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MNMopiBHANLHE AOCRiAXEHHA BNNMBY
npoXXaproBaHHSA Ha TeMnepaTypHO-3anexHi
MarHiTHi BNacTUBOCTi HAHOYAaCTUHOK thepuUTy
KobanbTy

Mokpuil ximiunuti Mmemoo Oy10 8UKOPUCMAHO O/l CUHME3Y HAHOYAC-
munok gepumy xodaremy (CFN) i nodanvuiozo npooicapiosanns npu 1000 °C. Bnaug
NPOACAPIOBAHHS HA CIPYKMYPY, MOPGHONO02IiI0 | KPUCMANIYHICMb CUHME308AH020 Ma-
mepiany 00CRiONHCEHO 3a OONOMO20I0 PI3HUX Memo0i8 SUHAYEHHS XApaKmepucmux,
MAKux AK asmoemicillHa CKaHyrya eleKmpOHHA MIKPOCKONIs, iH(hpauepeoHe nepem-
sopenHs Dyp’e, mepmozspasimempuuHuil ananiz i Ouparyis peHmeeHieCobKux npome-
nig. Ilokazarno, wo nicaa npoocaprosanns npu 1000 C nanovacmunku epumy xoba-
Jbmy cmaroms Oitbul CMAGITLHUMU, MAOMb OINbWUL PO3MID KPUCMANIMIE, ROCMIUHY
pewimku i Oitbwull po3nodin KAmioHié MIdC OKMAeOpUyHUMU i mempaeopudHumMu
YeHmpamu 6 NOPIGHAHHI 3 He NPONCAPEHUMU BUXIOHUMU HAHOYACMUHKAMU (epumy
Kkobanemy. Maenimui énracmueocmi K 6UXIOHUX, MAK [ NPOHCAPEHUX HAHOUACTUHOK
Gepumy Kobaremy uUHAUEHO 34 OONOMO20I0 MASHIMOMempa 3 GiOPYIOUUM 3PAZKOM.
Tokasano, wo namaznivenicms HACUYEHHs 30LN6ULYBANACA 3 NPOACAPYBAHHAM, MOOT K
360pomHe 8IPHO 0/ KoepyumueHoi cunu. IIpuuuHow 3meHueHHs: KOepyumueHol Cuiu €
6NIUG NIHIH2Y Ha epaHuyi nocunenHs. Ilemns cicmepe3ucy noginbHO BUPIBHIOEMbCS 3
HabudceHHAM memnepamypu 0o memnepamypu Kropi.

Knrouosi cnosa: moxpa XimiyHa mexHono2is, MAcHIMHI 61ACMUBOC-
mi, HAHOYACMUHKU (pepumy Kobanrbmy, mepmozpasiMempudHull anaiz, nemisa sicme-
pesucy.

