxenesa(Ill)
C KOHIIGHTPHPOBaHHBIM (6.0—9.5 MOJIB/TT) pacTBOPOM TH-
JpaTa aMMHUaKa.

Oeppur kobanbTa CHHTE3MPOBAIH TETEPO(Pa3HBIM
METOJ/IOM IO JIBYM METOJHKAM.

Cunmes 1. B creknsiHHY 0 KOOy ¢ MPUTEPTOH poo-
KOW MOMEIIajIi HaBECKH HIIPAaTUPOBAHHOTO OKCHJIA JKe-
7ie3a M OKCHIa KoOasbTa, B3sThle B OTHOIICHUU THIPA-
TUPOBAaHHBIN OKCHJ JKene3a/okcun kobdamnpra = 1.5:1.0
(Mcxonst M3 comepKaHus OKCHIA B THAPOKCHUIC U B COOT-
BETCTBUHU ¢ popmyol peppura — CoFe,0,). B kondy k
HaBECKaM MPUINBAIN JUCTUIIMPOBAHHYIO BOMY, TIOCTIE
Yero KoJI0y ¢ peaKIIMOHHOW CMEChIO BCTPAXUBAIU HA BU-
OpallMOHHOM armapare Mpu KOMHATHOW TeMIieparype B
teuerne 10 4. OOpa3oBaBIIyIOCS B PE3yJIbTaTe CyCICH-
3UI0 TIEPEHOCWIIA B THUTEIlb U TOJIBEPTad MEIJICHHOMY
yHapuBaHMIO, OCIIE YETo MOJYYUBIIUNACS POMEKYTOU-
HBII IIPOAYKT MoABepranu TepMoodpadotke mpu 750 °C
B Teyenue 10-30 g ¢ marom 10 u.

Cunmesz 2. B cTexisiHHYI0 KoiOy ¢ HpUTEpTOH
POOKO TOMEIIa N HAaBECKY THIPATHPOBAHHOTO OKCH-
na xene3a(Ill), kK koTopo#t mpuIuBaIu pacTBoOp cyabha-
ta koOanbra(ll) ¢ konnenrpamuenn C. = 0.147 Mons/n
(T/2K = 1:43). 3arem xonOy BCTpsIXMBANIK Ha BUOpaIu-
OHHOM aImapare Ipu KOMHATHOU TeMIIeparype B Teue-
Hue 10 4. O6pa3zoBaBUIYIOCS B PE3yabTaTe CyCIEH3HIO
MIEPEHOCHIIN B TUTEJIb U TIOABEPTaIN MEIJICHHOMY yIIa-
PHUBAHUIO, A MOJYYHUBIIUICS B PE3yJIbTaTe MPOMEXKY-
TOYHBIN MPOMYKT MOABEPrald TEPMOOOPAOOTKE NpHU
900 °C B teuenue 30 u ¢ marom 10 .

ConeprkaHue OKCHIA B THAPATUPOBAHHOM OKCHIIC
OTIPEICTISUTH TPABUMETPUICCKUM aHATH30M.

JuddepentmanpHo-Tepmudeckuii anamus (JITA-TI)
00pasIoB MPOBOAWIN HAa BO3AYyXe Ha JAepuBarorpage
Q-1500 D (MOM, Benrpusi) ¢ OIHOBPEMEHHON 3aIlv-
ChI0 dYeThIpeX KpuBbIX: Auddepenmmansuoii ([ATA),
temmeparypuoir (T), muddepeHmaaTb-HO-TepMOTrpaBH-
metpudeckoil (TT) u uHTETpanbHOii KpUBOW M3MEHe-
aust Maccrl (TT)) ¢ ncmonp3oBaHIeM MPOrpaMMHO-aTIIIa-
parHoro xomiuiekca B cpeae LabVIEW 8.21 (National
Instruments, CIIA). Temneparypy u3Mepsui TepMorna-
poit miaaruHa—TIaTuHOpoauit (II1-1) ¢ morpemHocTHIO
+5 °C B untepnane temneparyp 20—1000 °C mpu cko-
poctu HarpeBa 10 °C/MuH, UCTIONIB3YsI B KAUECTBE CTAH-
Japra a-Al2O3.

