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BJIUAHUE CKOPOCTH HAT'PEBA PEAKIIMOHHON CMECH HA TBEPJO®A3HOE
B3AUMOJAENUCTBHUE IPU HEU3OTEPMUYECKOM CHUHTE3E LiFesOg
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B HacTosieii paGoTe NMPUBOASITCS Pe3yJIbTATHI HCCIEAOBAHUS BJHSIHHSI CKOPOCTH HarpeBa Ha TBepaogazHoe
B3anMoJelicTBHe B peakuuoHHoii cmecu Li,CO3/a-Fe,0;. MexoaHbIMH KOMIIOHEHTAMH PeaKLIMOHHON CMecH ISt
CHHTe3a mneHTadeppuTa JUTHS CIyXHIH nopomkun a-Fe0; (UJA) u Li,CO; (XY). Kamopumerpuyeckue
U3MepeHHsl OCYLIECTBISIINCh B BO3AYLIHOI aTMocdepe B mpouecce JMHENHHOr0 HarpeBa B AMana3oHe CKOpocTeii
V4arp=(5-50) T/mun ¢ nomomsio Tepmudeckoro ananusaropa STA 449C Jupiter pupmer Netzsch (epmanus).
Bouin Beiaenenbl u3 kKpuBbIX JCK nsiTh yCTOHYHBO MOBTOPSIOLIUXCS SHAOTEPMHYECKHX MHKOB, H3 KOTOPBIX
nepBbie Tpu S;(545 C), $(612 C) u S3(~690 T) Bxoast B cocraB mupokoro nuka JCK. UerBepTolii nuk
S4(730 C) — cBszan ¢ nuaBjieHneM KapGoHaTa juTus, nsaTeiii Sep(755 C) — ¢ nepexogom «mopsiiok-
Oecnopsiiok» B OKTadApHYecKoil moJpelieTke nmeHTadeppuTa JuUTHs. BBIsIBIEHO, YTO MHTEHCHBHOCTH BceX
koMnoHeHToB mmupokoro muka JCK (S, — §) ymeHbmawTcsi ¢ MOBBILIEHHEM CKOPOCTH HarpeBa, a
WHTEHCHBHOCTb Y3KOro muka S, — Bo3pacrtaer. [loka3aHo, YTO NMHKH YBEPEHHO BBIAEISIIOTCS A0 CKOPOCTH
HarpeBa 20 ‘C/MHH BKJIIOYHMTEIBHO H O3TOMY AAHHYIO CKOPOCTh MOKHO MPUHATH B KayecTBe NMpeaesbHOI Mpu
NpoBeleHUH AeTanbHOro aHaiau3a KpuBbix JICK. BoisiBieHa HelHHeiHAsl 3aBUCHMOCTD MEKAY NTHTEIbHOCTBIO
00KUTra M KOJHYeCTBOM o0pa3yloiierocs neHtageppura JUTHA.

Kunrouesble croBa: neHTadepput JUTHA, TBepAo(da3Hbli CHHTE3, KaIOPUMETPUYECKHE U3MEPEHUS.

INFLUENCE OF HEATING RATES OF THE REACTION MIXTURE ON SOLID-PHASE
INTERACTION AT NONISOTHERMAL SYNTHESIS LiFe 50g
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In this paper the results of a study on the effeadf heating rate of solid-phase interaction in the eaction mixture
Li2CO3/a-Fe203 are investigated. The initial components dhe reaction mixture for the synthesis of lithium
pentaferrite powders were a-Fe203 (analytical grade) and Li2CO3 (chemically pre). The calorimetric
measurements were carried out in air in the range folinear heating rates Ve = (5-50) °C/min using thermal
analyzer STA 449C Jupiter company Netzsch (Germany)Vere isolated from the DSC curves steadily repeisg
five endothermic peaks, of which the first three §(545 °C), $ (612 °C) and 3 (~ 690 °C) are part of a broad
peak DSC. The fourth peak % (730 °C) — associated with the melting of lithiuntarbonate and the fifth § _
(755 °C) - with the transition "order-disorder" in the octahedral sublattice pentaferrite lithium. Rewaled that
the intensity of all the components of a broad pealSC (S — ) decrease with increasing heating rate, and the
intensity of the narrow peak S - increases. Shows that the peaks confidently starup to the rate of heating
20 °C/min inclusive so this speed can be taken dsetlimit for a detailed analysis of the DSC curvesRevealed a
nonlinear relationship between the duration of firing and the resulting lithium pentaferrite.