BCTYII

Hanouactunku ¢eputy metairy (metan, Tooto Co, Mg, Ni, Zn, Cu
Ta iH.) BUKJIMKAJIW 3HAYHHUN IHTEpeC cepell BUCHUX 3aBISKH CBOIM HEITOBTOPHHM
CJIEKTPUYHUM, a TAaKOK MarHiTHUM BracTHBocTsAM. Cepen (pepuTiB MeTalliB HaHO-
gactuHKH pepury kobanety (HOK) MaroTh BiJIMiHHI MarHiTHI BJIaCTUBOCTI, TepMi-
YHY Ta MEXaHIYHY CTiHKiCTb, XIMIYHY CTIHKICTb 1 MiJIBUILIEHY KOSPLUUTUBHY CHUILY,
10 pOOUTH IX MPUAATHUM KaHAMJIATOM Yy Tady3i ajcopOiii, kaTamizy, Hepe30HaHC-
HUX Ta CJCKTPOHHUX HEOOXIIHUX PEYOBHH, MATUYMKIB 1 MPUCTPOI JOCTABKHU JIiKap-
CBKHX 3aco0iB 10 Mics aii Tomo [1-4]. 3 mitepatypu Takox Bigomo, mo HOK
OyJI0 BU3HAHO NPHUIATHUAM JJIsI MArHITHUX 3aCTOCYBaHb CEpPE] IHIIUX METACBUX
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¢deputiB. Ograk Ha MarHiTHI BiactuBocTi HOK BIMBarOTh po3Mip KPHUCTAIIB,
MOPHUCTICTh, KOHCTAHTA aHI30TPOIil, HACHYCHICTh HAMArHIYCHOCTI, KOHIICHTPAIlis
MeTaniB i Temnepatypa [3—6]. Ans cunresy HOK BukopucToByBanu pizHi METOIH,
TakKi SK 3BUYaifHa KepaMivHa, TiapoTepMiuHa 00poOKka, 00poOKa B TBEpAOMY CTaHi,
noJIpiOHEHHsSI B KYJIbOBOMY MJIMHI, CIIBOCa/DKEHHS Ta MEXaHIYHE MOJIPIOHEHHS.
Uepes yTBopeHHs HeOaxkaHuX (pa3 i reTeporeHHUX MPOJYKTIB LI METOAU HE Oylo
BU3HAHO NPHIATHUMH. MOKpa XiMiuHa TEXHiKa BBAXKA€THCS MPOCTUM CHOCOOOM
cuatesy HOK i3 OaxaHuMu (i3uko-xiMiYHUMHU BIacTHBOCTAMH. Lleit merton €
XIMIYHO 3A1ICHEHHHUM, JISIIEBUM, IPOCTUM B 3aCTOCYBaHHI, €()eKTHBHUM, €KOJIOTi-
yHO Oe3neyHnM Ta epexruBHUM [5—10].

Hespaxkaroun Ha Te, 110 MarHiTHUN podiIb GepuTy KOOAIBTY MIMPOKO ITOCTi-
JOKCHHUH, JIITEpaTypHi JaHi PO MarHitTHi npodimr Gepury ko0anbTy OUTBII CKOH-
IICHTPOBAaHi B Jiala30Hi TeMIepaTyp HipK4e KiMHaTHOI. KinbkicTh niTepaTypHHX
JUKepeN 3 JIOCHIKeHb MarHiTHHX BJIacTUBOCTEH (epury KoOanbTy B jiana3oHi
TEMIIepaTyp BHUIIIE KIMHATHOI Iy)Ke 0OMeKeHa.

VY naniii po6orti 0ysno cunTe3oBano HOK 3 HoHarimpara HiTpaTy 3aii3a i rekca-
rigpary HiTpaty K00anbeTy. OCHOBHOIO HOBHU3HOIO € JIOCIIDKESHHS TeMIepaTypHO-
3aJICKHUX MarHiTHUX BJIACTUBOCTEH HAHOYACTHHOK (PepUTY KOOAIBTy B iHTEpBai
temnepatyp Big 50 g0 300 °C 1 mopiBHSHHS MarHiTHUX BJIACTUBOCTEW BHXIJTHUX
H®K i HOK, npoxapenux mpu 1000 °C (HOK1000).

EKCIIEPUMEHT

Hanouactku depury xo0anbTy 0yj0 CHHTE30BaHO MOKPHUM XIMiUHUM CHHTE30M
nusixoM nonaBanHs mo 0,2 M koxsoro 3 Fe (NO3),9H,0 i 0,1M Co (NOj3)
2,6H,0 B 70 MI1 AMCTHIIBOBAHOI BOAM B SIKOCTI MaTepiary-mipekypcopa (“Universal
Fine Chemicals Pvt. Ltd.”). OneinoBy kucnory (“Wilson Asia Pvt. Ltd”’) i NH,OH
(“Riedel-de Haen, BDH pool England”) BukopucToByBanu sik OBEepXHEBO-aKTHBHI
PEYOBUHHM 1 MATpUMYBAIX BiAmoBiaauid pH posuwmny. Temmeparypy miIBUIIHIN
10 90 °C i oTpuMaHy CYCIEH3iI0 IepeMilIyBald MpoTaroM 2 roj. Po3unn oxosno-
JoKyBaiH, nieHTpudyrysanu mpu 2000 00/XB 1 cymmin B CyIIWIBHIN madi Ta mo3-
Haunnu sk HOK. CunresoBani TakuM uyuHoM H®PK Takok MpoxaproBaid MpH
temnepatypi 1000 °C i mo3naganu sk HOK1000 [11].