Pentrenodazoseiii ananmuz (PDA) ocymiecTsisiim
Ha nugpakromerpe D8 Advance (Bruker, I'epmanus)
npu usnydenur CuK , ¢ HEPepBIBHBIM BPalIEHUM 00-
pasna, (1 rpaa/muH, nomarossrii mar 20 = 0.02°, skc-
no3urus 0.5 c/mar) u pexxumMamMu B MHTEpBAJC YIJIOB
20 = 5°-80°. Ilpu wnenTudukanuu (a3 UCIOIH30BATH
kaprorexy ICDD — JCPDS.

I'panynomerprueckuii ananus (onpeneneHue QyHK-
IIUM PacIpeAeIeHUs] YacTUI 110 pa3Mepam) HpPOBOIMIN

C TIOMOIIIBIO JIA3EPHOTO aHanHu3aropa yactuil DelsaNano
(Beckman Coulter, CIIIA). VYnenbHy! IOBEPXHOCTb
U pazmep mop m3Mepsuim Ha aHaimm3atope SA 3100
(Beckman Coulter, CIIA). [Tioma s mOBEpXHOCTH BbI-
YHCIBSUTN M3 W30TepM aacopOuuu mo MeTtony bpynays-
pa—Ommera—Temiepa (B2T). B xauecTBe crangapTa uc-
MOJTL30BANIN HemopHCThId 00pazery ACX 1 4 (ynenbHas
noBepxHOCTh 10 BAT 4.18 M¥1) 'CO 9735 2010" (kom-
IUIEKT CTAaHAAPTHBIX 00pa3ioB HAHOCTPYKTYPUPOBAHHO-
ro okcuaa amomuHus ACX 1). Jluama3oH uzMepeHUit
yaenpHoM moBepxHocTH 0.1-2000 m*/r. Paspemenue
narunka nasienus 0.0062 klla. I[Ipenenst nomyckaemoi
OTHOCHTEJIbHOI IOIPEeIIHOCTH aHajIu3aropa Ipu U3Me-
peHUN yaenpHol noBepxHoctu £5%. IlpeaBapurenbHyto
Jiera3annio 00pa3IoB OCYIIECTBILUTH B TeUeHHE 1 1 mpu
t =70 °C u nanenuu 0.1 Ila.

Tepmuueckyro 00paboTKy 00pasioB Beiu B Jjabo-
paropHoii meun TK-12.1250.H.1® ¢ aBromaruyeckum
peryasatopoM temneparypsl « Tepmomaruk-Hy. [Torpem-
HOCTb aBTOMaTHYE€CKOTO PETYJINPOBAHUSI IIPU HOMUHAJIb-
HOU Temmeparype coctapmsiia =1 °C.

PE3YJIBTATBI U UX OBCYXKJIEHUE

leTtepoda3Hplii CUHTE3 THAPATHUPOBAHHOTO OK-
cuna xeneza(lll) 3akmrouancs BO B3aUMOJCHCTBUU
TBepaoro xiopuaa xenesa FeCl, ¢ konnenTpuposan-
HBIM pacTBopoM ammuaka (6.0-9.5 mons/m). Cunres
MPOTEKAJl C BBICOKOM CKOPOCTBIO NpPU KOMHATHOU
temieparype. [Ipu 3ToM momydwmiaun Xopouro (Guiib-
TPYIOIIUNCS MOPOMIOK THIPATHPOBAHHOTO OKCHIA C
BBICOKMM coziepkanuem okcuna Fe O, (84.4 mac. %),
KOTOPBIH JIETKO OTMBIBAE€TCS OT NMpUMeEcCed M coxpa-
HSE€T BBICOKYI0 PEaKIMOHHYI crnocoOHocTh. [Ipum
MOJIy4CHHH THUApaTupoBaHHoro okcuua xenesa(lll)
B)KHO SIBJISICTCS MMEHHO ONEpalus MpPeABaAPUTEIIb-
HOM TIPOMBIBKH, OCYIICCTBIISIOMIAsICS MHOTOKpAT-
HOIl 00paboTKOM Ocaaka AUCTHIIIUPOBAHHON BOMOM.
[IpomMbIBKa obecrmeuynBaeT MOMyUYCHUE OCaaKa THApa-
TUPOBAHHOTO OKCHJA C COAEPKAHHEM XJIOPUI-MOHA
menee 0.05 mac. %. Ha puc. 2 npeacrasiieHo pacipe-
JIeJIeHWe YacTHUIl IO pasMepy ISl TUAPAaTUPOBAHHOTO
okcuaa xenesa(lll). Ha rucrorpamme, kak BugHO U3
puc. 2, IPUCYTCTBYET SIPKO BBIPAKCHHBIH MaKCHMYM,
OTBEYAIONINH MaKCUMaIbHOMY IIPUCYTCTBUIO YaCTHI]
nopomka pazmepom 0.8-1.2 mMxm. OtTcioma MOXXHO
CUHTATh, YTO THIPATHPOBAHHBIA OKCHUJ SBISETCS OT-
HOCHUTEJIbHO MOHOAMCIEPCHBIM MOPOIIKOM: MOPSIKa
95% npuxonurcs Ha yacTuLbl pazMepoM 0.7-2.0 MKM.
UccnenoBanus mokasanu, 4TO CpeJHUN pa3mep ya-
cturl paBeH 1.1 MkM. YienbHast MOBEPXHOCTH THUAPA-
TupoBaHHOro okcuaa sxeneza(lll), mamepennas mo
merony BOT, cocraBuia 76.72 mM?/T.

