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Abstract

The purpose of this work is to study the effect of ZrO, on mechanical properties of HAp-
ALO, based composite is to improve the flexural strength, hardness and fracture toughness properties
of biocomposite materials for bone replacement . HAp powder was mixed with 20-30%vol Al,O, and
15-25%vo 1ZrO, as an additive. The mixtures were dry pressed and then sintered
at different temperatures.  Density, phase and  microstructure  of  sintered  composites
were characterized. Flexural strength, hardness and fracture toughness.

The results from mechanical tests showed that the highest flexural strength, 45.60+2.24 MPa,
was obtained with 25%vol A1,0,+20%vol ZrO, addition and sintering temperature at 1500°C. The
maximum hardness, 3.73+£0.05 GPa, was obtained with 30%vol Al,0,+15%vol ZrO, addition and
sintering temperature at 1500°C. The maximum fracture toughness, 1.04+0.06 MPa.m” was obtained

with 20%vol A1,0,+25%vol ZrO, addition and sintering temperature at 1500°C.
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P,0, + C,H,OH

Ca(NO,).4H,0 + C,H,OH
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Mixing
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Intensity (a.u.)
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(Wang et al., 2005)
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Ca(NO,)2.4H,0 H,NH,PO,
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Citric Acid
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Intermediate metal-

Organic compounds
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Intermediate polymer
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Polymer resin
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Decomposition
v
Calcination
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\ 4

Thermal treatment
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Calcium phosphates
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L4 TZP Tetragonal Zirconia Polycrystal
L4 PSZ Partially Stabilised Zirconia
L4 FSZ Fully Stabilised Zirconia
L4 TTC Transformation Toughened Ceramics
° ZTA Zirconia Toughened Alumina

L4 TTZ Transformation Toughened Zirconia
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o3 lalslymaoyman luainunnuaingawes lamisazilasuigmawelagsssnana
v a e ) v o [ [ a 4
Favuaingativzgniivualag M3AUYEIRNIANED HAZTITUFIAVOUTDS TALTiorpg
(R. Stevens, 1986)
2 ] 9 9 ] 9 = Qy 49! [ IE-9]
INNTZVIUNTAINANITNAUD191A12 1A ANuHileIvesFuIUTUDEN Y
a & ~ & == Y A A ~ P 1
YSHIUV09 +2r0, MINFUNIUN +Zr0, WINFUNUATUUI TUUNITLAN WU USUNNIU

(R.W. Cahn, P. Haasen, and E.J Kramer, 1993 )

O
O
ﬁ * O
O
W o
@)
@)
(O  Original metastable zirconia partical (Tetragonal)
A
@1 Martensitically transformed zirconia particle (Monoclinic)

‘]Jﬁ 2.17 Llﬁﬂﬂﬂﬁlﬂﬂﬂ’nm‘ﬁuﬂ’JTﬂﬂ@Wﬁﬂﬂﬁlﬂﬁﬂu’JgﬂTﬂ (R. Stevens, 1986)
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a d'd' %
2.6 NUIVENNYIVO
Y Ao o ~ [ A A = 4
18taatesiuaunnuersuiezdsvlseaniaFanaves leasenduei Ing
o [ 3 Y
dmsuiutagnaununsegnuaz iy

'
[ a Y o

] 1 1 1 a 4 % I ]
pg19N 1ana lUudarn ezgiivwazives Iadlegaiuigantianuinu lauas la
I A o ~ wa A Aa ° 9 ' o - s A A
Huiyaesnme uaglautadnanalumsiunldauswnuleasenguet Indioiu
va A [ o I [
antadanalidnuleasenduelr Indlumsldauiduizanaununszgnuazifu uagi
Ao o A Y~ o = A A [ A A = 4
QuAsTIING Idlmsihmsans ezl Sulseauindinaves leasenduei Ind
a o
Taeldozgliunazises lale
Young Min Kong et al. (1999) lafnuianiifidanavesHAp 1asn151A Tetragonal
. a =} as A a -
ZrO, Polycrystalline (TZP) tlagtay ALO, Tagufseunen 2 35a8 Mswauilna (Mixing) ttag
M5IAADY (Coating) H11¥oAT1AIUNUANANAUAD HAP+10Vol%ZrO,, HAp+20Vol%ALO,,
HAp+10Vol%Zr0,+20Vol%ALO,, HAp+15Vol%Zr0,+15Vol%ALO, 18z HAp+15Vol%Zr0,
o 2 Y an . A a o I
+30Vol%Al,O, ﬂ1ﬂ1iﬂlu§ﬂﬂ’w’3‘ﬁ Hot Press 11 Graphite mold NYUHNYN 1200 C Wuan 1
3 ) o Y Ay v ' a
1139 Tasldauau 20 MPa 718l@dUs561017 Argon HaNITNAARIN AN MTIAN TZP
Powder 0411 HAp itag Coating fe Al O, 92 3f1Flexural strength L1& Fracture Toughness #l
gan71M3 Mixing 11aZ§aNUNNIAY TZP powder 1A Coating A28 ALO, TutfSuaiiiuain
4 Y 1
Y121A1 Flexural Strength 118 Fracture Toughness g431 T1agNmsian 15Vol% TZP uay
Coating A8 30Vol% AlLQ, 923A1 Flexural Strength ¢ Fracture Toughness § Qﬁfj AfND 300