Keywords: pentaferrite, solid-state synthesis, ffmnagnetometry.

BBenenne
[lentadepput autus LiFesOg sBisieTcss y100HBIM MOJICIBHBIM 00BEKTOM MPH U3yUEHHH HOBBIX
SIBJICHMM B CJIOXXHOOKCHJIHBIX CHUCTEMax, TaKHX, HampuMep, KakK sBICHHE paJHalliOHHO-
TEPMUYECKOM HMHTeHCH(UKAIUU TBepaodasHbiXx mporeccoB B (eppurtax [1]. B paborax [2; 3]
COO0IIAIOCh, YTO MPH H30TEPMUYECKOM OOXKHUTE CMECH KapOoHaTa JUTHS W OKCHIA JKele3a B
YCIIOBUSAX DJIGKTPOHHOTO OOJydeHHUsI HAOJIOTAeTCsl MHOTOKpPATHOE YBEJIIMUCHHE CKOPOCTH CHHTE3a
neHtadgepputa jutus npu temieparype 600 T B cpaBHeHMH C CHHTE30M IIPH TEPMUUYECKOM

obOxure. OTH JaHHBIE YyKa3bplBalOT Ha Haimuuue H(dexTa paauaMoHHOW CTUMYISIIIUA



TBepaoda3Horo cuHTe3a meHTadepputa JuTHS. OJHAKO € METOJOJOTMYECKOW TOYKH 3pEHHS
CYIIIECTBEHHBIM OCTAETCs BOIIPOC O XapakTepe (ha3oBbIX MpeBpallleHHii IPH CHHTEe3¢e eHTadeppuTa
JIMTHUS B YCJIOBUSX Pa3IMYHON CKOPOCTH HArpeBa peakIMOHHOU cMecH. Takoro pojia uccie0BaHus
MOMOT'YT KOPPEKTHO HHTEPIIPETUPOBATH MOJTYUCHHBIC PE3YJIbTATHI [0 PaIHallAOHHO-TEPMUICCKOMY
CHHTE3y JIMTHEBBIX (DEPPHUTOB, TJle B OCHOBHOM HCIOJB3YIOTCS OOJIBININE CKOPOCTH HarpeBa u
OXJIQXKICHUS TPU BO3JEHCTBHH BBICOKOOHEPIETHYECKOTO DIICKTPOHHOTO MmydYka. JlaHHYIO 3agady
MOXHO permuTh, mpumMensist TT/JICK meTonuky.

[lenpto HacTosmedl pabOTHI  SIBJSIETCSl HMCCIICAOBAHUE BJIMSHHUS CKOPOCTH HarpeBa Ha
TBepao(dazHoe B3anMoaeicTBrE B peakinoHHoi cMecH LioCOs/a-Fe0s.

MeToauka IKcrepuMeHTa

VIcXOHBIMA KOMITOHEHTaMH PEaKIIMOHHOW CMECH JUIsl CHHTEe3a MeHTadeppuTa JIUTHS CITYKUITH
nopomku a-F&Os; (UJA) u LioCO; (XY). Ilepen B3BemmBaHHEM NOPOIIKH IMPOCYIIUBAIKCH B
tedenne 7 4 npu temieparype ~ 200 T B cymmibHOM mmKady. 3aTeM MOPOIIKH B3BEITHBAINCH B
nponopiuu, cootBeTcTByromed peakiun SFeO0s+Li,COs; - 2LIFesOg+CO2T U cMemmBaInch
myTeM 3-KpaTHOTO MPOTHpaHHs depe3 cuto ¢ sueiikoit 110mkM. OOpasiibl peakImOHHOW CMECH
IpPeJICTABISUIA  cO0O0M CBOOOIHO 3aChIIAaHHBIA B HM3MEPUTENbHBIC THUIJIM TOpOIoK. HackimHast
IIOTHOCTH OKa3asach paHoi 0,95r/cv>,