Mopdoororiuay cTpyKTypy Ta (DYHKI[IOHAIBHICTh CHHTE30BAaHMX BUXIIHUX Ha-
HoyacTHHOK H®K Ta mpoxapenux npu 1000 °C (HOK1000) mocmimxyBamu 3a
JIOTIOMOT'OI0 aBTOEMICIHHOT CKaHyI040i eJIEeKTPOHHOI MIKpOCKOIIii Ta iH(ppadepBo-
Hoi cnekTpockorii 3 nepetBopeHHsaM Dyp’e (FTIR). Monens LEO 1430 VP i mo-
nens iDS ATR BukopucToByBanu BifnoBigHO mpu 5 kB 3 mocunenssm 60 KX ta
Jiana3oHOM 4YacToT BiOpariit 400—600/cM nipu kKiMHaTHI# Temmeparypi. Kpim Toro,
KPUCTAJIIYHICTh CHHTE30BAHUX MaTepialiB JOCTIIKYBaJIH 3a JOMOMOTol0 audpax-
Ii1 PEeHTTeHIBCHKUX NPOMEHIB, BUKOPHCTOBYIOUM Mozeib Rigaku Japan Ultima IV.
3 kpuctamiuaow crpykryporo HOKS70 mocmimkyBanu 3a momomorow 20 (kyt
Bperra) npu 10-80°. [Ing Bu3Ha4YE€HHS pO3MIipy KpUCTaJliB MaTepiajiiB BUKOPUCTO-
ByBayn piBHstHHSA [lepepa [12]:

0,91

a= Bcos® M)

ne d, A, 01 p — po3mip kpuctana, gosxuna xsuii (0,154 HM), KyT HiKy 1 MOJIOBHUHA
MaKCHUMyMiB 00paHOi IUPUHHU MKy BiANIOBITHO.

Enexrponni BnactuBocTi enementie HOK 1 HOK1000 nepeBipsum 3a qomomo-
TOI0 PEeHTreHIBChKO1 (hoToeneKTpoHHOI criektpockomii (XPS). 3acTtocoByBanu Tep-
Mmocnenu¢piuny Monens K-ALPHA 3 niamazonom gactot 1-107 ', Tepmoanaisa-
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top Moxeni Libra TG209 F1 BukopucTOBYBalM JUIsi BUMipIOBaHHS TEPMOCTIHKOCTI
MaTepialiB METOJIOM TePMOTPaBIMETPUIHOTO aHAJI3y B Jlialla30Hi TeMIepatyp 25—
100 °C, 40 mu/xB oBiTpstHOro 1MoToKy i 10 °C/XB MIBUAKOCTI HarpiBaHHS. YHiBep-
campHy Mozeidb VSM Oyno BHKOPHCTaHO sl OIIHKA MarHiTHUX BJIaCTHBOCTEH
CHUHTE30BaHUX MartepiaiB y niana3zoni temmeparyp Big 50 mo 300 °C 3 mpukmnase-
HUM MarHiTHAM TI0JIeM HanpyskeHicTio +18 kE.

M

ny =MW —; 2

B 5585 @

K=HcMs (3)
0,96

PE3YJIbTATU TA OBI'OBOPEHHSI
XapakTepHCTHKA HAHOYACTHHOK (epuTy Ko0aIbTy

Aemoenmiciiina ckanyroua erekmponna mikpockonis (FE-SEM). Mopdooriro
MOBEPXHi, pO3MIip YaCTHHOK Ta OLIHIOBaHY 1H(OpPMAIIIO [IPO CKJIaJ CHHTE30BaHUX
HaHoyactThHOK HOK 1 HOK1000 orprmMaHo 3a JOMTOMOTOI0 aBTOEMICIHHOT CKaHy-
touoi enekrporHoi Mikpockomii (FE-SEM). Ha puc. 1, a, 6 moka3aHo 300pakeHHS
FN-SEM H®K ta HOK1000 BiamosijHO, A¢ BUIHO, 0 CHHTE30BaHI Marepiaim
OJIHOPiJIHI, a TAKOX MOHOJUCIIEPCHI. BcTaHOBIIEHO, 1O CEpeHIi PO3Mip YaCTHHOK
cranoBuTh 151 70 aM s HOK i HOK1000 BiamoBigHo. 3pocTaHHS CEpeHBOTO
PO3MIpy YaCTHHOK 32 BHCOKOI TEMIIEpaTypH MPOKAPIOBAHHSI IILITKOM 3pO3YMLIIO.