12 o w é = g’/ 1 9) = 1 = = 1
MPa 1182 3 MPa.m'~ @1a1AY F9UNIAINT 1Y HAp Mgy 19aA8In4 3 1N
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EA Flexural Strength | 3
200 Fraectnwe Toughne == %
= =
o S
= =
-] (=]
= 2 =
n
100
«
: -
N N
= 3]
= g
=
0 S 0
Pure HAp  HAp+10Z  HAp+20A HAp+10Z20A HAp+10Z 20A
(coating) (mixing)
Composition
~ 1 < 1 = a
:.ji‘lJ‘Vl 2.18 AMANUHUYILLTILAS AN NNV UYIVDI HAp Iﬂﬂfﬂimu Tetragonal ZrO2
) 4 4 Ve
Polycrystalline (TZP) tagify ALO, NiFmnamanannuuaziliou
MeUAUITLHINMIHaNUnd (Mixing) ttaznsinaeu
(Coating) (Young-Min Kong et al., 1999)
4
300 E Flexural Etrength | )
Fracture Tonghne ss 2
= — 3 =
= —] =
Y Y " I — )
: - E
(% 200 — s =
— 2
= |
fan 5]
2100 E
= - 1 2
= £
- =]
0 - s L 0

Pure HAp  HAp+3Z3A HAp+10Z 20A HAp+15Z 15A HAp+15Z 30A

Composition

{ 1 < 1 a
319 2.19 MANULAWITWAZAIANINMTEIVE HAp 1A8MSIAY Tetragonal ZrO,
Polycrystalline (TZP) tiagifiy ALO, N/Suauuana1any

(Young-Min Kong et al., 1999)
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Jingxian Zhong et al. (2006) laAnu1nsdSulysmuiaBinaves HAp-zro, Tagns

a 2 d‘ 1 v A g}/ o o dy
Y ZrO, TudSunanuana1enuae 20 30 40 50 uaz 60Vol%ZrO, mﬂuum"lﬂmmﬁmugﬂ

a 1

@2073 Slip Casting UAWIMIMIATINNAIMNNIAZIAIANAIINUAD 1400°C 111 2 F2 119

U

1450°C 1381 1 53 1191450°C 1281 2 $2 THAAZ 1500°C 1381 1 ¥ 119 NANITNARDINUI LI BIAN

A g o Y < < ~ A dal A a
TG Zr0, memilz‘nﬂwmmmummq AIMUUUILAS AN UIUNUUINUU Tmmmimn

~

o a o I~ @ oA
60Vol% Zr0, 8311 HAp tagshmsmntiniiguugi 1450°C 1iluna 2 92T aeliauiianig
A A

1 < <
nananga ﬂ@ﬁmmmmmﬁ 200 MPa A21ULLUN 4.53 GPa Lmzmmmﬁm 4.37 MPa.mm

§ 1 <3 1 a 1 @
M3 2.1 AANUUTIASAIANUKTEIVEI HAp Taenmady Zro, TuilSunauanaiany

(Jingxian Zhang et al., 2006)

50 vol% HAp-50 vol% ZrO, 40 vol% HAp-60 vol% ZrO,
Sintering condition

Hardness Toughness Hardness Toughness

(GPa) (MPa.m'?) (GPa) (MPa.m'?)

1400°C 2 h 2.21£0.03 2.21£0.11 3.1240.13 3.05£0.33
1450°C 1 h 2.68£0.03 2.04£0.32 3.74+0.16 3.4540.53
1450°C 2 h 3.58+0.08 2.64£0.20 4.53+0.28 4.37+0.54
1500°C 1 h 4.21£0.10 2.59+0.15 5.01+0.23 4.25+0.64

270
240 o —®8=1400"C 2h
. L Tl
£ 210 - #—1450°C 1h
£ 1450%C 2h
180 1
& | —v—s000c
150 o
= 120
i
=
g 90 A
=
60 1
30 1
T T L T T T T T
0.2 0.3 0.4 0.5 0.6
ZrO, Content

A ' < a 1 @
gﬂ‘ﬂ 2.20 ANAIULUILLTIVDY HAp Iﬂﬂﬂﬁmu Zr0, 11!‘]J§3J1i11!&@]ﬂ@ﬂ\1ﬂ1!

(Jingxian Zhang et al., 2006)
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Horng Yih Juang et al. (1994) lasinuin1sUSuilssauiaidnaues HAp-ALO, Tagns
[ 9 Y
@ ALO, lulSinaiinanaadude 5 10 1508220Vol%ALO, 311wt liviimsiugiily

1 { a o < o J a
LLVI\‘]LLQZLW'INﬁﬂ“ﬁQﬂ!ﬁQN 1200- 1450°C 101701 1 21U WAINMITNATOUNL I NITLAN

=

a o J < {
10Vol%ALO, a3lu HAp Tasmswwiinfigangil 1400°C 92 UA1ANUNLALTIZINGAND 156

E]

MPa
Yougoti Nayak et al. (2008) lafnu1n1sHavesmsan zro, aslu HAp hilaenau

Y ! ] '
WULIAZ AN TAN1INavIFuUNmIUMsRInguvgia Tasiduns zro, Tuilsuuh

U

Y
=3

[ = gl.l o o Y ax . . 9
UANANNUAD 2 5 7.5UAL10wt%Zr0, mﬂuuuﬂﬂmmimugﬂmﬂn Uniaxilly Press Taold

o < A a o I @ Y a
133AU280 MPa UASINTAUNNGM TN 1150-1250 C L‘]J‘Lll')ﬁ’l 2 GH'JI?J\? ﬂ’lﬂi@]'ﬂiiﬂ’lﬂ?ﬁﬂﬂ@ 213]

