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# # 6370060123 : MAJOR CERAMIC TECHNOLOGY
KEYWORD: Cubic zirconia cutting scrap, Ceramic recycling, Zirconia ceramics,
Sintering behavior
Natcha Palawat : PREPARATION OF DENSE ZIRCONIA CERAMICS FROM CUBIC
ZIRCONIA CUTTING SCRAP. Advisor: Asst. Prof. THANAKORN WASANAPIARNPONG,
Ph.D.

Several tons of cubic zirconia cutting scrap are wasted from the jewelry cutting
industry each year in Thailand. This research was studied to develop the dense zirconia
ceramics using the cubic zirconia cutting scrap as a main raw material and
adding calcium dihydrogen phosphate (CaP) as an liquid phase sintering additive. The
specimens were prepared by calcining at 1000 °C for 1 hour to remove impurities from
cutting process before mixing with 5 and 10 wt% of CaP by ball milling with zirconia ball
in a plastic bottle for 24 and 48 hrs. Then, the mixed powders were uniaxially hydraulic
pressed at 50 MPa to get disc-shape specimens with 20 mm diameter and sintered at
1650 °C for 1, 2 and 4 hrs. This research was divided into 2 parts which are solid state
sintering without using an additive and liquid phase sintering with an additive. The best
condition was a 10 wt% of CaP mixed by ball milling for 24 hrs and sintered at 1650 °C
for 2 hrs. High bulk density of 5.27 g¢/cm?, low water absorption of 0.12% and high
hardness of 6.72 GPa were obtained. With this selected condition, powders were
prepared into rectangular-shape specimens with dimension of 60x10x5 mm for 3-point
bending  test. Flexural  strength  of  90.66 = MPa  was obtained. The
results above indicated that liquid phase from CaP was occurred and affected to

microstructure and mechanical properties of dense zirconia ceramics.

Field of Study: ~ Ceramic Technology Student's Signature ......cocovveverencenes

Academic Year: 2021 Advisor's Signature ........cceoveveeereenn.
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Y,03, = 2Yz, +30, + V5 (2.2)

Monoclinic Tetragonal Cubic
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YSZ (Yttria-Stabilised Zirconia)
Cubic Fluorite Structure
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b.Mg partially-stabilized zirconia (Mg-PSZ)

¢. Yttria-stabilized tetragonal zirconia polycrystalline (Y-TZP)
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(a) TZ-8Y (b) MELox 8Y (¢) YSZ-HT .
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(a) TZ-8Y (Hydrolysis), (b) MELox 8Y (Chemical precipitation)
wag (c) YSZ-HT (Liquid phase method)?!
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AN TN UNNGEUNU 1450 ssAwal@ea WWuial 2 9318 nundnsiiadusiuiuve sl
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ArlnwazmnselnueaveweastaneluNAfIwALY 2-theta 71 28 - 32, 33 - 38 way 70 - 78
93M1 AI3UT 2.19 waziledunmUIeuiiiuasduseneunialavesiieg 19NTUTINuEnmTe
Soway 5 way 3 Wwelua T NUINUSUIUURIBMIS M ANTUL LSS UUTUANUNSOLALANULEDES

wazdUsunaaanamtnu Ny wazyinlvesrusenaurasnawnseinuealuSunautosad 39

donndeInualaeuNIUVRITEUY Zr0; - Y,05 3MINMTANYIT0Y Witz wazans® degui

2.20
c t
(@) t-Tetragonal zirconia
B c-Cubic zirconia
k c
= : i N
= N B AL T RL 5Y
L) Ll i 0
2 I8 L
‘D i P
5 ]l L
E = AN e AY
UK : U ) S 3 3 G-
20 30 40 60 70 80 90

ct
c

—
A

t
28 29 30 31 3233 34 35 36 37 3870 72 74 76 78
Degree (260)

5Y

4Y

Intensity (a.u.)
§> > |

SU 2.19 (3) 29AUsENUNINNEYDITUINUADE19ME UNSNTN AkansnisiiamadAItn

Y

wazampselnuaavauwasialidy wag (b) NWVLIEALAUY 2-theta 91 28 - 32, 33 - 38

wag 70 - 78 oA
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2500

2000
Cubic (C)

b
(%,
o
o

Temperature (°C)
=
o
S

500 [ Mono
clinic M+ C
(M)
0 Monodiinic_— —-_Tetragonal ~~ ¢ pic
210, 5 10 15 20

YO, 5 (mole%)