Kanopumerpudeckne wu3MepeHHs OCYMIECTBISLINCH B BO3IAYINHOW arMocdepe B Iporiecce
JMHEHHOTO HarpeBa B JHana3zoHe CKOpOCTeH Vyarp=(5—50) T/MHH ¢ MOMOIIBIO TEPMHUYECKOTO
ananmu3atopa STA 449C Jupitedpupmer Netzsch [‘epmanus). fnama3on cKopocTeii ObUT OrpaHuYeH
anmapaTypHbIMH BO3MOYKHOCTSIMH YCTaHOBKH.

IKCnepUMEHTATbHbIE Pe3yJIbTATHI H HX 00CY KIeHHE

Ha puc. 1 npuBenenst kpuBbie JICK, moydeHHbIe TpH HArpeBe peakIIMOHHOW CMECH JUIS JIBYX
TPaHUYHBIX CKOpocTell HarpeBa 00pastoB. Vyap=D C/MHH U V=50 C/mun. [Ipumenss
nporpammy Peak Separation, paspabortannyro upmoii Netzschmis pasneneHust ClIoXHBIX THKOB
Ha CocCTaBjsfonie, ObUTH BbytesieHbl u3 KpuBbIX JICK msaTh yCcTOWYMBO MOBTOPSIFOITHXCSI
SHI0TepMHUYECKUX THKOB (puc. 1), u3 koropsix mepsbie Tpu S(545 T), (612 C) u S(~690 T)
BxoJaT B coctaB mmpokoro mumka JICK. UerBeptoii muk S$y(730 C) — cBsizaH ¢ IUIaBICHHEM
kapOoHara JuTus; MATHIH Si-g(755 T) — ¢ mepexooM «@opsaoK-0eciopsIoK» B OKTadJpHUIECcKOil
noperierke neHTadepputa mutus [4; 5]. [Tnomann (MHTEHCHBHOCTH) BCeX HAOJIOMaEMBIX ITHKOB

I[CK (I)aKTI/I‘IeCKI/I SBJIAIOTCS OHTAJIBIIUAMN peaKuHﬁ, HOPMHPOBAHHBIMH Ha MAacCCy BCEH HABECKH.
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Puc. 1. Paznoxenne kpusbix JICK maas cmecn 1:5
0pH Vyarp=5 °C/mMun (a) B Vyyarp=50 C/mun (6). 1 -5, 2 -5, 3-53,4 -S4, 5 -Si

Bunno, uro tpanchopmarus pe3ynbTUPYIOMIUX KPUBBIX MPH MEpexo/ie K BHICOKUM CKOPOCTSIM
HarpeBa 3aKjIIOYaeTcss B KaXYIIEMCs YIPOIICHHM CIIEKTpa C YeThIpeX 10 JBYX MaKCHMYMOB.
OnHako pe3ynapTaThl pa3joXKEHUs IIOKAa3bIBAIOT, YTO HA CAaMOM JIeJleé BCE COCTaBJIAIOIINE
COXPAHSIOTCS. ¥ TOJBKO CIA0OMHTCHCHBHBIM MUK S HE yIaeTcsl BBLICTHTH NPH Viarp=50 C/MuH.
[Tonpobuas uHpopmanuss o6 m3menenuu napamerpoB JICK mpu HOBBIIIEHMH CKOPOCTH Harpepa
oOpasnoB mpuBeneHa B Tabiuue 1. M3 3TUX JaHHBIX BHJHO, YTO HMHTEHCHUBHOCTH BCEX
kommoueHToB mupokoro muka JICK (S, — S3) yMeHbIIAOTCs ¢ MOBBIIIEHHEM CKOPOCTH Harpesa, a
MHTEHCUBHOCTh Y3KOIO NHKAa S — Bo3pacTaeT. BeposTHO, 4TO mepBble TpHU NMHKA OOYCIIOBICHBI
MOHHBIM OOMEHOM MEXJ/1y YacTHIIAMU pEeareHTOB, HaXOJSIIMMUCS B TBEPJIOM COCTOSHHUH, a
4eTBepThIil —Mexay TBepaoi (a-Fe0s) u xuaxoit (LioCOs) dpazamu.