Uhttps://gsso.ru/wp-content/uploads/2016/08/catalog
gso 2020 3.pdf
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Puc. 2. Pactipenenenue 4acTuil THAPATUPOBAHHOTO
okcuna xenesa(Ill) mo pazmepy.
Fig. 2. Particle size distribution of hydrated
iron(I1I) oxide.

Tepmonu3s rupparupoBaHHoro okcuaa xenesa(lll)
u3ydanu B uHTepBaje temmeparyp 20-1000 °C. Ha
puc. 3 mpexacrtasnensl pesyibtathl JTA. Hatineno,
YTO MOTEPEe OCHOBHOW Macchl BOJBI Y THAPATHPOBAH-
noro okcuaa sxenesa(lll), xoropas 3aBepmaercs x
200 °C, cOOTBETCTBYET IHAOTEPMHUUECKUI 3P PEKT Ha
kpuBoit JITA (puc. 3). O6pasyromiasicsa paza ocrtaercs
amopdHoit (uTo moaTBepAUIH pe3yabTaTl POA). [Ipu
JaJbHEHIIeM TOBBIIICHUH TEeMIEPaTyphl APYTHX JH-
103} (HeKkToB, KOTOPBIE MOTIIN OBl CBUJIETEIBCTBOBATH
0 CTyIEHYAaTOM XapaKTepe AeTHIpaTaluy, He HaOIro-
naercs. Dk303¢dexT npu 445 °C oTBeyaeT nepexony
13 aMOp(HOTO COCTOSTHUS B KpUCTAIHIecKoe. Jlamb-
HEHIlIee HarpeBaHUE BBIIIC YKA3aHHON TeMIEpaTyphbl
COTIPOBOKIACTCSI 00pa30BaHUEM KPHUCTAINYECKOTO
okcuna Fe,O,. Ha puc. 4 npencrasnena audpakro-
rpaMMma OPOAYKTOB TEpMONIM3a THAPATHPOBAHHOTO
oxcupa xenesa(lll) mpu 500 °C. OueBugHo, pu 500 °C
0o0pasyeTcst rekcaroHallbHas o-MOTU(PUKAIUS OKCUIA

10078 °C 157 mr/mg o/ exo
J T
900 - 9100 / endo
7 e W o e ]
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Puc. 3. TepmorpaBuTorpamMma ruaparuposannoro okcuaa xenesa(lll) (Fe,O, — 84.4 mac. %).
Fig. 3. Thermogravitogram of hydrated iron(III) oxide (Fe,O,, 84.4 wt %).
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xenesa(lll). TTapamerpst pemerku a-Fe,O, cocrasis-
1T a=b=5.037+0.002 A; c=13.74+0.01 A.

C 1enbi0 YCTaHOBIICHNS BIMSHUA HPE/IIECTBCHHI-
Ka Ha (a3oBbIi cocTaB ¢eppuTa KobaabTa MPOBOIUIN
JIBa CHHTE3a, IPUIeM B 000HX B Ka9eCTBE MIPE/IIIECTBEH-
HHKa BBICTYTAJ THApaTupoBaHHbIil okcun xkenesa(lll). K
HeMy J100aBnsim oo oxenn kobansra Co,0, (cunres 1),
7100 MPUIINBAIN BOAHBIN pacTBOp cyibgara kodansra(ll)
(C,, = 0.147 monp/m) (cuntes 2).

