[&= +] =38 H=
Korean Journal of Materials Research
Vol. 12, No. 3 (2002)

oksulnh of shute) b o) s ol Al FE W3k
L AAA ) 712l 25 9P

SRE AN

 Hgzr -

Aegr*

29719 AR AR
RIDELER LR
PR 1eIT Y B A Y a7 A

Change of Phase Transformation and Microstructure of Alumina Membrane:
1. Effect by Porosity of Support
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Abstract

The HPS(High Porosity Support, 39.3%) and the LPS(Low Porosity Support, 18.7%) were fabricated to in-

vestigate the phase transformation and the change of microstructure with porosity of alumina support. Alumina sol
was made using aluminum tri-sec butoxide(ATSB, AI{O-Bu),), the membrane on porous support with different poros-
ity and the membrane without support were fabricated. The 6-to a- Al,O; phase transformation in the membranes
was investigated using thin film X-ray diffraction (XRD), and the change of microstructure was observed using

scanning electron microscopy(SEM).

XRD patterns showed that the membrane on LPS and HPS had 100°C, 50°C higher 6-to a- Al,O; transformation
temperature compared to the unsupported membrane. A similar effect was also observed in microstructure of the
membranes, theoritical temperature difference were 97°C and 44°C by Crapeyron equation.

Key words : phase transformation, porosity, alumina membrane, ATSB, sol- Gel

A B

FAT 4 Yoo Wshe} therek Abgl Hope] e
39 B34 4R L AAA2E B
253 chby ATRY ohjz} B
24 mgu Al 2A BRI gl T DAY 2
A R3Ael R sho® ¥3+ 51 ¥4 20069%F
2o} epule}, m2E e A FASHY & BE T
77} 2 Aolehe AnE shx 2l

4% 54 A sle A8RE FedE 2E2A,

gAR Az, TEas, 271, olxudeAY, HEH
3 AAY e Fol e, o 7lEFo] chkstA

AEET olch YBHo B ofuhe F2 olE EHo R
4457 lem et % 2%, £F, i3 2L
£ T4 vEstel & o) 22} THE /)T EP oA
o] o) Folit HY Y o] Fol 2Jshe] o]F0i7]7] w o] THe]
dealm, duAe) 225} He BHE AUz glepY
TEAS) FAD BHL U8 e o4 TA

1 E~mail: hcheong68 @ hanmail.net

o] 282 gt B, § 47, 3, V|AHe R ¢4+A
g 5449% 713l A=t AzEe] Z4o] #2453
afela] 22 A o) T FLg [ 71E-E FAARE 5
+ AEE(ALOs Zr0,; TiO; Si0. TiO~Zr0.) o gt
77} BEshA AA=H QU0

qge]FFo] AMEE TN 71F Aojrt vl folgt
ot F o} ofspete hoehmite (7~AIOOH) £} I<4 ¢
FA}o)= (ATSB, aluminum tri-sec butoxide) & A3}
o ZidstAl A2 ¢ vk EF v GXE] Lo ot
2t - ALOs BAAY B ozl B 7HA FotAdd HAT
25 7}Algh "1 boehmite: 450°C 3 ¢lA} v]Alg 7]
TE 712 -ALOEM Ae] HE Ao 2 od3lF gz,
1200°C BT} Fe 25 oA dxje)stA Fd A2 ¥
3t doubx] gk oF7re) At Ak Fubehe 8-
ALO; EE 0-ALO; 02 AR o7} dofdr} =19 o- ALOs
29 AAel= 71 =719 Widel vermicular +2E 7}
e v galgal Ak AR sk "o Sabehe 7]
Tar)9l BEE Aojsts Aol wif Fo3tn R, Ahlele}

- 205 —



206 A5 A A12W A3z (2002)

I

oA 729 H3HE oldste AL T
B AgME oFate) e AHe] o w)HT-2) M3}
= #As}7) 93 AAA slol I A=tz 247) )F
£o] o2 AAA fol) ahE AEZ ] LZellA
dxg)sto] x| x|} ofupul Alolol) FAH e o) W
A5 Ado) Lot u|ATx HIE wAEch