Puc. 1. 3o6paxennst FE-SEM HOK (a) i HOK1000 (6).

Penmeenisecoka ougppaxyis (XRD). PentreniBceky audpakiiito (XRD) Oymno
BUKOPHCTAHO JJIS JOCTiDKeHHsT Kpuctaniyaoi mpupomu HOK i HOK1000. Ha
puc. 2 mokaszaHo, mo H®K Oyno BuzHaHO amopdHHM, Tomi sk KaptuHu XRD
H®K1000 cBiguaTh npo KpUCTalidHy Npupoay MmarepianiB. Iliku nmpu 3HaYEHHSAX
20 =74, 63, 57, 54, 43, 37, 35, 30 1 18 mominoBano Ha 533, 511, 440, 422, 400,
311, 222, 220 i 111 ingekcu BimoOpaxenus bperra. Lli innexcu Bka3zyBanu Ha Ky-
6iuny crpykrypy mmineni HOK i HOK1000, mo nigrBepmkeHo kaptkoo JCPDS
Homep 89—1009. BcranoBneno, mo po3mip kpuctamity st HOK1000 craHOBUTH
55 M. Yadav R. S. i Ravindra A.V. Ta iH. TaKoX CIIOCTepiraiu MoaioHi pe3yabTaTh
100 HAaHOYACTHHOK ¢epury Metamy [14, 15]. Uepes amopduy mpupomy HOK
PO3MIp KPUCTANITY JUISi HhOTO HEMOYKIIMBO PO3PaxyBaTH.

Inpppauepsona cnexkmpockonis. IadpadepBoHi miarpaMu 3 TEPETBOPCHHIM
®yp’e B aiamazoni 400-600 CM ' U1 HAHOYACTHHOK (hepury kobanbTy, Mpoxape-
Hux mpu 1000 °C i cuaTe30Bannx H®K, mokazano Ha puc. 3, a, 6. CMmyra xoJu-
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BaHb IIPUOIN3HO 565-575 cM ' B 000X BHIIAJKAX HPEACTABISE COOOKO TETPACIpH-
YHE BaJICHTHE KOJIMBaHHSA. Y TOH 4ac sk miku npu 415 1 500-550 cM BITHOCATHCS
1o metanie HOK1000 i HOK [16, 17]. ng nopiBHAHHSA, miku ~ 580 cM ' s ok-
CHJIy MeTally i o4eBHIHA IHpoka cmyra 410 oM s OKTaeAPUIHOTO PO3TITY-
BaHHSI 3HUKJIM ITICIIA TIPOKapioBaHHs (IuB. puc. 3, a). [loniOHMM 9nHOM iHTEHCHB-
HICTb MiKy npu 475 Y Oyia 3MeHIleHa Yyepe3 MiIBUILIEHHS TEMIIepaTypH MiJl 4ac

MIPO’KapIOBAHHS.

IHTEHCHUBHICTH
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Puc. 2. Pearrenorpama HOK (a) i HOK1000 (6).
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Peumeeniecoxa gomoenexkmponna cnekmpockonis. Crnekrpu XPS HOK i
H®K1000 nokazano Ha puc. 4, e BUAHO, o criiekTpd XPS HOK1000 myxe cxoxi
Ha cniektpu XPS HOK. Cnexrpu XPS cuHTe30BaHMX MaTepialiiB MOB’s3aHi 3 1BO-
Ma MOMEHTAaMH CIiHIB IyOneramu Juist koxxHoro Fe2p i Co2p 3 BianmoBigHUMH iX-
HiMU cynmyTHukamu. [likm mpu 770-790 1 720-735 eB mno3navaroth Co2p3p,
Co2pip, Fe2ps, 1 Fe2pyjn, 1m0 miATBEPIKY€E BAIGHTHI CTaHU Fe™ i Co™. B 1oii xe
yac mikd B gianazoHi 525-535 eB mor’s3ani 3 Ols MOBEPXHEBOTO KUCHIO 3 HU3b-
KM KOOpAHWHAIiiHUM YucioMm [15-19]. Tliku HHU3BKOI IHTEHCHBHOCTI B pasi
H®KI1000 nop’s3aHi 3 TemmeparypHOr OOpoOKOIo mia yac mpoxaproBaHHs. Lle
TakoX miaTBepkye pesynsTatd XRD i FTIR.