Ha puc. 5 u 6 mpuBeaeHs! pe3ylbTaThl TEPMUUE-
CKOTO aHalM3a MPOMEKYTOUHBIX IPOAYKTOB, MOIY-
YUBIIMXCS B XO/I€ ABYX CHHTE30B IIOCJE yHapUBaHUs
cycneH3uii. Ha TepmorpaBuTorpaMmmax HaOIrO1aeTCs
SHJ0TepMHUYECKUN 3 eKT, CBA3aHHBIN C mpolecca-
mu jperunparanuu (50-135 °C, puc. 5; 75-160 °C
u 275-330 °C, puc. 6), a Taxke ynanenueMm SO, u

1206 -
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94 mr/ mg

91.5 mr/ mg (40°C) 9K30 / exo

75 mr/ mg (110°C)

35°C 120°C

anoo / endo

SO, (725-805 °C n 805-870 °C [15], puc. 6). B 06oux
ciIy4asix He HaOmrogaeTcsi 3k3oTepMuueckuil 3ddext
npu 445 °C, oTBevalomuil KpUCTALTA3AIUN UHIUBU-
JIyallbHOTO THIpaTupoBaHHOTO okcuaa xxeinesa(lll). Ha
TEPMOTPABUTOTPAMME ITPOMEKYTOUHOTO MTPOAYKTA, TO-
JY4YEHHOTO TPH B3aUMOJIEHCTBUU THIIPATUPOBAHHOTO
okcua xenesa(lll) n okcuna kobansra(ll, I1) (puc. 5),
HaOmogaercst 3x303¢pdext npu 710-770 °C, koTopbIit
MOJKHO CBSI3aTh C 00pa3oBaHUEM COCIWHEHUS 3alaH-
HOT'O cOCTaBa, HO 00pa3ell, OTOXIKCHHBIN MPU TeMIIe-
parype 710 °C, sBisieTcss peHTTeHOaMOP(QHBIM.
[Mony4uBIInecss TPOMEKYTOUHBIC MPOIYKTHI MO~
Beprayim TepMooOpabotke. B cimydae cunTe3a 1 Obuia
BbIOpaHa Ttemmneparypa 750 °C, oTedaromasi 3K30Tep-
mudeckomy 3ddexry Ha kpuBor JITA (puc. 5), mpo-
NOJDKUTEIBHOCTL cocTaBiasia 10-30 g ¢ marom 10 4.
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Puc. 5. TepmorpaButorpaMmma nNpoMexXyTOYHOTO MPOAYKTa, MOJTYYEHHOTO NPU B3aUMOICHCTBUU
ruaparupoBanHoro okcuaa xenesa(lll) n okcuna xodansra(ll, I1T) (cunTes 1).
Fig. 5. Thermogravitogram of the intermediate product obtained by the interaction
of hydrated iron(III) oxide with cobalt(Il, III) oxide (synthesis 1).
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Puc. 6. TepmorpaBuTorpaMmMa MpoMeKyTOYHOTO MPOAYKTA, MOTYIEHHOTO TIPH B3aMMO/IEHCTBUN THAPATHPOBAHHOTO
okcupa xenesa(Ill) ¢ pacrBopom cynbdara kobansra(ll) (cunares 2).
Fig. 6. Thermogravitogram of the intermediate product obtained by the interaction of hydrated iron(III) oxide with a
solution of cobalt(II) sulfate (synthesis 2).
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TeTepodaszHblii cuHTEe3 heppuTa KOGaabTa

Bo Bcex ciydasx OBUTH MOTYyYEHBI MEIKOKPHCTAJLIN-
ueckue nopouku peppura kobansra (CoFe0,), kybu-
YeCKOH CHHTOHUH, YTO MOATBEPIKIACTCS pe3yTbTaTaMU
pentrenodaszosoro anamsa (ICDD 79-1744: a = 8.390 A).
OpHako B caydae JeCATHYACOBOTO OT)KUTA Ha Audpax-
TOrpaMMe HaOJI0aIoCh TPHUCYTCTBHE JIUPPAKIHOH-
HBIX TTUKOB HEMPOPEardpOBABIINX OKCHIOB JKele3a U
koOanpra (puc. 7). Haunbonee onTuMaibHbIM OKa3ajcs
oTxur B TedyeHue 30 4 — Ha audpakrorpamme MpUCYT-
CTBYIOT SIPKO BBIPKCHHBIC ITUKU TOJILKO OTHOH (ha3sl —
kyouueckoro (CoFe,O,) (puc. 8). Paccunrannbie s
HETO MapameTpsl pemeTku: a = 8.388 £ 0.002 A.