2 HEYH

2-1. 34 gRo|ut XX M=

et 2R 4 A AH Y Aze HF dA 2717}
4gm LFul} E2H(ALM-42, Showa denco Co, Japan)
# BF 9474 2717F 0.4m B (AES-11, Showa denco
Co. Japan) & AH&ste] F4 A slip casting) o=
HPS (High Porosity Support) 2} LPS{(Low Porosity
Support) & Azstdrh. €19 Axe T ELH
2559 vz} 111002 EFse] 347 T EE & ¥
2272} PVA (Polyvinyl alcohl, M.W. 10,000, Fluka,
USA) £8¢ Hrlstdm, Hdu £¢ o83t AT
Azstgct. Az" AAAEe $2 £5F 5C/mine 2
8hod 1300°C o4l 4412 Bt Gxssich

2-2. BEIE R0} E9 M=

Z9] A== ATSB (aluminum tri-sec-butoxide, (Al
(O-sec-Bu)s, Aldrich, USA) & o]&3le] Z-7Ax] 9
& A zsedch 1 mole) ATSBS 7tEajel Had
4 mol®) ZFHTE AY T7|E o83k A3 7 E
7} Bg W7k A @A w2t ezt 43
g 2PEL 20009 E& Hrlsted siMAl &, <A
2] B2 918 0.07 mol® HNOs;(Matsunoen chemical
LTD., Japan) & 33} Hrlsle] Fysia GAstd T2
dqich, =& AT ZEHES A7 A 5wtk
PVA (M.W. 72,000, Fluka, USA) £4& AHrlsle] Hx
E Z7MAF. oJstube) AL AxE Fo ZAE IA
)7} 2ot A=) 7= (dip-coating) & AAIE F TEE A
He P& HEIE o] 43t 40T x4 80% 4 &
T2 x5t 48 Azt Bk AzEAch. 42" A|E2
600 C7HAE & FANA FH=E 2 $A57] 9
& 1C/ming £ $£E2 948 ¥ F 900~13007C 2
LTl A 7k 2217 Tk A E AAlskAct

2-3. ZF4 Y ojMiTE BN

dxelE A2 g N Ve T 7T E S
XA (mercury porosimeter, Autopore I V2.04,
Micrometrics Co., USA) & o}&8te} A3z, &-Fvl
U oztete] A4 B dFzi® AlEE 15mmX
15mme) 2712 Awgr 3 9=k XA 3 47 (XRD,
RINT/DMEY -2000, Rigaku, Japan) & o]43te] slA}
252 1°2 3AsT, 40 kV, 200 mA S} 2= 10~
70° 72 A5t 35 XRDY AREHE §-ALO:
ol a-ALO:29 Aoz EAE s 6-ALOeIARE
Jehts 65.2°(040) F39 a-ALOARE BoAe
25.6°(012) =& AH438tx #AFE T2 (PeakFit
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Fig. 1. XRD patterns of the membranes processed at various

temperatures : (a) UM membrane, (b) HPS membrane, (c; LPS
membrane.
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V4.00, SCSS Inc., USA) & A}&3}e] BAJ5)dc).'® G
g 2% w2 nAFxe HilEs F41-xE0 7 (SEM,
DS-130, Akashi, Japan) & AF-43lo] @23}

3. &nt g

4] A3 (slip casting) W2 ¢Fo}
o] A2H AA 9] E2H BAE T 7T
Z 2}g3}ed &A% #3 HPS (high porosity support) =

712§ 39.3%, T 71F =7) 0.64m, BE 2.63g/cm’%
2, LPS (low porosity support) A& 7]3-& 18.7%,
FF 71F 27) 0.1ym, LT 3.04g/cm’E AR H 9} HF
ofmju} rlo]e) o) FF& A= 7|TEL o 2w A
o]& el At

obZoji} E& o]gsled HPS9 LPS A A|A ¢l o34
kg ¥AAIZ AJEY ofFtat gle] FAAIZ! UM (unsup-
ported membrane) A#& dAes}ed Axg F XRDE