Tadomuna 1 —3aBucumoctn napamerpoB JICK ot ckopocTn Harpesa

=
é 2 Harpes Oxs1a:kaeHne
S b P (Voxa=10 °C/mun)
5=
4am
\Y S Ty S Tz S Ts S Ty Sip | Tap | S T npu
T:
K/Mun I/t °C | Ox/r | °C | Ox/r | °C | Jx/r °C I/t °C I/t °C %
5 46.2 548 | 38.3 600 106 670 135 727 a7 750 8.7830.9 | 0.2
10 43.6 562| 30.9 604 8.4 683 16.2 728 4{5 751  7.4830.1| 0.2
20 42.6 575| 34.7 6272 5.8 6983 20.7 729.5 2,9 150 9 7.2628.9| 0.2




30 41.7 583| 34.6 628 - - 238 7304 19 750  6)37 9 620.18

40 40.7 587| 34.1 635 - - 24, 733 1b 751 502 6P®.18

BN

50 39.8 597| 33.2 646 - - 241 733|9 0.9 751 485 9.2 0.18

BrionHe o4eBHIHO, YTO TMOBBIIMIEHWE CKOPOCTH HAarpeBa COKpallaeT BpeMs B3auMOJICHCTBUS
MEXy TBEpAbIMU (azaMu, COXpaHss B OOJbIIeM KoimdecTBe HempopearupoBasimuii LioCOs 1o
TeMIepaTypbl u3MeHeHuss ero arperarHoro coctosHus (~730 T). Ilnenka oOpa3oBaBiierocs
pacmiiaBa 3a cUeT KamWUISIPHBIX CHJI MTHOBEHHO pacTeKaeTcsl Mo MoBepxXHocTH yacTuil FeOs,
pe3ko pacmmpsisi GPOHT B3aUMOCHCTBUS MEXKIy KapOOHATOM JIMTHS W OKCHJIOM >kene3a. Ecim k
TOMY K€ YUYeCTbh, YTO JIaHHBIM Mpoliecc peannsyercs npu Oosiee BBICOKUX TeMIleparypax, TO JIETKO
MOHATh MPUYMHY 3HAYUTEITHLHO OoJiee BBICOKON 3(PPEKTUBHOCTH BTOPOH CTAIUU PA3TOKECHHS
kapOonara nutus. V3-3a Bozpactaromiero konmdecTBa Hempopearuposasinero LioCO; (mpm
MOBBIIICHUU CKOPOCTH HarpeBa) MHTEHCHBHOCTh NMHUKa & BO3pacTaeT U OKa3bIBaeT MACKUPYIOIIEe
JIeHiCTBUE HA COCEIHHUE, OTHOCUTEIBHO cladble MMKU S U Sy.p. Kak BuaHO 13 Tabnuusl 1, 511 nuku
YBEPEHHO BbLIENsIOTCS 10 ckopoctu HarpeBa 20 C/MUH BKJIIOYHMTENBHO W IMOJITOMY JaHHYIO
CKOPOCTh MOXHO IPHUHSTH B Ka4eCTBE IPeIeIbHON MpU MPOBEACHUN JETaJIbHOTO aHAIN3a KPUBBIX
JCK.

