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Abstract

Using distilled water, ethanol and glycol as solvents in the process of
oxalate coprecipitation for preparation of nano-podwer BaZrO;, we
in{festigated the phase formation process and purity, the particle size and
homogeneous distribution of them by differential thermal analysis (DTA), TG,
powder X-ray diffraction (XRD) and transmission electronic microscope
(TEM) respectively. The defects of the powders were also been investigated
by positron lifetime spectra. The experimental results indicated that the
pyrogenation was different while different solvent was selectéd. It was found
that the glycol process, including sintering the precipitate in the vacuum and
reheating the sintered powder in air was helpful in avoiding the formation of
BaCO; phase, preventing from agglomeration, and refining the particles size.
The nano-powder of BaZrQ; can be obtained by the process of oxalate
coprecipitation process in lower temperature as compared with those obtained
by solid state reaction process. It is showed that the positron average lifetime

results could distinguish the defects and particle size of the powder.

Keywords: nano-powder, oxalate coprecipitation, agglomeration control,

BaZrO;, positron lifetime spectra
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S ERET (A 2 /MY
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{C(t=600. 700. 800, 900)FL55 FH AL 2 NEIE,
i} BT PAHE 2 8
(%) 600 - EtV2+600A2 GtV2+600A2
% 700 - E{V2+700A2 GEV2+700A2
= 800 - EfV2+800A2 GtV2+800A2
@ 900 - EtV2+900A2 GIV2+900A2




16 WA BaZO B HE T L RAREARR

2% BaZrO; MBUE 3T 5 RE M RAE
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TG K& DTA WME%ER, SREFSTHRT, FEEFA 10C/mn, THRELRH
45¢c/min. .

B AR L EHACIE 5 & Fh AL A A 2 BIZEE 1 BD90-X S &4 LR
A A D/MAX2200 XRD(Cu K o §F£5)3HT T XRD 4-47-

R B AR JEOL JEM-200CX &4t B8 F B SR (TEMN AL S IEAT T 7
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HTAHAR LERBEMAERBENXHETd TR ITREIEN, £ P-E T
EAFA R W, EF G TEER—RCBAFETHIAMESETTC. HLNK
B

i#it Canberra 4 8= MIERTHAEOT AR T EMAERMET T IERTHa

R
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20 MR BaZeO BMEMH 2 TE R AR EMH R

—. XRDM&R

B W. EEGEMIZHEREEAESSF N 500°CH 900°CERE 100°C 470N
#SNE, BERIBERPFTTRMN X FEATHSRLE 34,

& 3-5 F1E 3-6 4R R E 600CHERRETHMRA PRI 5 /DI 900°CHY
SR RAFTHRSRETHEERE 2 R X HEATss R,
M XRD HI4RTUEBTFRATHEN LS, R 3-1 2HEBE 34, 3-5. 3-6

HRH BaZrO; BHATE(110)HIHTETI£(26=30.16°), ZIECENE R ER T FEMHM)
Bwo

F 3-1 ARALELAESK BaZrO3 BHF7E(1 10T AT @288 & 2405 J& I (FMHM)

SR | BECO) WIZ () ETE GTZ
900 0.21+0.01 0.241+0.01 0.32+0.02
800 0.24+0.02 0.27+0.01 0.414+0.03
e} -
700 0.20+0.02 0.2710.02 0.4410.04
600 0.23+0.01 0.22+0.02
900 0.47+0.04 0.2540.02 0.4210.02
B
600 0.29+0.03 0.25+0.02
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HiX BaZiO, A M & LZ REMBHAE

Intensity(a.u.)

l Zr0,

800°C

800°C

700°C

600°C

20

M 3-7 G LEAPESLE 500, 600. 700. 800 X 900°C I

R HALHE 2 /M JE R XRD B



Bk BaZrO B 4 T R A B HF% 25

WIER3-1 PR, BBRAR
thl=k?\,/BCOSG=k7\./(BM—Bs)COSe 3-1

LA E A T b, MENAFEE RIE 3-2. £, By AW
FEHWEEWHM), Bs A BRTEFTXT BT ST I8 A B Sefb4l, ARSLi0 4 RE 0.12°

k ATEREE, MTFUHFER, kB 0.94; hey ke ~1.5418 45 fAREMAI7EHEIEE L
Y.