B cunTe3e 2 Oblna BhIOpaHa TeMmIieparypa OT-
skura 900 °C. D10 cBsI3aHO C TEM, YTO BIJIOTH [0
temmepatypbl 870 °C HabxromaeTcs yObIb Macchl
(oxomo 12.5%, puc. 6). [Ipo0IKUTENIBHOCTD OTKUTA

oy ¥ 113
1001—/1’/° (]
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30 4 [004]
1 224
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cocranisana 30 u. Ha puc. 9 npusenena nudpaxro-
rpaMma MOJyueHHOro mpoaykra. [lapameTps! pemer-
KM CHHTE3HPOBAHHOTO (heppuTa K0OAIbTa COCTABUIN
a=18.389+0.002 A.

BrimonHeHo necnenoBanue BIUSHIS BEIOOPA MpeI-
IIECTBEHHUKOB Ha pa3Mep vacTull ¢peppura koOanbTa.
Ha puc. 10a mpencraBneHo pacrpeseseHle YacTHIl
(dheppura xobanpsta (cunres 1, 750 °C, 30 1) no pa3me-
py- Ha rucrorpamme, kax Bugno u3 puc. 10a, npucyT-
CTBYET SAPKO BBIPQKECHHBI MaKCUMYM, OTBEYaIOLINil
MaKCHMaJbHOMY NPHCYTCTBHIO YACTHII ITOPOIIKA pas-
mepoM 1.5-3.0 MxMm. OcHOBHOW (pakuueil SBISIOTCS
yacTulbsl pazmepom 1.0-5.0 mxm (~85%). Okazanocs,
4TO CpeJHMH auameTp yacTull paBeH 1.9 MkM (y uc-
XOIHOTO TUaparupoBanHoro okcua xene3a(lll) on co-
ctaBisn 1.1 MkMm).
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Puc. 7. Judpaxrorpamma dpeppurta kobanapTa, cCHHTe3UupoBaHHOTO mMpu 750 °C
Y MPOJOJDKUTENBHOCTH oTxura 10 9 (cuntes 1).
Fig. 7. X-ray diffraction pattern of cobalt ferrite synthesized at 750 °C
and annealed for 10 h (synthesis 1).
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Puc. 8. ludpaxrorpamma deppura xkobansra, cuaTe3upoBaHHoro mnpu 750 °C
¥ TIPOJOJDKUTEBHOCTH oTkuTa 30 4 (cuHTe3 1).
Fig. 8. X-ray diffraction pattern of cobalt ferrite synthesized at 750 °C
and annealed for 30 h (synthesis 1).
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Puc. 9. luppakrorpamma deppura kodansra, cuaTesupoBanuoro mpu 900 °C
U NPONOJDKUATENbHOCTH OoTkura 30 u (cunTtes 2).
Fig. 9. X-ray diffraction pattern of cobalt ferrite synthesized at 900 °C
and annealed for 30 h (synthesis 2).
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Puc. 10. Pactipenenenne gacturl peppura kobansTa mo pasmepy: a — cuates 1, 750 °C, 30 u; 6 — cunres 2, 900 °C, 30 u.
Fig. 10. Particle size distribution of cobalt ferrite: (a) synthesis 1, 750 °C, 30 h; (b) synthesis 2, 900 °C, 30 h.

Ha puc. 100 n3o0paxxeHo pacrpeiesieHue 4acTHull
¢deppura xobansra (cunte3 2, 900 °C, 30 1) mo pas-
Mepy. B aTOM ciydyae U3 rucTorpamMMbl OYEBHIHO, UTO
MaKCHUMAaJIbHOE KOJHUYECTBO YACTHIL MOpoIIka dheppura
koOanbTa uMeeT pasmep 1.2-3.0 MKM, a cpeqHuil nua-
MeTp yactul 1.5 MKm.