=

MINNINABEINYI M3aN Zro, Tuiffunm 2wt%zro, asluHAp Taswniinhgmugi

]

1 ] < { o w
1250°C %ﬁmmmwumuuuazmmmmuﬂgmﬁtj@ﬁa 99.6% Lkag 72 MPa 914a1al

Il ' < H 4 ] Y
M3NN 2.2 NANVITIITIVOI HAp 1 wt% VD9 ZrO, NUANAINY

(Yougoti Nayak et al., 2008)

Composition Relative Diametral Three-point Phase in sintered HAp sample (vol%)
(wt% ZrO,) sintered compression bending HAp t-Z10, Ccz TCP
density (%) strength (MPa) strength (MPa)
0 98.0 13.0%1.03 35%t1.2 100 - - -
2 99.6 34.512.763 72143.6 96.50 | 3.50 - -
5 96.3 11.3%1.04 31%1.55 64.9 11.3 6.2 17.6
7.5 92.4 17.011.362 4012 71.2 12.7 5.1 11
10 90.0 13.010.907 3611.75 79 14.50 Tr. 6.5

ARapaz-Kmita et al. (2005) laAny1msdSulysauiamainaves HAp-Zr0, Ingns
(AN Zr0, ﬁﬁmumaumﬂﬁumdnﬁuﬁ@ Coarse — grained ZrO, (CGZ), Fine — grained ZrO,

9 Y
(FGZ) uag Needle — grained ZrO, (NGZ) lud3unas 20wi%2r0, 91nuusimsaiuglaneds

a

Uniaxilly Press Tag19a21us 100 MPa taziwnaiinfigaunigil 1150-1300°C ilurnan 2 $1Tug

G

1 Aa A 3
HAYBINIINAADINLI MsAuS I Zr0, Taglduuneyninilu Fine — grained ZrO, aglu

q

a a 3

A o =< A o = wa a Ao A A
HAp N"MMTININUNNYUU DY 1200 C ISUTNUALBTINANANTAADUAT AITNLLUILITI 125.2

Q U Q

<3
MPa ANULAY 7.6 GPa tazANuwiien 1.4 MPa.m'”
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] . < ' g Y 1 1 [
A1519M 2.3 AMANUUVILLAZAINNNLUIULTIVO HAp ﬁﬁ‘lluWﬂf)lélﬂ']ﬂsUﬂ\i Zr0, NUANANNY

(A.Rapaz-Kmita et al., 2005)

Type of material Sintering Vickers Bending strength
Temperature ‘C) Hardness (GPa) (MPa)

HAp 1150 5.8 101.2+13.4

1200 6.4 98.6+15.1

1250 6.6 89.5£134

1300 5.7 84.3£11.6

HAp-CGZ omposite 1150 6.8 121.6£15.0
1200 6.4 119.1£15.0

1250 6.7 125.9+16.5

1300 6.5 130.8+15.6

HAp-FGZ omposite 1150 7.4 120.4+19.8
1200 7.6 125.2+18.7

1250 6.5 100.6£17.0

1300 6.1 97.1+15.9

HAp-NGZ omposite 1150 7.1 129.0£16.9
1200 7.3 123.9+22.0

1250 7.1 101.2+16.8

1300 6.9 110.9+14.6
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Hap [Haprcoz Bloaproz B gapnaz

172,

Y
700000000070

1250 1300

Temperature o)

JUN 2.21 MANUKTEIVOI HAp NUUVUIABYNIAVDL ZrO, NUANANAY

(A.Rapaz-Kmita et al., 2005)

=

Young-Minkong et al. (2008) lafinyIMsnaveIn1sian HAp aslu Zr0,-ALO, Wilae

< @ U 1w T o $
anuudanss Taeldoasidau zro, : ALO, 1N 4 : 1 HIOINNY 80Wt%ZrO,-20wt%AL0, B9
MNS0T8Y  Zr0,-ALO; Taenf3euMeuny 2 35521314 Nano-composite  powder L

9 '
Convectionally mixed powder 9INUUINSATON HAp Ju5uaufitana19nufe 5 10 20 30

a

Y v
18z 40Vol%HAp 1142711n15U13182875 Hot Press 11 Graphite mold figaivini 1400°C Tag1d

U

o < v 1 =
1390 30 MPa 11981 1 92 19 HAMINABBINYNIMIIATIN ZrO,-AL O, Nano-composite 9%
' < J a
UAINNVUUIUITININAI ZrO,-ALO, 91NN15163 81 1AY Convectionally  mixed HATNITLAN
I @ ' 1 ! ) o
30Vol%HAp 8411 Zr0,-AL0, Nano-composite 1 usas1auimmzavigadimsoms 1§
A o . A <3 = A J g
INB31 Load-bearing  1azNAIANNUIILITININNFAAD 800 MPa  UBNIINUGINWdvD
. . a zg ~ = A 9 I
Tricalcium phosphate (TCP) INAYUMINAGA HauANUANTaIzazasuazaiuunszgnly