JUN 2.20 wnunMlABgunIuveIssuy Zro, - Y05

lun1sfnwinkun1nlaezunsuveassuy Y,0; - Cao - P,0s A93U# 2.21 v09
Szuszkiewicz tazamz?” wansliiun1siinUAsesenineesRUsznouTeBIvMTe Lag

whadeuoane NdawavinliAndunasiig q Tuudazannzaaumngd wuiiszuuiinisiie

3

415UsEnaunIn1ANilesdusenauueesns 2 519 (Binary compound) 314U 9 419 uag

a15Usenaulnaniniifesnusenaueassiy 3 516 (Ternary compound) 97U 4 ¥8ia

a v i

WATUIINAITHNRANINNNEVDNAAT IASLTIBDUNNTVDINISHNNANTNADUTIININIF 66

9 Y
a a I

Uszun 700 esAwaifea Tudteg1aniiuTuin P,Os a9 faguungiigendn 2000

9 Y Y

asmgaliea lusegranidusinm Y,0; g
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YPQOy, = YP
Y2P,013 =YP,
Y(PO3)3 =YP3
Ca3(P04)p =C3P
CazP209=C2P
CasPg019 2C4P3
Ca{PO3)2 = CP
CaYP301p =CoYP3
CaY({PO3)5 =C2YPsg

Ca3Y(PO4l3
CazY(PO3lg =C4YP7 17%0° /
CazY(POg)3 =CeYP3

I

' 50 80 o7 1 ~v(po 80
YPOy, 2P01R°) P2 ep YIFON3 vpo, P7 €10 P,05

WEIght %o PZOS —_—
JUN 2.21 ununmlnesinsuvesssuy Y,0; - Cao - P,0s%"

INNTANWIVBY Gavrichev kazaue™ vinrsnageuaudaniiniusouves
Xenotime %38 YPO, #ivin1snaaeusigmaiin adiabatic calorimetry %3agmngil
4.78 - 348.07 ATU WUIIAIAIIUYAIUTBY AT entropy LazAINIsiUAsuLUas enthalpy
yaaula Xenotime  faUszanm 99.27 JK'mol ™, 93.86 JK'mol” wag 15.944 kmol
iy Fedlfifiuinna Xenotime Huifuasussneviifiantfinrumumiuiougs e
Wiguisumanuganuiouveaweslaly (zirconia) 31nn1sAn®1ves Zhang wavans™

egaumiiiagIiy wudiweslallelirniuganusouyssana 60 JK 'mol” dagui 2.22

9 Y
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a
N

60
(@
250
X
S
E40
=
Ef;30
i ZREI Lou et al (VASP) [12]
o o
[ 7
£20 /- = = =Tojo (Experiment) [11]
o b
= /A TR
> /8 This work (VASP)
= 10 /
—— This work (MS)
o .

0 50 100 150 200 250 300 350
Temperature (K)

~1
<

(b)

th
(= — |

D W
(== ]

Heat Capacity (Cv) (J/mol X K)
—_ &
=) =

0 200 400 600 800 1000
Temperature (K)

o

2.22 AANUIANUTOUTDY Zirconia (ZrO,) (a) ¥2990unfi 0 - 350 LAaIU

wag (b) ¥399aungil 0 - 1000 tAaIUP
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uni 3
A5ALUUUIY

[
[y [

TIAVNYULN AN LA NAIUINTEUIUNSNAMLY SN DS LA AT UNUN LY

[

MUY
asnawdssrluidneesladeuasuavesansiaifudeantining 4 vasduau Tnoid
mMsenwiednawisssluidnwesladonduinldlfiAnuszlovigean uasAnuinaves
nsiiamavesrarlunszuIuNSIREnAeanURf1e 9 annsiinalsusenouuaalenle

lalasiauneawinadlulaseas1ewaadunuwsdnasiawie

3.1 @snlivazingauildlunimeaes

a a dll d' v a a
AN 3.1 31EJ@%LE]EJWUE]LL%VIJJWENWQ@ULLazmiLﬂm

ingAvuaza1sell | Yan1enIsAn eEGHELE) I ENTH
A sy luAI0n U3 ansenan
wasleiley - - wualaud (Uszne

Ine) 3119

wradelalalasiay | Riedel-de Haén - gnsiadl ; Riedel-de Haén.,
NoaLnm 04223 Ca(H,PO4),*H,O Germany
Calciumbis- - wIaluang 252.07
(dihydrogen n3usiolug

phosphate) chem

pure

wodlaflaueanased | Wako pure - gasiAdl : Wako Pure
chemicals [-CH(OH)CH,-] Chemical
165-16315 - dwiinlanana 500 | Industries, Ltd.,
Poly(vinyl alcohol) Japan

500, Completely
Hydrolyzed
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Fangunsniuaziasasiianldlunimaaas