CFN10000 Al .
700000}

C

§500000

Yy

= O LT

Imio

300000

100000 . . .

520 620 720 820
Enepris 38’ 13Ky,

Puc. 4. XPS-niarpama HOK (7) i HOK1000 (2).

Tepmoepasimempuunuii ananiz. I'padik TepmorpapiMerpuunoro ananizy (TT'A)
(25-1000 °C) cuHTE30BaHUX HAHOYACTHHOK (PepuTy KOOANbTY IOKA3ye TPH Oue-
BUAHUX cTamii BrpaTu Baru (puc. 5). [lepma (7 %) i apyra (17 %) Brpara Baru B
inTepBaii Temnepatyp Bif 25 no 350 °C noB’si3aHa 3 BUJAJICHHSAM MOJICKYJI BOJIU
(25-100 °C) 1 po3knaganusam HiTpaTi (150-350 °C) B MaTepianu-npeKkypcopu, 1o
BUKOpHCTOBYIOThCs st cuHTesy HDK1000. Ocrarouna Brpara Baru (6 %) Oyna
BUsIBIIeHa mpu Temreparypi 360—-870 °C, mo crocyeTrbes Ppa30BUX, a TAKOXK MarHi-
THUX TiepexoaiB cuHTe3oBaHoro HOK1000. O6uasa cuHTE30BaHI MaTepiain MoKa-
3yI0Th aHAJOTiuHi pe3ynbpTaTu s fAaHux TI'A, mo 1ae 3po3yMiTH, IO TepMidHA
cTabinpHICTE 000X 3pa3kiB abcomoTHO ogHakoBa. Ajroudi L. Ta iH. [20] croctepi-
Taliil aHAJIOTIYHI Pe3yIbTATH UII CHHTE30BaHUX HAHOYACTUHOK METAJICBOTO (hepH-
Ty.
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Puc. 5. TGA-niarpama HOK1000.
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MarHitHi BJ1acTUBOCTI

3a momomororo BiOpomarHitomerpa (VSM) BH3HAYalld MarHiTHI XapakTepuc-
TUKA cuHTe30BaHuX BuximHnx H®OK Tta HOK, mpoxapennx mpu 1000 °C
(H®K1000). Temmeparypa i npuKiIageHe MoJie Mifl 9ac MOTOYHOTO JOCITIIKCHHS
nopiBHioBanu BianosiaHo 50-300 °C i £18 kxE. Ha puc. 6 moka3zaHo meTi rictepe-
3ucy B gociimkeHni VSM HOK i HOKI1000 mns mianazony temnepatyp 50—
300 °C. BuaHo, 1o B 060X BHIaJKaX KOSPLUUTHBHA CHUJIa 3MEHIIIyBaIach i3 MiBU-
IICHHSM TEMIIEPaTypH, TAKOXK 1 TETJi TiCTepe3nuCy MOBUIBHO 3MEHINYBAIUCH 13
MiABHIIEHHSIM TeMIeparypH. bineire Toro, Ha puc. 6 BUAHO, O MpH OLTBIT HU3b-
KUX TeMmIieparypax netii rictepesucy ans H®OKI1000 crarorh Oibll KpYyTUMHU.
[MopiBHsHO, e ricTepesucy s HOK npu Oyap-skux Temrmeparypax HE € Ta-
KuMH KpyTuMH. Takii xapaktep merm ricrepesucy it HOK1000 mop’s3anuii 3i
301IbIIEHHSIM 3HAY€Hb MAarHiTHUX MapaMeTpiB, TAKMX K HaMarHideHicTb Ms, KOH-
CTaHTa aHi3oTpomii K, 3ajuIIkoBa HaMarHideHicTh Mr, 4UCIIO MarHiTOHIB nB Ta
KoepuuTHBHA cuia He. Bei Bume3asnadeni mapamerpu HOK1000 3MeHmyoThCS 3
MiIBUIICHHSIM TEMIIEPaTypH Yepe3 MepeBakKaHHs CHEpril aHi30TpOIii HaJ TEIIo-
BOIO eHeprier. B miTepaTypHHX pkepenax TaKoX BHUSBICHO MOMIOHI pe3ysbTaTH
I0JI0 HAHOYACTUHOK (eputy Metany [14, 21, 22]. 3aranpHi 3Ha4YeHHS UX Hapa-
MeTpiB HOK1000 Oymu Oinmbimmmu, Hix Buxigaux HDOK, mo mos’s3aHo 3i cTpyk-
TypHUMH Ta MarHiTHUMH 3MiHamMu HOK1000 mix gyac mposkaproBaHHS.