1 Y 1 = ] =
'iﬁﬂwulﬂﬂﬂ’n HAp N80y 1A

a 4

v 9
‘%Qﬁﬂﬂﬂﬁﬁﬂ’kﬂﬁujﬁ]ﬂ@nﬂ il WmngumuazmiTmﬁauuﬁﬁummuiumima

Y Y
v = g‘zddd ]

sulysauinidanaldnuiagdnmidalsznounsinyuegnuls uaignn uazgung I N5

q

=< A
NUNNIUUTTY
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A oA sq ¥ A w " a Pl wa
Lﬂﬁf)\‘]llﬂlla3@ﬂﬂ5mﬂﬁlsﬁﬁluﬂ1ﬁlﬁﬁﬂu@l']f)fl'N AUATIENUACNATDUTNUANIHUA

uanaluaisnan 3.1

A sAq
AT NN 3.1 LLﬁﬂQQﬂﬂ’iﬂlﬂﬂl%iuﬂ'ﬁﬂﬂa@Q

AWan LU/
Particle Size Analyzer Malvern Mastersizer S
X-Ray Diffractometer (XRD) Bruker D5005
Ball Mill P.S.C.M. -
Dryer ELE Model SDO 225E1
Vibrator/Shaker Retsch AS200
Hydraulic press (Compression machine, 11 tons) Carver Model 3620
Vernier Mitutoyo Diamond
High Temperature Furnace (1800°C) Labquip Vecstar/VF2
Furnace (1500°C) Nabertherm GMbH
Microhardness Tester Wilson 450SVD CK-AH
High Speed Diamond Saw Buehler Isomet 1000
Grinder&Polisher Machine Buehler Ecomet 5
Ultrasonic NEY 28H
Ion Sputtering Device JEOL JFC-1100E
Scanning Electron Microscope (SEM) JEOL JSM-6400
Universal Testing Machine Instron 5569
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32 Jaquazansai

@

AAq Y A
dauazasaunlglumnanod uaaslumsnam 3.2

A [ aa 9
ATTNNN 3.2 'JﬁfilLLﬁ%ﬁ?ﬁlﬂuﬂi%iuﬂﬁﬂﬂﬁﬂ\i

Uszinnans Fonsm WiA/ANTA AWan
Aluminum Oxide CASM Suzhou Dexin Advanced
¥ v
Iy Ceramics Co., Ltd.

Hydroxyapatite Hydroxylapatite Fluka Analytical
RPN Zirconium Oxide m-ZrO, Riedel-de Haen

A5HINMTEANIE | Polyvinyl Alcohol - Fluka
©19 Stabilizer Yttrium Oxide - Riedel-de Haen

Jd
3.2.1 walaasendueithnA(Hydroxyapatite Powder)
o I 7
neleasendueillng gasall  Ca,(PO,), iiluleasendueilr Inaniinnu
a Ly K o A A o gy 1+ ¥ g ¥ ™ A 9
Usgnsievaz 90 Iagimiin dudedunan ldun ihiesaz 5.0 Tasthviin aasiuiosas
90’ [ Y] 9 so’ 1] =1 9 Bol [} 4
0.05 Iagivin samladesas 0.2 Tasiviin uaaendosas 0.005 lagimiin Iaueaa
90’ @ go’ ] 3 ?:’ o
$ouaz 0.005 Tagiiniin noaundsosas 0.005 Tagtiiniin (Maniseay 0.04 Tagiinniin
= 9 ?:’ [ = Y %’ ] a a 9
Twunadensosas 0.01 laetivun la@eusesas 0.05 1aglilviin Uninasosas 0.005 lag
Y ' Y Y
1viin Az Sesa 0.005 Taerivin tazdenz@iosas 0.005 Taeri1niin (Fluka Co., Ltd.)

d
3.2.2 ma:aﬁnﬁﬂman"lmﬂ (Aluminum Oxide Powder)

U
v
a =

A A ' a ~ 9 <
neozgiiionoon lad (ezgiun) gasall ALO, l9insa CA 5 M 1iluezgiiuni

U

4
Y o a

=) a a ¥ A @ Y = IY
Nﬂ')’liJ’]Ji’q‘l/]‘ﬁif]Elag 95 IﬂﬂUWﬁUﬂ ﬁu%aﬂuwaﬂllmm Icﬁlﬂﬂll@@ﬂllcb'ﬂﬁ'ﬂﬂag 0.3

A3

° @

¥ @ aa Y ~ sY ¥ @
Iﬂﬂlﬂﬁ‘uﬂ FAN1IDIAS 0.2 Iﬂﬂu'l’l"fuﬂ Llﬂﬁl“]fﬂllf]f]ﬂh],c]fﬂ‘iflﬂﬁ$ 0.1 Iﬂﬂ‘lﬂ’ﬁuﬂ IUag

< s CINY . .
1aneon lae (Fe,0,) 30882 0.02 TA81IMIIN (Suzhou Dexin Advanced Ceramics Co., Litd.)
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3.2.3 WasasIatianeanlue (Zirconium Oxide Powder)

]
v I}

4 4 4 I~ a
nawos Iaiionoon lad (wof Tadle) gasiall zro, Wuiagaunldlulsem
A 7 o Y} P a Y 3 @ ~ )
1535100 99A1lsznouranlsznoudie oS lanisdosaz 99 Tasimiin Innutleniosas 0.1
’é v Aaa Y g ) @ 9 g ) S Y
Tagsiviin san13eeas 0.3 lagiiiniin saadosas 0.2 Tagwimiin ansosas 0.03 lae
’é @ a A 9 %’ Y] 9 A v I'd ] o w
NN tazuanudy 9 Jogaz 0.37 lagtmin (Toyan USHN T1A03 10 0 91nA)