/‘]-%-3}01 A4S B4 AAE Fig. 14 Yebligict. o]
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e &A3) a-AlLOs A2 Holrt dod A& &l
& 4 903, HPS3 LPS 9 ZA$e olAT 6-AlLO; Al
EAsE AL o & F v} 2B 1250CE X8
o 79 HPSAAE 443] a-ALOs 422 o7t o
ot & FHAY 4 dA|u LPS Y 7%= olAx 4A3)
o-ALO; Ao 2 Holrl doju}x] edgi), =3F 1300°C o
A dxjelgk ASele viEA A XA ZF o-ALD;
Aro 2 Zol7} dojut 7ol =Kt

wjeba] 2] 2xoj A dAER AW AbAe] LR
w2 o] oFe] WHEAE A4 AFAE Fig. 29 Jehisl

o}, AR A glo] FAH Ao A a-AlD.9] Aol
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Fig. 2. Change of peak intensity of e~ Al,O; phase in the mem-
brane vs calcination temperature.
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Fig. 3. Scanning electron micrographs of the membranes treat-
ed for 1 hour at 1000°C : (a) UM membrane, (b) HPS mem-
brane, (c) LPS membrane
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Fig. 4. Scanning electron micrographs of the membranes treat-
ed for 1 hour at 1200C :(a) UM membrane, (b) HPS mem-
brane, (¢} LPS membrane

SEM € |43 mdl7= FFHE o] XRDEEH
Fald Aol Ad A fARE A¥E Bolm Qo)
1000C el 4 2417 FoF dA ezt A]He] SEM A} (Fig.
3)oll4l= XRD ZHAHY vlA7x9 Wils & alo)E X
o]A] g3 gk, A AA] glo] FAE ==k, HPS ¢o)) &
A" o3t=t aejm LPS $o) AR ogtutolA oja)
Z Wste FEE A 2 47 UAp AA o] dopd AL

Fig. 5. Scanning electron micrographs of the membranes treat-
ed for 1 hour at 1250C :(a} UM membrane, (b) HPS mem-
brane, (¢c) LPS membrane

& 4= sloh o)mx) £417) (Image analyser) & ©]4-5}o]
472 Z71F &A% A3 7 dA 27 AAA glo] ¥
A5 ofuteljxE 143nm, HPS ¢ #Ag ofzjate
107nm, Z2j2 LPS ¢ JA% o33z 67nmyc). =
3 1200°C oA A 2212 B9 dX2]dF A|He) SEM &3 4
& Fig. 40 vehlidden, 3714 1000°C 4 w2
H Aotz 7he] Afo|E Boj ik AAA] glo] A



Fig. 6. Scanning electron micrographs of the membranes treat-
ed for 1 hour at 1300°C :(a) UM membrane, (b} HPS mem-
brane, (¢) LPS membrane

H o=k (Fig. 4(a)) 2 789 dAtell A a-ALO:S A ¥
2ol =ekal vermicular F+ZE 2ol lck. ¥kl HPS
Aol AR ojxputst LPS glo] AR ozt (Fig. 4
(), (0)) 2 okA7EA] =k =7)9] F7hke Rolx glot.
T2t A AA glo]l B4R 37t kA<l boehmite
o dA el B Aol At BEE Holz A
HPS2F LPS Heoll ¥A4" AFfEolAe A x| A2} i3t
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Aole] AAde|7t AldEHE AL FEAE 5 ok

wjets] HPS ¢l ¥AE of=2ts} LPS 9o ¥AHd o
satoll A vermicular el v|AlFEE FAEI] A
1250°CellA] 2417 <t A2 & AR vl 7= Fig.
5ell vehiigich A4 glo] YA o=t (Fig. 5(a)) ol
AE 1200°CHA vermicular #ejel w|AlFZ=7} Vel
F gz AAste AE o 4 0, HPS el 344 o
4t (Fig. 5(0)) A& 8|24 vermicular Fef} =|A
Z7} #2577 AFeA|E, LPS $ol ¥4 o3t (Fig.
5()) & oA = &3 ==] ¢ vk LPS #foll ¥A4E o
Fkoll 9] vermicular Hej] w|AFEE Fstr] 94
1300CAA 2417k dxsigen, #FF vAFZE
Fig. 69 Weluigict. o] Lx e A=A glo] AH o
ekt HPS Yol AR AAnete s A& o2 o]ty
ApgAko] A= o, B2 LPS $ld ¥4 o=t
N A= vermicular Fefe) v|AFZE FAE & U