Kax BumHO U3 pacupenencHnii, YacTUIBI HAaNMEHbB-
mero pasmepa odpazoBanuch y Qeppurta Kodanbra, mo-
JYy9eHHOTO TeTepoda3HbIM B3aMMOACHCTBHEM THIPATH-
posannoro okcuna xkenesa(lll) (Fe,O, — 84.4 mac. %) ¢
BOJIHBIM pacTBOpoM cyibdara kodansTa(ll) ¢ koHIEeH-
tpauueii C . = 0.147 monb/1.

3AK/IIOYEHUE

®epput kobansra (CoFe,0,) ObL1 CHHTE3MPOBAH
nByMs criocobamu. [lepBbIid crmocob 3akimodaeTcss BO

B3aMMOJICHCTBUM THAPATHPOBAHHOTO OKCHIA JKeie-
3a(Ill) m oxcuma woGamnsra(ll, III) ¢ mocmemyromiei
TepMudeckoit oopadotkoit mpu 750 °C B Teuenune 30 u
(cunTes 1), BTOpoii — B reTepoda3HOM B3aUMOACHCTBUH
okcuna xkenesa(lll) (Fe,O, — 84.4 mac. %) ¢ BOxHBIM
pactBopoMm cyibdara kobampra(ll) ¢ KoHUEHTpamuen
C., =0.147 MOJIB/JT C MOCJIEYONICH TePMUIESCKON 00-
pabotkoii mpu 900 °C B Teuenue 30 4 (cuntes 2).

C wucronp30BaHUEM KOMIUIEKca MeToJioB (PDA,
NTA-TT, rpanynomMeTpun) UCCIIeAOBaHbl (HU3NKO-XH-
MHYECKHE CBOICTBAa CHHTE3UPOBAHHBIX 00Pa3IOB.

PesynbraTsl MccnenoBaHUN THAPATUPOBAHHOIO OK-
cupa kenesa(lll) mokazanu, 9To BILIOTH JI0 TEMITEPATypPhI
kpuctammsanuu (445 °C), COOTBETCTBYIOLICH 3K30TEp-
Muaeckomy ¢ dexry Ha kpuBoit [ITA, obpasen ocraercst
peHTreHoamMopdHbM. JlanbHelinee HarpeBaHUe TPHBOUT
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TeTepodaszHblii cuHTEe3 heppuTa KOGaabTa

K 0o0pa3oBaHHIO o-Moaupukanuu okcuaa xenesa(lll)
rekcaroHanbHoi cuaronun (a = b =5.037 £ 0.002 A;
c=13.74 £ 0.01 A), cpennuii pa3mep gacTuIl KOTOPOH
paBeH 1.1 MKM.

Mertonom P®A ycranosneHo, 4To B cirydae cuHTe3a 1
noctatouHo Temmeparypsl 750 °C U mpomoKUTENb-
HOCTH TepMooOpaboTku 30 4 jsi 0Opa3oBaHUs OJHO-
dasHoro deppura kobansTa (a = 8.388 + 0.002 A) co
CpeHUM JAuaMeTpoM JacTuil 1.9 MkM. YBennueHue TeM-
neparypsl B ciydae cunTesa 2 10 900 °C o0ycnoBieHo
TEM, 4TO, B COOTBETCTBUH C pe3yibratamu JuddepeH-
UATbHO-TEPMHYCSCKOTO aHAIIN3a, B UHTEPBAJIC TeMIIepa-
Typ 720-810 °C B 00pasie HabOmMOMaeTCsl YObLUTH MACCHI
(okono 12.5%), ceazannas ¢ ynanenuem SO, u SO,. Ilpu
900 °C u npogoinKuTebHOCTH cuHTe3a 30 U 0O0pazoBal-
cs1 eppurt kobansra (CoFe,0,) (a = 8.389 + 0.002 A).

[loxaszano, 9T0 B 3aBHCHMOCTH OT CII0OCO0a IMOIy-
4yeHus (peppuTa kodassTa, 00pa3yroTCs YaCTHUIIBI pa3HO-
ro nuamerpa. Hanmensmmit pazmep gactar (1.5 MkM)
oOHapyxkeH y ¢Qepputa KoOaybTa, CHUHTE3UPOBAHHOTO
rerepoda3HbIM B3aHMMOJCHCTBHEM THIPATHPOBAHHOTO
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