~ 1 J = & 9
A15199 3.3 MR NEUMUANUDIFITAIAY

paAsznoUNIIAT) laasenduoih Ingd(owy* QUM (Yowt)** 1505 TAItly (Yowt) =+
Ca,(PO,), 90 - -
ALO, - 95.0 -
70, - - 99.0
Sio, - 0.2 0.3
50, 02 - 0.2
Fe 0.04 - 0.03
Fe,0, - 0.02 -
Na,O - 0.3 -
CaO - 0.1 -
H,0 5.0 . .
Cl 0.05 - -
Ti - - 0.1
Cd 0.005 - -
Co 0.005 - -
Cu 0.005 - -
K 0.01 - -
Na 0.05 - -
Ni 0.005 - -
Pb 0.005 - -
Zn 0.005 - -
U9 4.62 4.38 0.37

UYL * Glﬁl}’t]ﬂal'ﬁiﬂﬂ Fluka Co., Ltd

** 49Ua1n Suzhou Dexin Advanced Ceramics Co., Ltd

U

9 a v A 4 [ o w
FEXYDUAVIN VIYN JIADT LA N 1NA

U
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3.3.1 MInaasuiioInu

d a d
3.3.1.1 M3 Stabilize 193 aiieNaely 4% Iuadsinanean lua (4Y)

2 ant . o ~ @ A
VUADULALITNIT Stabilize L“B@iiﬂluﬂ !Lﬁﬂ\iﬂﬂgﬂ‘ﬂ 3.1

J =\ a = s
MG : E)‘ﬁmflil@@ﬂll“]fﬂ

96 : 4%mol (92.91 : 7.09%wt)

\ 4

Y o 501 )
uilesiy : vnau

3 :97%wt

Y

Y
va/wanluvitous

(Alumina Ball Mill) 1381 3 %3 1344

ATNUNTIAN

Y

A 4

E]‘]JLL?STJQ 110°C 24 %2139

ATUAZLNTITOU 170 1%

HIAIDEYN : ﬁﬁlﬁuﬂﬁﬁﬂlﬂW%

97 : 3%wt

\ 4

LLﬂﬁHﬁ/@%LLﬂﬁﬂﬁ'ﬂu 18 LY

NI20819

A 4

d

i1

{ % g‘z 4 a 4
0 3.1 UWURIVUABUMS Stabilize 1503 Iatile Taald 4% Tuadsineuson lua (4Y)

(%

Y
9avu31 Hydraulic

AoUTIAU 4.8 AU

Y

=< o =
IWIWUN (1500 C 90 UIN)

Y

2 I ~
YUY 4YL°D'@§IﬂLUfJ

A 4

A39a0VINNA

(X-ray Diffractometer)
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d a d
3.3.1.2 MSIASUNRA Stabilize 1051 Haaaly 4%luadsiiaveonlua (4Y)
o 14 =\ =y Y v A =\ k4
D e Ialsvvanauuuuilenluniouanudsiieussn laa
A lusasaIu 96 : 4%Iua (92.91 : 7.09%wt) IaglFa1uaney 3 92114
o { § a I
) e @ Teulduiaiguugil 110 esrusaiGoa 1Junad 24
@ v 3/ ) 1 d' 9 1 1 4
1 Tue vdsnnminhausaun ldlue udrseuruazunsasouas 170 1w (Mesh)
~ A =3 = o Y o 3 o 9 o
3) wTaNAISIANMIIIMEFIa1NIToN la lasininaunay  uiladu
1 1 30} - U ?xll o o
(Tapioca Starch) Mwanlusasiaiudesas 97 ae 3 Tasimin naanntiuii ldduudan
1 Y o I g =
msmuaunuilaiuazarsauruanateiuiinnamiien
° o VoA Y D} 9 A = Ay v 9
4) 108190 lan 99 2. UANANAUEITINNMTIANZA 1an To

1 1 gol @ 2’; o @ 1 { 1 1
3. lusasidiudesas 97 do 3 Taguiniin anuiiHedIvgantaNuviten T e uru

'
= v

! ¢ A qouyy a g v 2
AZUNTITOULLDT 18 LUY LW@GlﬂhlﬂﬂiélﬂWﬂﬂiJ ﬂyf,u3Lﬂummmiumwm@mswgﬂ
v

=

o (%3 ] d‘ 9 o (% 2 9 d‘ (% a
5) u”IN\i@’JfJEJNVIllWUTﬂ“U@ 4. llTVHﬂﬁ@ﬂ‘lluﬁﬂﬂ’)ﬂlﬂﬁﬂﬂ@mmﬂbl8Iﬂiﬁﬂ

U

v
% ]