32 WK 3-1 SR LA AP FE R (nm):

SHROJBEECC) KL E(W) ZETZ(E) ZLEIEG)

900 97+10 7246 4344

800 72412 57+4 3013
TS

700 10827 5748 2743

600 78+7 86+17 -

900 2543 6610 2942
e

600 5149 66x10 -

MFZIWT L, 7 pH EBAIRE SR BAE 20, B4R, BIAEE 900T
BIRMA P EEL S NFE, 200, MKATERE, LE 3-7, HAETELIT 900V2+1000A2
MIAERE, BTAH Zr0, 24BN, W 3-8, & 5% pH EEH P ) Ba®
B2 R, TANBRX—IS, LE 3-4c M5 R,

A TRBAAMK BaZrOy YK 18, MARTLHETEXN BaZrO; KIRHIHW,
DRESFAEERIGBER AT BaZros £ KMEH, FEHE 3-1, 3-2 M 33
TR ERE C MEMLTENRR, M E K GRH I ZHEMERDMTUT
RE AR, 8 K P AR R AR M A A A RO EE T B AR EE 2 /A, X BRI d AR
ERE 2, REHERERTFLE 2 ARERRERBETTPLE 2 /DY, HEEK
BT RE 3-3



26

Mk BaZrO A B & T ¥ AR A HHAE

Intensity(a.u.)

100 -
B0 <
| Zro,
B0 -
40 4 ‘:
20 - | | I
il H | |
L] L |
D oy .‘.’II‘-."’Il ¥/ O U A WSVY Y S & P
20 25 30 35 40 45 50 55 80
28

B 3-8 G900V2+1000A2 i XRD B

B398 G TEETCEFPRGHE 2 ME, H4HHI7E 6000 700. 800 f
1000°CHEZF A 2 /DEF XRD B. B 3-10 £ 3-12 & E TE2 5 700, 800
K900 CHIES 4B 2 /Mt IS FETE 700,800 & 1000°C B9 55 P40 2 /NI XRD

HR
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32 Bk BaZiO MM N S T LR RENTE

BIEE 3-9 2 3-13 [ XRD £ 8, BH10)ET5 A5 TREMHM) 2 B R %,
K 3-3 BT %, G EARE 3 ki K 3-4 FTF.

# 3-3 [ 3-9 E 3-13 XRD £ EXT N A (11078 1 3 5 S (FMHM) (° )

STZ
X 600A2 700A2 800A2 1000A2
BHRLE
E600V2 0.30 - 0.33 0.28 0.21
E700V2 0.47 - 0.28 0.21
E800V2 0.31 - 0.29 0.28 0.20
ES00V2 0.28 - 0.28 0.24 0.20
Go00V2 - 0.50 0.36 0.26 0.22

i FRE CERENERIRTERRELE, RT28TRENITHE.
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=. REIZS5ERINHG

MR ERER, FRIEHEHAERE -EBE THARSFENSE
KPR EEX H.
7 600-900CHIESh4E 2 /S, W, E. G =R T EMELREBKKLE
. K. BE, MESEASN, FEEHER. BE. G TENNHUERTEES
T 600-1000°CHHE 2 MR, HEIEHT AR, NFE34.
34 ERBEEXT REE

[  500°C . ikH

o 600°C H S
e e e
A) 700°C e e
5h |
—TT—1T—
800°C 2 2 i
| i N [ __ il
PN A0 -
600C | - = | |
T e AR | N OO | -
e T00°C . = £
W — -
! & i Hnﬂ\ | ¥ I ¥