XRD¢ SEM 9] A 2R-E] Z7] 7]3-§¢] o}2 A H|
Aol HAE Aol dXE] 5o ©E HstE FF
& 5 sl weka Z4 Ao FEE gL oF A
Ao} FFuk Alolof zH4-8lE SH o JFo R JIHET
Z4sts 23S 1A BAEE Fig. 74 el gl o
3 2A glo] oishde] A= RE Aol §-oA o-
ALO;E Aold o) ¢F 10.08% Y F50] dofidr}. oelA
oA = glo] A oo AR A 550)
dofd 4= YAEk, B4 FA Yol AR ASE gFA
GAEs 532 g #HF ojufuiuto] $Eo) WA E |
Foll 34wt 2F oAt Aloells SHo] LA H
otato] AR o Y= &Y AHolE DA
£ Z9E JelgA "o} gl Axjslel GFa o3}
= Atolof| A zHg-3k= AR 6-F (residual stress) & A4k
Bla o] gt ol4ste] 2EAE AT 5 vt AA]A
T e} Afele] 3 Ak HAH ofFfute] @alEE ¥4
3 e Ao JMAS T A (1) & AHe-sle S A
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Fig. 7. Residual stress conditions of ceramic membrane.
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Abst et 1o
-_E 4V
o=Tioy (37 m
47]4 EE & (Young’s modulus) v Eol&w]

L—:.""*

(poisson’s ratio), AV/VE 580}, & 9
3 AH2-9 B AAIS gk dF el A XA 9 7)15-ES
zEjste] AR 4 9l Knudsen'” A& AL-&-3}o A4bs}
Hony AALE AL olel] o) AlF zhet,

E=4102 &~**” [GPal 2)

q7)4] P& 7139 &S Jehit 428 o4
NE EA7E AHEst 71388 §AE AH HPS= 7]
T80 39.3%°)Z LPSE 71&&o] 187% %t &HE
e olgstod 4] (2)2RE doxl & (BE)> HPS7H
86.86 GPac¢)x LPSE 19598 GPaeiich. F3ix <&
(E)3} Zol<=8] (poisson’s ratio)== HPSel4] 0.19¢]i
LPSeA] 0214t Zol&y|, 98 283 $5&S ©]
43le] A (1) ENE 2AFSH, oF AAdsE HPS+
118.2 MPace]z, LPS+ 260.1 MPac°]sicl.

doiz] S-H L AHEsled AAA Y ofFT Abo]ol] FA
Hold 252} AALL Clapeyron A& AR&-3}loy A4ks)
Aok

 TAVAP
A== 3)
7|4 ATE LE3}, TE 4] FYLE (12007),

AVE 6-oA a-Al,0:2 Aol B wje] F a3
(-2.8676cm*/mol), HE -9l a-ALO:RE ArAe]
AE2D](-11.3KJ/moD)'?, A= 49 A (NEFY
o]zl B2 (¢(HPS) =1182 MPS, o(HPS)=260.1
MPa)& ¢HaE o)&ste] Aldbsigct. 4] (1) 2FE o
o7l ghe o] gsle] 2EAE Aatstw, A A|H e} ofzet
Atolel] EA3ts FAF-SHo 3 WA == A= HPS
L 44°C92 LPSE 97 C ). o] 3= XRDe 93
gol5l Ao} Aol dAFTE & F Uk

4.2 E

Boehmite %8 A48l -4 wWhyo® F47} 3im
Q) oztute Azslgen, oute xR dAsy
B8 A3} o3 e AEE o

1) XRD 4 AFAERY -4 o-ALO:Z 2] A4Ho]
25 AAA glo] AR gFH=te] A4 12007C, HPS
ol §AE o3stetel A$ 1250°C, 282 LPS ol ¥
A% ojzute 1300°C o4 SAsHA AAe] =ik

2) SEM& 5% n|AFz9 FANH= XRD S At}
b7 2 7)F-g0) 47) o2 AAA (HPS, LPS) #el

HAE T 250 odFatoA o-ALO:S YA AT

Z #gal vermicular FZ7} 50, 100C o & &%
A A

3) SEM3 XRDol4 2edxl AAe} £xx= Clapey-
ron A& o]&ste] AAtE A3} HPSE 44°Celx LPSE
97°CZ XRD$} SEM o4 #3233tz A dx)stglo,
o)5 AT ZRE A3 A2} o Fut Afo)e 2Hg-ah g 0] of
z}uto] Aol A AA|7lE AL o 4 9Tk
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