9 [ % ra d o Aa A Qy d‘ o =1
Tagldu5999 4.8 AU LUNUNOAVUIA 40 x 40 Haamas 31nuUINFLNUN 1d Tvimswntin
A a o 9 1 2
Ngungil 1500°C Tagldiaunius 9o u1i

o £ A < Ay y D) o Yy v ! Y
6) MFUNUNEIUMTIHINT AT 1A 1T 5. WIMITUALTIAI8TATINED

o H 1 1 1 4 g o [} ] { o
wan1a ldsourmuazinIaTouuss 120 W% (Mesh) 310U UIHIAI08199 14 10411013

maﬂﬁ@ui’gmﬂﬁ'wm%q X-ray Diffractometer

L 1500°C 120u1#l
2 xff \.
2, rd
< 3°C/ui / \ .
g S/ 5°C/um
rd
/,/
x’rf \
Lsc/wi e
/' 400°C 1201191
|~ \ nal
I".
= (W)

~ 9y = [ Y 1 = e J =
51N 3.2 ﬂsMﬁuayja“lumsmmummumammmimsaum Stabilize 105 IALilY

Y

Taeld 4% Tuadsineuoon lud (4Y)
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3.3.2 MInaanslunuIdy

2 an [ @ A~ A
VUADULAZITMINAR0ILUUTY 2 N1INAaeg muﬁﬂﬂugﬂ‘n 3.3 LL?I%ETJ‘VI 3.5

v A . . ) ¥ <
AINIRU + ATANLAITUTR udlaafu - thndu
= 4 a I'4 ~

leasendueth Ind +ozgiivi+ayives Taitle 31 97%wt

A\ 4 \ 4
9 A =
va/mauluniioua MTNUMTOALN

(Alumina Ball Mill) 1781 24 %2 1314

Y \ 4
PUNHI 110°C 48 3 T19 HIADBE : ASNNNTTAINIY
FIUAZLINTITOU 170 11% 97 : 3%wt
Y Y
HIAIDE1 UNIYA/AZUNTITOU 18 1N
% 49!

oaUug1 Hydraulic /2015981 11 Al

1A 4
(LUNWNVUIN 40 VY. X 40 WY.)

\ 4

=
IHINUDN

(1300°C 1400°C tta 1500°C) 120 U1N

A 4

Y
%uﬂWuﬂﬁﬂL%ﬂﬂﬁzﬂﬂU

v Y v
gﬂﬁ 3.3 uwumuammumuuaﬁ%mimam AUNTNAADIN 1
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[ g’/ o Qy [ a d‘ 9 = d‘
wmmﬂuuuwmmm@wﬂﬂizﬂauwllﬂmﬂﬂﬁzmuﬂmmﬂuﬁlugﬂw 3.39¢

MesdeldnyuzmMIzIazas o UaNTRFInadaalugln 3.4

Y
‘KUQWH’JﬁﬂLGﬁQﬂﬁzﬂﬂ‘U

v . 4
AINAOUANHULINNIY ATNdOUANLAFING
v . 4
- ﬁ”gmﬂ (X-ray Diffractometer) - ANUNUADMNTAA 1A (Universal
- Tasea¥99an1n  (Scanning Testing Machine)
Electron Microscope ) - mmuﬁq (Vicker's Hardness)
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(@A nwateg) | (WIN)
Ca,(PO,),(OH), ALO, 4Y-Zr0,
FA1300 100 0 0
FB1300 55 30 15
FC1300 55 25 20 1300 120
FD1300 55 20 25
FA1400 100 0 0
FB1400 55 30 15
FC1400 55 25 20 1400 120
FD1400 55 20 25
FA1500 100 0 0
FB1500 55 30 15
FC1500 55 25 20 1500 120
FD1500 55 20 25
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ﬂ'li‘l’i'l"llu'lﬂll,ﬁ8ﬂ'liﬂi$i]'lﬂ@1§ﬂ'lﬂﬂl@\1N\iﬁ’)@ﬂ"l\i Iﬂﬂﬂ1ﬁ81’i§ﬂﬂ1i
a g Y A = J 1 o a
NITNITIVILAENITY IV UUDILLE 1‘58&6EJlI-'IJf)f)ulﬁ!“ﬁ@i!ﬂullﬁaﬂﬂﬂumlﬁ\‘]
1AT9939: Mastersizer S Y041UFHN Malvern Instruments Ltd.
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I5N1ITNATDOU
1) HIna19819 laensgqualsua 2 n5y
G L 4
2) TYNEITaZaNY Calgon 1 L‘]J’E]i!,“]fuﬂ
a [ o ] I3 a
3) mummzm&iui’fa 2. HEUNURNINIDYI 50 Qﬂ‘iﬂﬁﬂl“]ﬂmm@i
o "y 4 4 A A A .
4) u"lll‘]JLGUﬂ?ﬂ’)ﬂ!ﬂi@\‘]ﬁuﬁgmGUIﬂﬂﬂGULﬁﬂ\‘]ﬂ’JTNﬂQQ (Ultrasonic

bath) Fua1 30 1 udi sz viae 'l

317 3.5 udAUAT0Y Particle Size Analyzer
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d J
3.3.4.2  MIasvnzriesnlseneumatla (Phase Analysis)
a 4 J [} 1 [ dy
MINTINAATIZH R UTENeUMAUNFVDIAIDE1 TagranMTIaeNLY
v ad o . . = v Ag 2
VOISIMONY (X-ray diffraction, XRD) VINHANVOIA159 IHUNNNTY (Pattern) 158U
o 1 a 4
MWIZAIVOIAILADLFHANINNYUBIDINN (Bragg’s Law)
,;i A a o 9 I
IA50940: XRD (PW3710 BASED) V04L3HMN Bruker 1% CuK,, iU
UHAINUTATIE
Aas
IFMInadol
D Tdsensaneesasuunsouldnin19819 (Sample holder)
Y @ ] A 1 1 o ] Yy '
2) lsurunszannadtedanedlunsouldanadiedialvzeuniy
o v A (% 1 % [l o a 4
3) i mastannunsoulamedirosnandniilasining iz

anmznldlumnaaey

Generator tension = 40 KV
Generator current = 40 mA
Start angle = 20°
End angle = 70°
Time per step = 0.5s
Step size = 0.02°