Puc. 6. Ilermni ricrepesucy B gocmimkerni VSM HOK (/-6) 1 HOK1000 (7-12) ans TemmnepaTyp
50 (4, 7), 100 (2, 8), 150 (3, 9), 200 (4, 10),250 (5, 11), 300 (6, 12) °C.

BUCHOBKH

B X071 MOKpOro XiMi4YHOTO CHHTE3y OyJIO0 YCHIIIHO CHHT€30BaHO HAHOYACTHH-
ki (eputy KoOaNbTy, a Micisl HOro MposkKapioBaHHS HAHOYACTHHKH CTAJI OUTBIN
cTablIbHUMH, 3 OUIBIIMM PO3MIPOM KPHCTANITIB, MOCTIHHOT PEIIITKY 1 Manu Oiib-
MK PO3MOALT KaTIOHIB Mi’K OKTAaeAPHUYHUMH 1 TETpaeAPHUHUMU IICHTPaMH. 3HUK-
HEHHS TIKIB TiApokcuay Metany 1 kucHio 3 crektpiB FTIR 1 XPS nanodacTHHOK
(heputy xobanbTy MiCHs MPOXKAPIOBAHHS MIATBEPIUKYE iX ycmimHui cuHTe3. Hani
VSM ninTBepKyOTh 3MEHIIEHHs] 3HaYeHb MarHiTHUX MMapameTpiB 3 IiJBUIICH-
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HSM TeMIIepaTypH. 3arajibHe 3rJIa/DKSHHS MEeTJi TiCTepe3ucy Ui HaHOYaCTHHOK
(beputy K0OATBTY TaKOXK MIATBEPIKYE HEOOXITHICTH HOT0 0OPOOKH MPOXKaAPIOBaH-
HaM. [lapameTpu BHXITHHX 1 IpoKapeHHH HAHOYACTHHOK (pepuTy KOOAIbTy BH-
SIBUITUCS 3QJIOKHUMH BiJl TEMIIEpaTypH.
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A comparative study for the effect of calcination

on the temperature-dependant magnetic properties of cobalt
ferrite nanoparticles

A wet chemical method was used to synthesize the cobalt ferrite
nanoparticles (CFN) and further calcined at 1000 °C. The effect of calcination onto the
structure, morphology and crystallinity of the synthesized material was examined by different
characterization techniques such as field-emission scanning electron microscopy (FE-SEM),
Fourier transform infra-red (FTIR), thermo-gravimetric analysis (TGA) and X-ray diffraction
(XRD). The results identified that after calcination at 1000 °C, the cobalt ferrite nanoparticles
become more stable, bigger in crystallite size, lattice constant and greater cation distribution
between octahedral and tetrahedral sites as compared to uncalcined parent CFN. Furthermore,
the magnetic properties of both parent and calcined cobalt ferrite nanoparticles were also
determined by the vibrating-sample magnetometer. The results declared that the saturation
magnetization increased with the increased calcination while the converse is true for coercivity.
The reason behind the decrease of coercivity is the pining effect at gain boundary. The hysteresis
loop slowly levels as the temperature moves toward Curie temperature.

Keywords: wet chemical technique; magnetic properties; cobalt ferrite
nanoparticles; thermo-gravimetric analysis; hysteresis loop.
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