Janaunsal

PINaain Polyethylene (PE) d1113Un15UAaNs Usugs 500 Laddng
anuaaslally YwimduHuANINaN 5 wag 10 Tadwns

TOUFNaNs

Inssunas@ansuaslun

PZWLNIIFINTUTOUAT YU 100 LY

e

nesilvaalives (Vernier caliper)

Hgnsg

aa o

et minuuuRIalng nadey 2 Fum

10) 1ndesdaminuuuR Ialniln @ msunisnaaeueisailaa (Archimedes test

equipment) NALE 3 ALAUL

11) 1384 Castable Vacuum System \ASRIMNNENISAN Buehler

12) WHUTAIYS LUBS #600, #1500, #2000 wag #3000

13) WeTALNYS WA 6 luAsew, 3 luAseu way 1 luasou

A4 A o w =1 =4
LA i@ﬂﬂ@ﬁﬂ%iﬁﬂﬂi?}ugﬂ?}ud’m

1)
2)

rsesdalalasanuuufiamafies su NT-100H 1A309snon1sA NPA
wifsnidusuiunudanaumunaduriiugudnans 20 faduns
LLﬂJﬁNﬁ‘ﬁUEU%ﬂMHLMQ%MgEJiJ“U‘lJ’]ﬂﬂ’QJJN 9.6 fadluns 813 59.6 Aadiuns
goulniln guvnfigean 300 esAnwaldoa fu UNT5 1AT0anu1an15An
Memmert

WH LN aeungilasgn 1700 aeAwa@ua Ju Vecstar XF1 Chamber
furnace + Shimax MAC3D controller

Lﬂ%dﬂé"uizl,mam,l,uumyu (Rotary evaporator) A3 0IMLNENTAN Heidolph
U Laborota 4000 efficient

oty (Polisher) JU FS-C3 (©200) A3BIMINENITAT PLATO
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= Qy a L]
3.3 AsInSENTUUESIEnwaslale
1) duawnadsszlumidneeslatleninn1saemandaulsuuduy 9 wazyinnskikaalyui
gl 1000 esrnwaided 1uian 1 alus WeridnesAusznouresasuasiu a1s
wasfuienainisuuidauainnszuiunsilesylulugrainnssy wagvinisuungunis
NARDY Fiell
ngud 1 awnadesluAidneesiallendiunisiiiwaalyifigumngll 1000
= [ o
aarwa@ed [Wuaan 1 Falu

a

nguil 2 iavnadeszluAitineslalleniiuniswiuaalydigumngd 1000
a I~ Iy £ Y a = [ 1
peAadea Wunan 1 99w wagldansiiunnadeulalalasauneamnludnsidiu
Savay 0, 5 war 10 lneuwmdn srudunedlilakeanased (PVA) Saway 0.2 Inguindn
AvnsuaNaudunal 24 way 48 Fala
2) yihnsuadunaunguit 2 ludnsdiunsenniasain RO 1:1 lnguwin Atay 250 Ny
v 6" = a a o % a a o
mganualgeslaldevuin 5 adems 99U 530 nTu uagyuin 10 Tafuns 9119
400 n3u Tuwauanatadn (PE) Usuas 500 Ladans
3)  UIHIAIDEIINIUNITUALITLME NN EI LU SENBUVBIUIN LG UNITUANIELATDINAU
sEWMELWUUNYY (Rotary evaporator) 31nUUUINFI88191191N15UAM8INTIUAATT
FaADUAISIUA NAUTNUNITOUNTUASLNTIVUIA 100 mesh
4) AnUwhMTiessiaudivearaiieg 1 laanuiazngun1sieass Al
.« 99AUTENOUNINALN FELATBY X-ray Fluorescence Spectrometer (XRF)
. oIRUsEnaUMILNE feLA3eY X-ray Diffractometer (XRD)
« NNINTTIIGIUINBUNA MIELATES Mastersizer 2000
. dnwaurlaseasannegania MeLr3es Scanning Electron Microscope (SEM)
o LY} 1 o &?’ ‘;I 1 1 I~ [ a v ] 6
5 dwasregelurimstuguiuanudasnduludnuusnsinssuenlaeiiduimugudnans
YUIA 20 TAFLUAT baTUANUNUIUSTUIM 5 TaBUAT A28MATANITOANILAILUY
fiAn1afed Nnudu 50 MPa wavihuauitegnlaludunisintnigamgil 1650
= [ QI a a 1 =1 I3 q'/
pamalliea (Snsnsiingamgill 5 ssrnwa@easiowd) 1 unan 1, 2 wag 4 il
6) \Fengnskarloulun sNmunzaunlafAIANUNUILLLYDITUIIUET NAABIBATLIY
] A a P A a A a a
WukyladmasuauInnig 10 Jadwns 719 60 Dadwuss wasianunuiussuiad 5
Hadwns wanidleEaulamasnty dusun1smeasuANULTILTIINANUAIUNIUY