U7 3.6 UAAAUATOI X-ray diffraction, XRD
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o o 1 Ayy 9 o Y . v s o
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6) wasnnumidiunanla ljuauiedae Inge e lauldeyniamanistuaanunda
o H 1 [ 1 4 @ [} { < [
wnen 18 Tseuruazinsasouues 170 e (Mesh) uave lanedrogaddivuia@nna 9o
lunsou
-~ A = = o Y a 3 o Y o .
7) wisenamsuMIdamzFaanisai 1a lasininauuazuilaiu (Tapioca Starch) 11
v J Y 1 3 @ o ? o Y Y o J /Y
naulusanaiudosay 97 ae 3 Tasrhmin wasnintui ldduudihmsnivaundudlaiu
< e =
azavaunuananetlutiinmiien
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1 1 ﬂo} g’-’ o U 1 d‘d = 1 1
da31dI1uTeay 97 o 3 lagiiviin MnduIRedeg1 AU ten Tilseurmuazinsa
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soues 18wy e 14 Ideymanlianyuziiudauniya Meaonsvugy
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9) Wmedreg19N a0 90 8. w1hiMssavugaIensTedauDy laTasan (Hydraulic
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3.3.6 MIWINUNUAUAIDEN
o [ % [ d' [ [ g 9 = 9 d' o Y
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Qungl = 500 DAY AT A

L ERRREITHELN Y = 1.5 9IRS AT/

IAUNILS = 120 U9
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¥9N 2

Qungl = 1300 1400 L1ag 1500
IR AT

BR31MINNQUNYI] = 3 DI AHBE /AN

IAUNILS = 120 119

.4

%299 3

QUNYIl = 50 DI UFALHOA

9n31N130AAVDIQUNYI] = 5 DIANFALTO /AN

UFTINA = 1nd
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gl (°C)
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500°C 120119

1.5°C /11
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C373-88
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wan 14 1l unaaIn Ny
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) 9ol \ QJ
P ﬁﬂ AU UILUUUBDIUT NNV 1 g/Cm3

ANMUNUIUUYDIAIDEI (Bulk Density) = LY

3.3.8  MSNATOLANUNUABNISAAIAY (Bending Strength)
nAdeUAIMUABNTIAATRIMINATIIL ASTM C1161-90 Tae1Fis eanadonusa
AauazusInAue YA f (Universal Testting Machine)
1) M3 oudediaiionaao
° famedanageuliiuumadmasuvinatszanm 5 x 35 x 5 (131 x
17 x g9) Haawas (£ 0.05 Haauas) Soasesdaludamassnnudii (Low Speed
Diamond Saw)
° auymwﬁﬂmm@‘i’aasiwqﬁ’wmmmmwamﬁamﬁaﬁﬂﬂmaau

anmznldlumseson

(% 1 4 2
“lmmwsmmmmﬁumugm&ﬂmq 55U

<
AITULTITDY 150 5OU/1M

4
minnadaa 150 N3U

v 3 Vg L)
“l%mwaawmlmzm
2) MINAFBUANUNUABNTAA IR
<3| 1 @ Y Y A A =<
Lﬂuﬂ”lﬁ‘ﬂﬂﬁ@ﬂﬂ'ﬂllﬂu@]@ﬂ'ﬁﬂﬂTﬂQ TﬂﬂﬂlGIflﬂﬁ@QN@V]@ﬁ@ULLﬁQﬂQL!ﬁ&LiQ
[ 9 o w =4
NAVDIITE 19159052 MN VLAY 3 99 (Three-point flexure)
1A3043J0 : Universal Testting Machine VYOIUTHN Instron
asy
ATMINATDU
' Y

ﬁ1ﬁ3@810ﬁ1@%}ﬂ1ﬂﬂluﬁﬂuﬂ1ilﬁi‘(’JiJG]'J’E]Eﬂ\HJﬁ/'I@ﬁ’E]’U
annznlslumsnaaey

' 4 [ v a a
ﬂlumu,ﬁumug{uaﬂaNmm@mmsum@ﬂn = 2 yaatuag

ANNINVDIATOITUAI0E1 (Support span) 20 Haaung

0.2 Haawuas/uUN

<3 o Y
AN lunsnaaa 1Ag (Crosshead speed)
TIUIUAIDE = 12 §20819
y , 2
NATOUFIAI08 190 = 359

nadoUNgUUINDT



46

ﬂ13ﬁ1u’]ﬂ!ﬂ’31uﬂu§i@ﬂ13ﬁ)ﬂiﬁj\1ﬁ1u’m‘!1@%}mﬂﬁwﬂﬁ (3-3)

3PL
MOR = —— MPa (3-1)