34 Bk BaZrO; Rty 4 T R X B ENF X

U. FTESTHER

% 3-5 2%F W600V2. E600V2 & G600V2 ¥ 4T C. H. O 4B E 3K C
SEMNEGR:

%35 =R ITEE 600V2 £ HFRAHSHELNC R

HE T W600V2 E600V?2 G600V2
C 58(%) 1.5 ERMTEFEZ 4 4.0

Fi. TEM ML R

WE 3-14 £ 3-17 FaRRERR L E 44838 BaZrO; (9 TEM B, ¥4 T
Em%gﬁmmﬂﬂmﬁﬁo

B 3-14a W900AS TEH& ALK TEM B




PABZIO R UM S LY RABBENT R

(b

Bl 3-15E900V5 L&l R TEM E

35
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WA BaZO A HE T AR BEATR

B 3-16 a)G650A5. b)G650V5 T & &|&HF&H TEM B



Bk BaZiO MR 4 T7 R A BT R

P 3-17 a)G700V2. b)G650AS JGHE 1000V5 T 2HI& MR TEM E

37



38 ik BaZiO AN M4 T L R AREHHA

200nm

b)

c)
B 3-18 a) E800V2+800A2, b) E800V2+1000A2 & ¢) E700V2+1000A2 #: & i TEM E
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200nm

»

a)

300nm

H

b)

Bl 3-19 a) GTOOV2+800A2, b) G700V2+1000A2 ¥ 5h#T TEM E



40 A BaZiO R ey 4 17 RAMA WA A

Ny ERTHE@NNESRE

£ 3-62GLELARKBE. EFEPHEE S M H BaZrO, EMIERE THF
GMELER . A TETERWE S, BR 3-6 PREIRMER T WE 3-20 Fixly
HE AP

%36 Z_MHEK BaZrO; ML FHEGANES R

HESARS | 1(25)(ps) | 1(10) (ps)| T3 (+50ps) Lx1%) | (x1%) | Li1%) | (1) (ps)
G600AS 146 342 1696 32.05 63.61 4.34 388
G700A5 142 327 1464 34.32 63.02 2.66 294
G800AS 150 342 1726 38.01 60.15 1.83 203
G900AS5 147 342 1664 38.78 59.52 1.70 285

E: RFM . 50, 1.5 L 1,5 LOHMNTFaEFOE. £ K
B RHEBE, RS,

1800  —. o ST I T T T v T ¥ T 1+ B,
1 T R = —o—w1 8 v
1?00— ' E T —— 55 I Y '[;
5 i w
1600 1 » 1
- i
: ——11
1500 - [PETD TSI ., o g Tl
e 3 G A 13
) —— g
£ 1002 =¥ £
400 Lo
1 — e e . e
300 - Tw r— v
200 ks,
a— -— — [ ]
100 : x - . T . - v T T T T T 4]
00 B850 FOo FE0 BOD BEO 200
Temperature(°C)

B 3-20 ZFELZHIEH BaZO; AR F B FHE MM B R

T EPHERERFUEFIEAT EANREORLURNERLTHHSR.
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B2 ANRE RN BaZrOs F H i) 3% M

—. TG 5 DTA #f

400°C LA'FHI DTA & TG £ R ¥ B R34 SRR KL AETID N T #%.

ME 3-1. 32 K330 TG ERATM, W, E. G ZHLEZMARKELE: £—
B, AF 40-50%MRERK, AHRERNBEXE, SN TERYRERE
B EBRIL AR, FRIONRERTE 400-500C2 @, HAmBRELR ISR
BRPEENERKARTERAR. E_RAREFHE, XHTE3-1. 3-2K33F
¥ TG #h£k ) B-E X[8)(550-800C). iX—REIERRA—ELHTHERE, FEHR
BH25%EHW TEH2.5%, ETEH 24%. G TEH 3.2%). éﬁéﬁ—iﬁéﬂi%’ﬁ
FRRRE T AR ENELERLE 3-5, BERENEHAR, W. GTE
ERYINREESEEEENAE, E TEMERYNBEEEAHEE), HAR—%X
B R X BT R B A — R A TR ER AT