wssineewAlla 3-point bending



7) FNTIATIERLaEAERUANURANY  Yestunuesiineslallefiotny Al

ALY ﬂ'wmiamﬁmﬁw AIAUNTUAIUTING PEYANAaRUBISALAE
AT uazanumilen felaed Vickers Hardness Indentation tester
ALLDS Mewaila 3-Points Bending

aefUsENOUIINE FHeLA3es X-ray Diffractometer (XRD)

anuaglATIATIMINRANIA AILLATEY Scanning Electron Microscope (SEM)

8) ATIEVuAzaTUNANITNAGDS
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3.4

WNUNINITNAADY

wWsaesyluAttnwasiaie

PR
XRD, XRF, SEM| |

wkAaleil 1000

°C \Juan 1 .

IAseh
XRD, XRF, SEM

| Y oA
neunN 1 N3IRI981N

nguil 2 Tdansiandn CaP Sowax 0, 5 uay 10 lngumn

NAUNNSHHLAR bl 73U PVA Sawaz 0.2 lagunin
| 1
EZ 1 I v I v
DATUINUTIAMUAU UARIEUI RO UARB1l RO
50 MPa Wuan 24 v vJuaan 48 v,

WD 1650 °C
1,2 wag 4 %3,

SEVBWIAIT 100 °C

SEMBWIAIA 100 °C

FATIEVLALNAFDU
AUURVDITUNY

TOUNIFIDY MU
ALLATIVUIR 100 LUy

SOURNIAIBYINIU
ALBLATIVUIN 100 LUY

AALH SEM |-

A% SEM |-

v

DATUIUTAMUAU
50 MPa

v

DATUIUTANUAU
50 MPa

ORI 1650 °C
1,2 way 4 v

WORTN 1650 °C
1,2 way 4 vl

ATV ALNAEDU
AuUhve9TuUIUY

ALV ATNAEDU
AUURYDITUINY

JUN 3. lunudanswsendunuesineesiadefiegs
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3.5  LAT99EINSUNISIASITHANUAVDITUIU

3.5.1  N15IATITRBIAUTENaUNILWE
mMsnziesiuszneumanainldifiednwesduszneumanavesmunieselu
Adnwesladle @omadansinszianmsidsiuuresdidiond (Xray diffraction) e
ANNTENURILTUAIS 9 mawwam%ahLaQamaiwamﬁﬂmiﬁaaéwﬁu 9 ﬁﬁgmwu
ameivesasusarsin Mnduhnmaiuayniinldainnsidenu (diffaction angle)
wazvin1sfigaiendnuailasaain (dentification) wesatsdragne dmivaiuifed
¥insAnwIaINNITLKTaAYDS CuKg (A=1.50060 A) Tudrays 20 daud 5 - 80 o Tag

\A3849INUTEN Bruker $u D8 Discover™ *Y

3.52  MTIATIENRIAUTENaUNINAL
msiengisdusznaumanianldiflefnuingisinuazesdusznounanadl

vouawissrluidnaefladly Ineldnaidannisi3esdsd faewades Xray fluorescence

spectrometer (WDXRF) 990U Bruker fu S8 Tiger wagvinn1sianisdesfediond il

dnuazlanIzeIsnuiavsiiniudesesnuiainezneunegluanizgnnsyiu

(@ (b)

E‘Uﬁ 3.2 (a) 1304 X-ray diffractometer (XRD)*"!

uag (b) 1AIDY X-ray fluorescence spectrometer™
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353  A153ATIZENNINSIAEIUINVELEYNIA
mﬁmiwﬁﬂﬁﬂizmEJ‘UmWU’eJ\‘ia‘lgﬂ’]ﬂﬂmﬂﬁﬁaﬁﬂwﬁﬂﬁﬂizmHﬁ'ﬂLLazmuﬂmagﬂ

¥990Yn"A MiNAnwIsgmailansnszidwesianawesitlouaninnisannsznuiu

BUNA ﬁﬂgﬂﬁ 3.3 TnevhinsAnudewa3es Dynamic laser light scattering techniques U

Mastersizer 2000 NanlaguTEen Malvern Instruments Corp.