Ecim mukm S — & cBs3aHbl C¢ pasioxkeHueM KapOonara smtusa, To muk JICK S
HPOMOPITMOHATICH SHTAIBIIMU Tepexojia O —[3 U Mo3ToMy XapakTepu3yeT KOJIM4YecTBO (as3bl o-
LiFesOg, HakoIUIGHHOW 3a BpeMs HarpeBa pPEakIMOHHON CMECH JI0 TeMIIepaTypbl HAXOXKICHHS
MakcumymMa 3toro muka (750—755) €. ITockoibKy ¢ MOBBIIIICHUEM CKOPOCTH HarpeBa COKpaInaeTcst
olmmas JAJIUTENbHOCTh OO0XHra peakIMOHHOM CMecH, TO TPEICTABISETCS eCTECTBEHHBIM
HaOJroaeMoe  MOHMKEHHE WMHTEHCHMBHOCTH 9Toro mnuka (ta6ia. 1). M3 Toro (¢akra, uro
JIECTUKPATHOE YBEITMYECHHE CKOPOCTH HArpeBa MPUBOJUT TOJIHKO K ISITUKPATHOMY CHH)KEHHUIO
MHTEHCHBHOCTH IIMKAa Sy.p, MOXHO CJelIaTh BBIBOJ O HEIMHEHHOH 3aBHCHMOCTH MEXIy
JUIATENIEHOCTHIO 00KHTa U KOJIMYeCTBOM oOpasytolerocs neHradepputa autus. Eciau paccMoTpeTh
JIaHHBIC, TIpUBEICHHbIe B Tabmuie 1 it pexnMa OXJITKIACHHs, TO JIETKO 3aMETUTh YTO BO BpeMs
JaTbHERIero Hen3orepMuueckoro HarpeBa oT Temmneparypsl 755 T mo 800 T u mocnemxyrormiero
OXJIAXKJCHUST KOJMYeCTBO meHTadeppuToBoit  (asel  mpomonkaeT Bospactath. ([Ipupomy
THCTEPE3UCHOIO CJIBUTA IOJI0KEHHsSI MAaKCUMYMOB IIMKOB Sy IPH HAarpeBe U OXJIAKACHUHM MBI HE
obcyxaaeM.) M3 3TOro CTaHOBHTCS OYEBHIHBIM, YTO B IIPOIECCE PA3NIOKEHHUS KapOOHATa JIUTHS
dbopMupyeTcss HE TOJBKO TMeHTadheppuT JHMTHUS, HO H KaKWe-TO MPOMEXKYTOuHbIe (a3sl,
B3aUMOJICHCTBUE KOTOPBIX MEX Ty coboit mpu manbHeiimeM Harpese 10 7=800 T u mocnemayromem
OXJTKICHUH MPHUBOAUT K 0OpPa30BAHUIO JIOTIOJHUTEIFHOTO KOJIMYECTBA MEeHTa(heppuTOBOM (ha3bl.

T.k. pu peHTFeHO(baSOBOM aHaJIn3¢€ HE 06Hapy>I<eH0 OKCHJa JIUTHUA B YUCTOM BHUJEC, TO B KAUCCTBC




MIPOMEKYTOUHBIX (a3 IMociie 3aBepIICHUs Pa3lIoKeHHsT KapOoHaTa JIMTHs HauOoiee BepOSITHBIMA
MPEJICTABJISIFOTCS COSIMHEHUS THIA TBEPIBIX PACTBOPOB JHUTHS B OKCHJIE JKeje3a, a Takke
HecTexuomeTpuueckue (a3pl meHta- u optodeppura nutus. KoHeyHO, HENB3sI HUCKIIOYATH
BO3MOKHOCTH 00pa30BaHMs M COXpaHEHUsI KaKOU-TO JIOJIM OKCUAA JTUTHS B PEHTI€HOHEPa3 IMUuMOM
dopme (amopdHO# THOO METKOTUCIIEPCHOM ).
3akiouenne
1. DupoTepMudeckue MUKH S — & CBsI3aHbBI ¢ pasilokeHWeM KapOonarta jmrtus, nuk JCK Sip
XapakTepusyeT KonmdecTBo (asbl o-LiFesOg. IHTeHCcHBHOCTE MUKOB S — S5, Si-p yMEHbBIIaeTCs €
MOBBIIIIEHNEM CKOPOCTH HArpeBa, S — Bo3pacTaer.
2. Jlns mpoBeneHus jaeranbHoro aHanmmza KpuBbix JICK ckopocts HarpeBa 20 C/MuH sBisieTcs
Ipe/ieIbHON /Uil YETKOTO BBIAENIEHUS BCEX SHIOTEPMUUECKUX THKOB.
3. 3aBHCHMOCTh MEXIY JUTHTEIHLHOCTBIO 00XKHUTa M KOJHMYSCTBOM OOpa3yromerocs rnmeHradeppura
JUTHSI HeTTMHEWHA.
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