ELEiE 3-1. 32 X 3-3 I DTA &8, SHMRELHENN, HHEMRALRE,
AR T EHBEAR. BEEET 700CH, FEE—NMEUERRK:. W TEH
1.2%0, E TZZIH 1%0, G LTZH 1.3%0. FIHEXTS T BaZrO; b E#K K. FHEEE
TREREE — &SR,

Besh, LWER=FT 2K DTA &RERUEF, B E LZK DTA B M RAE
AEHES, W TEE 446 CH—MRHE: G TER T 458°C AR KRB AMS, 7E 792°C
BH MR, 52NN TG 4288 — A HENSELE EF, BERXER
760-850°C, B K RE 0.8%. A\ W TZ ) XRD K4 R ol LAE 3], WA 3-4a, BaCO;
£ SOOCH AR, &8 W LEK DTA & R(LHE 3-1), ERHNEERT
BaCO;, 446°CHIBFAIEN XM T BaCOs B4R RBDNT W LE, @ T@EMKEE
Wi, EIREBETSERBRERBEFES, 1 BaCO; B FAM.

E TE/HEMERAITAAHE, LB 3-2 fin, HREEEKHEXHEM
550 % 630°C), LT EARAHFE —HEEE TRMAE 32 #HX[E B-D), K



42 Hok BaZiO, AN H & TE RAREATA

#1620 5 760°C 2 A1 FFERE 9 B(LE 2-4 FHIX[R) C-E), A 2%MEERE. &
&H DTA TR, XX E3 R Se B4 Rk LT A2

MG TEMNMER, WA 33 i, B—REEX N EER G HE 425C)
JG(TG 1 A-B X [8]), 7€ 458 CHHE AKX (A — MR #ULAE, M NT BaCO; B k. 543°C
ZREXMH TG R HEEH DTA #HiER, KM, HEEKEKEERAB-C
XENARBHE, SN TFHRIMEMLITE. ADTA HRKE, KTZE5 WIS, ET M
b, 7F 792°CHHLEH — A BB A, 7 TG KX [8] E-F, Bl 750°C 5 850°CZIA],
H— M 1% R ERKTRE, KRS 792 CRIBEEREM . SCik[41)F FHEEE &
B %% % BaZrO; I, AATE 810CHEL B AR T BaZrO; HEAE R HAH
Zr0, MBI . SCER[SOLEITATHE 2 % BaZrO; Y, A4 DTA 4R+ 770CH
Ut 2 BT BaZrO; AN Zr0, SIE# . CBR[S2]7E /] & BaZrO; TEMB L
R, ALK B0 5 Zr0, MtbHliA 3 1:1 if, DTA E&RBRE 195CEH
AR, R SREERE LR LTES) . BT AR Hm)E Zro, 7 950°C
LUF & TR E RIS A, B G T2 1 DTA 45 £ 792°C HHE FI R #E ST 5 20,
R K.

G4 31, 32 & 3-3 B TG 55 DTA &R %Y, 5 BazrO3 HUBMITR T B
500CA L, ARATZHENERYTERESBEERIRNW TZX G TEHF—
ANEER SRR, TTZBELEMAEE), TREERERHN BaCo; KEEHLE
FiXil: KTE. ZETERZZETE4HTE 446°C. 420C K 458°CA A . BaZrO;
Fif @ &R ETHRK KB ESRA—F. WIZEL690C. ETZH 645C.
LT 24 683C.