2bd 2

Y
Tag  MOR = a1uNUABMIAA IAIUDIFUIIY
' v
P = viaveasinanildsuauuanin
L = AnuninNuednsessuaiedi
b = ANUAINYDIRIEN
d = ANUFIVOIRIBIN
MIMUINAUNAIVDIANUNUADNIAA TAIAIUIAU IAINAUMT (3-2)
X = ).X/N (3-2)
Tag X = AURAgU0IANUNUABNIIAA A
1 [ 9
ZX= NATINVDIANUNUADNITAA 1A
N = 9UIUAIDYN
MIfMUIANA DU UNIATIIUVOIANIUNUADNITAA TAIAIUIa 1aa1n
aun1s (3-3)
S.D. = (3-3)
Tags  S.D. = @INVBAVUNIATIU

= MANUNUADNIIAA TAIUDIAIDE1

Xl
- ' A 1 o Y
X = ﬂ”lmaEJ“]J@Qﬂ’J"I?JTIu@]@ﬂ”IiﬂﬂIﬂQ
N

= MUIUAI0819
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3.3.9 maaummui’iaﬁamﬂ (Microhardness Test)
I

ﬂﬁ‘ﬂﬂﬁﬂ‘ﬂﬂ’ﬂuuﬂl\‘]ﬂﬁﬂ?ﬂﬁ]ﬁJNWlij@Wﬂ ASTM E384-89

Lﬂ%@ﬂﬁ@ : Microhardness Tester YD415HN Wilson

ay

ANATOU

~ @ [] v A Y 9 = o W v 9
1) miflllﬁ?@EJNI@]EJﬂ"Ii"’IJﬂN’JWHWﬂ’JEJﬂi%ﬂ"IBT]iWEJ Liﬂﬂ@WﬂUiHﬂWi‘Uﬂﬂ’m
S A A = o o A A A~

ﬂimmmwmﬂmasmmmwmu‘lﬂmazmﬂﬂ (1U®3 180-1500) muaﬂﬂugﬂw 3.10 (1WoU

! Y 9
malasunszaniedonsuaulidanuseoaunnniv)

EASRIE=R)

e’ 180 400 600 1000 1500

A ~ o w v 9 s =
:.jiﬂ‘ﬂ 3.9 Llﬁﬂ\?fnil,iifNaW]'Uslufﬂ5"1]@1ﬂ’)ﬂﬂ‘igﬂ'l‘]elﬂﬁ'lﬂi]WﬂLUﬂiﬂiJﬂ’)'liJWfJ'l‘]Jllﬂﬁﬁwmﬂﬂ

2) g1 Inande 1. ndarazdeadeninozgiuIvua 0.3 lunseu
1az 0.05 TuATOU AINEAIAY VHIUIALUURN
o Y % 4 d’ [ o
3) MANuazoIALaziloanedod ievsans iy
Y A o a Y o [] Y A < A A =
4) AeYMANILINIZAIMINAI9619000 AIgIAIod Ao UAALAIUDGY
Y o
udi linaeeu

5) annenlFlumanaaon

vhminna = 5 nlansu (49.033 1AU)
NANALY = 15 3710
masvenelunisinseana = 100 1911

UIUYANA = 399

o I = = a Aa A
Wanalumesginssmvasuilnidatyularsuvay 136 o

o 1 I~ a 4 o
NIATUIUVIAANULUUUINDDT T (HV) ATUIUANNTUNT (3-4)
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Hv = 0.1891F/d’ (3-4)
3 a o [ <3 a ] A a
Tas  Hv = auMINN05 HHIeRY 1AW/ 15 9Naaas
Y 1 3 Aa A Y
d = dunueayuvedsesna ey Jadmes laen1laain (d, +d,) /2
H 1 < a o
F = usanldna wiedlu fiadu

3.3.10 MIAANNTHHE
msrimanurned laslfmatiaduaumeuuousuNauazAme (Anstis

G.R., Chantikul P., Lawn B.R., and Marshall D.B., 1981) fu2as ldoinauns (3-5)

K. = §@EmY?p/c? (3-5)
Tas K. = MAWMumumstag11eenuedsosin (anumiied)
E = A1lugaaveddl (Young’s modulus)
1 <
H = ;i
P = UAUIINADUIAUINGLY
C = A7NENITOIAN/2
1 A A 9 a @ 9 o a 4
E = A nldnnnmsnaaesduwmumiu Tagmslsianauuuinmesves

youNa uazAmy Faa1szuna 0.016 + 0.004
A E) 1 = 9 = YY)
annznl¥lunsnageuaaNuHted lsan1ILReInUNUNMTNATUAIY

<
HUPANIA
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:.jiﬂ‘ﬁ 3.10 LAPNANHUSTDYNALUASANINYITOULUANUDITUIY (Ansis et al., 1981)

3.3.11 M3A519a0UINI9E3199201A (Microstructure Analysis)
= o 9 < o ' 9 9 ’a
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HUVEDINIIA (Scanning electron microscope, SEM)
= U \ d‘ =3 Y
33111 MawagumIedIawefnyInsIas 199
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4) viadsludleuNeguurminFuaueen Tagldasoeduaziiion
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5) 198190 1d1nTe 4. 11 l1a1unesarsnIsaunasuiifl0819
@8 'le90U (Ion Sputtering Device ¥94U3HN JEOL)

o w oA Y ' Y, P P
6) HT@]’J@?J'N‘VIWTUﬂTiﬂ']‘]Jﬂ'JfJTl@Q]l‘]JﬂTfJETJﬂ’JfJﬂa@Qi]‘aVI53?(1!
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