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ABSTRACT

On heating amorphous Pb(Fes;W1,2)04 ceramics, glass transition occurred at 350C , crysiallization at 394420,
485~550 and 540~571C (depending on the heating rates ol 2.5~80T /min), phase transformation at 680
and 730C, and melting at 935C. A curve-litting computer program was made using FORTRAN, based on
a kinetic equation. Reconstructed thermagrams (using the program) turned oul to be very close to the measured
DSC results for all the healing rates, with average dewviation of anly 4% at maximum.
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Fig. 1. DTA analysis of amorphous PFW.
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Fig. 2. DSC analysis of amorphous PFW, showing spli-
tting of the second crystallization exotherm.
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Table 1. Kinetic Parameters Determuned from Non-isothermal DSC Analysis of the Crystallization Exotherm

[« T AH, % T T T ATw? AH, PHR"
(T /min) () {J/g) (%) () () ) J/g)
2.5 394 0.5 42
5 3498 11.1 h8 485 105
10 402 12.5 a3 513 544 27 84 14
20 408 12.8 47 522 h49 27 9.0 1.3
30 410 12.8 46 530 556 26 85 16
40 413 135 43 538 563 25 99 1.7
60 416 13.7 40 548 571 23 10.3 18
80 420 14.5 37 550 571 21 10.0 19
favg. 1271 2.9) favg. 9.5+ 0.8)
2 ATea=Trsz— Tes.
b: Peak Height Ralio= g:j
37h Loty o CHERSN
7.%]'_265:} 3}"‘6] D“ T'H gk = ﬂ Z]"HI 5 c,j'pr]ﬁl ;g_—Lq___E_ e17) {Xmaximun) | ———— (Comparison)

S5k DSCE AHe

&l

2hs] A4 Y=z

A

DEVATN

{Devlation)

Frabe 300~600C 8 &% WHNZ 10C /mnd) &
=2 s zal A7s Fig 2e] Jepheich DTA £4
A{Fig. Dol s 4750 o4] A Ldw=z) 17
Uelar} DSC Azl gfsld o) #IZr) 272 &9
e @9 2 4 9ok 2 2352 DSCe 224 A
RelA% 23 pasasl 15 34 Hed o159
£2E 47 Tpr, Peoy B Treo®h 8712 2ch 255
Wt w2 Ty Teay W Tree B3 D=9 W

#Hg o Subes dodsrey atzel g5 Table 101]
zgtd o g vehfglsd Ege] Folel mep @
257} Zr)sbe dutEe) Ak a3 HodFa gl) Al

ga3(Tme $E4£ me) 3944207 o) viebgor

HedBHAH)E W 127J/g°lilﬂr 2Nz s A2

ATy 4 Tro)e 485~530 3 540~571T ol fel
17‘]‘::1:!-] = #zZ2 25 a3 ATPO)‘— #_¢_¢£7]_ 17}‘%]0”
we} b2ty aldaAH)E B 95J/go]04L}. =
2l 2he] A 2929 EelHPHRIE $&5%7 2
Aol wheh do] kb AuE dehol, Az =

A4 FFE 2R AZ te 498 39
AQste olas Eolort

Fig. 3= DSC thermogram®] ¥efeg4We] B, v o
ALRS Fab= curveditting Z2aals] Ay FAL 7
DE Byl 3EREE AA m2oRe iy FE2 8]

HEZgTs)o® o]Ffeld glc}

o o5 wzet 67
o] mzoagle] Folal EEe] EariAd 2=

—1204—

DIYIMEN
{Uplamization)

INTGL
(InLtegral)

MAIN TROGRAM ﬂ

Fig. 3. Flow chart of the curve-litting program.
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Table 2. Tteration Result of Optimizing Parameters for o=207T /min