Z. XRD4##h

ME 3-4 a5, W IEZHEBIHEA 600°CH R BaZrO; 18, BfEEER
BaCO; &R, # B AT 900 CHFEANE 3-4a FT7R). BaCO; A& BaZrO; 1L
Fot R F B AT 45 R — B

E TEHI& BBk 1 X SFERaTa @R AR E M Z A EE W T2
B, 5XH TG & DTA 5R8YE, {B7E 600 CZHTME K BaCO; BEINAE R # 7



Sk BaZO B EMHE T LR L BA TR 43

TR S5 2 T R (0L B 3-4b FT7R).

G T2 20k 77 B MR B X 18] b 35 A 85 15 BaCOs A A(XRD BCK S
e KBS ERTHE), EHI BaZrO; AT4T M AL BB R E®, WE 3-4c
Fim. #—HHERRE, 7 650CH, G T EMET AR BaZrOs 4, R 5H#H 4
PRI AT

M XRD(110)EH BRI s ERE, WK 3-2, B WT00AS H45 RiREL A,
HEANERHEY, E700CLE, BEHLHBENAR, HANEHEREES
W K. BT BaZrO; MALEHK K. RERR TR, AKHAE DTA S HitELE —1E
WA RE, W 3-1, 3-2 & 3-3 Fim.

ME 3-9 & 3-13 k&K 3-3 PN RKEE, G TENLEEMETE 700V2
A5, BT 600 F 1000°CHIT S L 2 /MR ARG 4AH /) BaZrO;s, B4 1000A2
RLERLJE, FOXt AT 2 Bk BE BRI TS g K W T E T8, ERS /ST,
TRASLIE BaZrOs HIREETE 800CLL L, HFEMAMFTHENSHFL 6 TENE
Ko

£ 32 R33MLERESE, 4 RY BaZrO; KIFHFRAETE 700-800°C 2 [A] Hh iR
£, BRAABETEMRNE /D LHESEE LEEE G LENTHY, 7% 800TL
TREFHLLE 2 DG, B 800CHES TS 2 MBI T GRE LTE
IR, BRERY, BaZrO; FEMRK MR UERE.

#ie TG K DTA K& RKRE, BURFRIIE T BaZrOs () EALEI AR .

¥MT GIE, 1t pH HENAEYNEE Zr0 LR, EEAE 900°C BN
TRFRRL S MR, ZeO KA, WE 3-7 Bz £1d 900V2+1000A2 1402
5, 710, MFTHTIERIFTE. EFRRITEMN, BELHHHIETHET B BRAE
5 ZZ"BE VR pH B, T Ba¥ B ZeM VTR BB LRI, EeEaEg
CA_E R B S R 15 B G0 B 3-de RIS Zr0, Y44 BaZrO;.

T W L2, EREBAER BaCO; # A BaZrO(C,04)F 4%, BaCO; (4 T g
5B mEEITEAAS TR K. ERITELRES, pH EREERE 4N, aTE
FIKS TRMEMIER, Ba™H B & STIEASS M 2" 8 TR R TR A, &
RRAETTE A2 P AR A ST B BaCO; IR FEHRES G, TS EY



44 Bk BaZtO BB B % TL R A A AR

BaCO;” BiEME, BELHTERNER. M TIEHLRNA, KEESSPAE
g E A RY, BRI NRET Z X BEREERD T # BaCOs M, BATH =5k
TEREBIHRETHNE FTERLEETFTE 600°C K 900 CHACE, EfES A
5F02 /e, H XRD R WE 3-5 A 3-6 fias,

BaZrO(Cy0. ) xH,0 — YRRy RaC05+210,+ 2C + 2CO, T+ xH,0

_AWC By Ba7r0; + CO,T (3-2)

R E 3-5 F1E 3-6 4 BUFTRATE 600°CHE 000°CHAbIEE M X SHEMH SR
4, 7 600°CEFHALTE 5, W600V2 & E600V2 # {5 BaCO; fiTst B £ m55: 7E 900
CHESMAE, PR BaCOs fTHIEIGH K, MEA BaZrO; 4. HHERNE, &
23 900°C E 5 m#E, W T E#I15 8 BaZrO; HIFT ST LK@ % R fIK X8, miT
STEREMIA K TR, WE 3-2. WIEAUES. HH 1) BaZrO;s & 8 KKK,
2) KGR AREE.

HESEETRESEIETR Co, REHLE, FERAMNKBRL THRERK.
R34 FAFERTIPHRLBFLERYNFEERLE 3-5 BB NGRS
G-I RFH R EEAR. MLLLE XRD MI%RRE, BRI BaZrOs £ MRIERES,
BT R K.



Hk BaZeO, BN B A T L REREHTE 45

3 AREHALFE T ZEXT BaZrO; T4 g B2 1

|

. HAEE TR BaZrOy KLE SR BN E MR

Wit TEM M ESRETME, WK 3-14 £ 3-17, HERERYE: X TFR—#HL
BETET, WITE. ETEM G TERBINRARBENSHMERKERZE,
TE 900°C I E 55 FR HUh 38 B M (R I 5 B o UG B A0 IE . 900CRZAHEE, W
TEMBEMBETUM 00CHESHAM 5 NERE 600nm ZHMLIEL
100nm, JLE 3-14 . E T EH1% 8 BaZrOy M A4 SRR A 248, &l 3-15 Fs.

& 3-14 fil 3-16 FiasM4 RER, A—LEMARYERTSFRTALEL,
(9 TEM ZRATLAKI, XF W TEMG TE, AR E G &RT I SN
wRd, BENMasRAFEHENSE. E TZM TEM B &AWL Lk
EUUMME, WE 3-15 Fir. BTHREEREHRE, RITEH XX LEORYIIK
SE#— SR, T34 MERRE, LRWER—BEM S00CE 1000C) TE
b 2 MG, W TE. G TEHBIANRANSAKKNBERIKE. AEHEE,
BMEERENTE, BEANREENTR; ZETZHNERYEL EARMNEBRETET
S35 R B AR A K

GEERANMERER IS LEMER, EARTETHEANBERETHMN
FEEEME R R, REAHRREHEATREENSOHX.

ME 3-14. 3-15. 3-16 1 3-17 Fi/cf) TEM MERA S RACE, FEALCEREMN
#n, BEFRERGEM. G TEMERNE 700V2 1§ 1000V5 &, HFHRREK
SRARFFLE S0nm A 47, WE3-17b, HAMMEHE.

E T &R 800°CHA AL HE 2 /it 55 47 5 800A2 & 1000A2, f5&R
REHEATE R, HREENAL, W 3-18a & 3-18b FiR, AIEZN S0nm £
4, SEYHIER 2 /&, ET00V2+1000A2 % fE 5 ES00V2+1000A2 B EHI K,
A ZE AL ALY 18] BaZrO; MR HARTRE .

i 3-19 () TEM B8R, G700V2 HIRE 4 512 800A2 J 1000A2 &b B fm, #1H



46 WA BZO UK E T Y RERENTR

RIBRIEZ A S0nm, FEMTREHREMNK, AENIRERE. B 3-17a 5
3-19 MERLE, FEMNIHRBREETTars, BHELGEHERA. HH G
T 2RI 700V2 G, H2 800A2 5% 1000A2 ] ARk 4815,

MXRD BT & R AFHATH BN EERE SRR 3-DE GBS RARTE R
RIFHRE &5 (LR 3-2) 0] DAL &5 T 20414 F 4 i BaZrO; M-I BB RIK /D
M 32 FMERERE T 2L TR FIRATA: W LZ K E TERIBH
ATE 2 S P AT 08 R AR A2 RER B AR LA X B/, REFMRALE 700-900°C 2 [H)
. E T ZBR IR ENFRANT W T NAME, 600CHNERS
FENRE M IE R BT S A A BaZiO; BRA e RWE K. ZHIEREN
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FE B A, ERAOEREER. E. G TEE 700-800°C2 1) f Bk EAE 3 18 5E
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