**% HEATING RATE = 20.0 C/min *%x

¥** B= 1.0000 E= 15,0000 eV 5=0.1234783769+111 /s STGMA= 11.19948434
<0> B= 1.0000 E= 16,0000 eV 5=0.33055667456+118 /g SIGMA= 11.13216190
<Q>» B= 1.0000 E= 17,0000 eV 5=0.8814570678+125 /=8 S5IGMA= 11.40974665
*¥** B= 1.0000 E= 15.6952 eV 5=0,.1800580781+116 /= S5IGMA= 11.11613938
*%x B= 2.,0000 E= 23.0000 eV §=0.2965129965+170 /= SIGHMA= 2.052808B85
<Q>» B= 2.0000 E= 24.0000 eV 5=0.7766833094+177 /= SIGMA= 2.352748315
<(Q>» B= 2.0000 E= 22.0000 eV S5=0.1129831290+163 /s SIGMA= 2.760503851
**%% B= 2.,0000 E= 23.2023 eV §=0,9398661240+171 /= 5IGMA= 2.,032183033
*%%x B= 3.0000 E= 29.0000 eV 8=0.9315048516+214 /s SIGMA= 3.663554898
<0> B= 3.0000 E= 30,0000 eV 5=0,2419076597+222 /= SIGHA= 3.5B84285342
<0>» B= 3.0000 E= 31.0000 eV 5=0.627H147097+229 /= SIGHMA= 3.8B4277743
**¥% B= 3.0000 E= 29.7270 eV 5=0,2287056192+220 /s SIGMA= 3.5T1266745
<M> B= Z2.3551 E= 23,2023 eV SIGMA= 2.032183033
*¥% H= 2.,3000 E= 23.2023 eV 5=0,93B84596604+171 /s SIGMA= 23.1032873313
*¥* B= 2,3000 E= 25,2107 eV S=0,7405783670+186 /s SIGMA=0,941B030342
*x%x PB= 2.4000 E= 25.2107 eV 5=0.7402381365+186 /= 5IGMA= 1.426808165
*** B= 2.4000 E= 25,8684 eV 5=0.559025650868+15%1 /s S5IGMA= 1.,103510818
*¥xx B= 2.,2000 E= 25.8684 eV 5=0.5595267131+191 /s SIGMA= 2.115710148
#*k B= 2.2000 E= 24.54861 eV 5=0.8717044349+181 /s SIGMA= 1.092749064
**¥ B= 22,2900 E= 24,6461 eV 5=0.8713341931+181 /s SIGMA= 1.2B65T71282
%% B= 2,2900 E= 25.1445 eV 5=0.2393586983+18B6 /s 5IGHA=0.9420856232
***¥ B= 2,3000 E= 256.1445 eV 5=0.2393476683+1B6 /s SIGHA=0,948270732%9
*¥¥%x pB= 2.3000 E= 25.2107 eV 5=0,7405783697+1B6 /s SIGHMA=0.941B030342
¥xx B= 2.3100 E= 25.2107 eV 5=0,7405443326+188 /= SIGMA=0.9493161171
*x*x B= 2.3100 E= 25,2767 eV 5=0.,22886526823+187 /s SIGMA=0.94480852212
*¥*x B= 22,2950 E= 25,2767 eV 5=0,22B8810207+187 /s SIGMA=0.95614599815
¥** H= 2.2950 E= 26.1776 eV 5=0.4210896480+186 /s S5IGHMA=0.9415188649
**x B= 2.2960 E= 25.1776 eV 5=0.4210877101+186 /8 SIGMA=0.9415b25381
*¥* B= Z.29B0 E= 25.1842 eV 5=0.4714375243+186 /s SIGHA=0,84156078B063
**¥ B= Z2.Z2970 E= 25,1842 eV 5=0.4T14353562+4186 /s SIGMA=0.9415754428
***¥ B= 2.2970 E= 25.1908 eV 5=0.5277990201+186 /s 5IGHA=0.9415307457
**% B= 22,2958 E= 25,1808 eV 5=0.52780187214186 /= SIGHA=(0.94156B9577
*¥*%% B= 22,2958 E= 25.1831 eV 5=0.4622258344+186 /s SIGMA=0,9415072859
<M> B= 2.2958 E= 25.1831 eV 5=0,4622258344+186 /s S5IGMA=0.94150728569

2429,758 kdJ/mol
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Table 3. Summarized Result of Curve-Fitting for Various Heating Rates

H RATE MAX. T PEAK HT  PEAK HT TL TP TR FF FWHM
(. /min) RAW(C) RAW(W) CACL(uW) () () () {€)
25 394.3 365.370 365.373 391.97 394.30 397.75 0.5963 5.7%
50 398.1 838.756 838.780 395.29 39811 400.09 04127 179
10.0 402.1 1973.399 1973428 399.59 402.11 404.14 0.4459 4.55
20.0 408.0 3084.667 3086.5501 405.06 407.93 411.08 0.5231 6.02
30.0 410.2 4771.736 4772.191 407.39 410.23 413.13 0.5052 0.74
400 412.6 5928.366 5928.781 408.61 412.63 416.11 0.5358 a.50
60.0 416.0 7841512 7845.351 412.70 41590 420.22 05743 7.52
800 4195 8947918 8948.390 415.92 419.48 424.78 (.5986 8.86
H. RATE ORDER ACT. E ACT. E PREEXP. FACTOR SIGMA
(€ /min) (eV) (kJ/mol) (/s) (%)
2.5 2.8740 30.3869 2931.841 0.9054528235+ 228 3.981215038
50 1.2117 215023 2074.627 (.1262263736+ 161 2.300872505
10.0 1.5566 25.5162 2461.896 (2955373275 + 190 2549807565
200 2.2958 251831 2429.758 4622258344 + 186 0.541507286
300 2.2749 25,7570 2485.130 0.2834132250 + 190 1.697407885
40.0 2.6971 254617 2456.638 0.5434304101 + 187 1.193588019
60.0 3.4245 25.7400 2483.492 0.1137921874 + 185 0.589751283
20.0 4.0203 24.3312 2347.567 0.8486620784 + 177 (.882330823
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