Wide angle
detectors

Flow cell
Blue light source L Spacial filter

Red Laser (He-Ne)

Focal plane
detector

Backscatter Large angle
detectors g detectors

JUT 3.3 WiNMIIATIZIINIAYeaUNAMEATIANIINIHITIVBILALALYDT

(Laser light scattering)®”

JUN 3.4 1A3093AT 189N INSEANEULINRUAIA (Dynamic laser light scattering)
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3.5.4  n15ATIENlATIE3IMNeanIA
myiaseilasaiangamaiinlfifieAnudnuusveseyniamuissglufatn
woilalsuagAnudnuuslasiadsiiuinnindoufuseniteyniavesdurun gy
nszuIuNsenin Taefduneuluniawdentununewmiluinsed dsil
1) vinsdatunuiifesnisinudsusudamesiued 600, 1500 2000 uag 3000
Mniudntudersdamesiun 6 luasey, 3 luaseu way 1 luaseu
2) Y1150 Thermal etching Fuau ﬁqmm:ﬁ 1550 oA waidea Wuiaan 15
W9
3) defregeluiinisiadounes AoudluiinsgiioAnuilassainedae
N8939ansIAUBLANATBULUUABINTIA (Scanning electron microscope)
\A39VINENSAN JEOL Ju JSM-6610LV>"
0) thamildnnmsiiengilasaimganavestunuesingesladouih

NIAUIUIUIANTULREY (um) AIElUsHNTY Image)

U7 3.5 ndasganssaididnaseunuudosnsint’
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355 MaVAFBUAINIRATuL wazAIAImTURIUTINg
nsmaaeUAINIRATuLY UazAIATIMIURIUTINgUEsTLNY ARnIYNTiATIEY
Haemsldyanaaeuesaiiia (Archimedes test) lfinafianisunuiiilunisvagey nu
AT ASTM C373-165 Tneidunoudisl
1) dehudnvesdunundeiunssvinninuaindoeiesduuuiivalid
nadien 3 fuvids wagyinstufinandudmdnuiaestunuy Wy, Smhedy
n3u (g)
2) mmfuﬁws?}’umu LLam:f’mébu (DI water) Taluip3aa Castable Vacuum System
wazyinsufulitunusazinnduegluansgyyinimdunaiussua 40
Yl
3) iflesruvegluanmizanyinia ¥insmtnduasuutuey uasymangduny

Al dunan 20 u

v v
a =<

4) vinsUaszuvanyInIa waztBuuTNIdUNdAYsaNMuYTS waz
nstedminmeinestaluuIvialni natley 3 duvs feinIesienigy
7 3.6 wagyin1sanvuinininvesuundelueinie (W) wazu1ntinved

(% '

Fuaruiwulus (W) dvdedu nsu (o)

€) (b)

' ' Y
L) v

JUT 3.6 (a) LASRIINTEUUYINIA wag (b) lATaetantiniuuRIalwih

AusunsnedauasAlsd
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[

5)  YINASENUAIATURN adluaun1si 3.1 wag 3.2 ¢9i

| ~ 3 w t_Wd
6 AINIANTULN = —— .
% Ak £ % 100 (3.1)
dry
. o Wsat—Wyg
% ApnumuiaUsng = === x 100 (3.2)
sat™ VVsus

3.5.6 NISNAFIUAIAIINAULUY
ANSNAFDUAIAINUNUILUUYDITUINUEILTaNAFU LA laen1SIEmATALNUNLNA1e

=

YANAADUDIANAE (Archimedes) 1WULAEITUNITNAADUAINITAATUUILALAIAINUNTUA?

[

Usng) lwidell 3.4.5 wazArwiuamunsiulgmeaunisn 3.3 Aadl

1 ! Wd
ANAURUILUL (g/cm?) =—
WSat_WSuS

3.5.7  AISNAERUAIANLTMaZANNWTE)

AR TLazAANUTeIaITanadaukarAuInlanmaanSNAR 89
sYesINNesa (Vickers indentation test) UuRiuf1vesd unuiH umsTadiourudnmys
Lﬁ@WﬁTU@&%iAMiJﬁMWL%Uﬂ'auﬁ’wmﬁﬂmi’mmmaﬂiaaﬂﬂLLazﬁaaLLmﬂé’aLLaﬂﬂugUﬁ
3.7 #181AT04 Vickers hardness tester §1 HV-50A uagyinisAulaainuudsldeie

= i =i 9 ° 159 . .
aun1si 3.4 wazArAumiervesianaunsamuinlasiesyuy Radial median crack 910

AUNNTVR Anstis Faaunsh 3.5 37 Fil
Hv = 1.8544 (%) (3.)
Y
P E\ /2
K,c = 0.016 (W) (=) (3.5)

Hv  fe Arenuuds dmdhedu dlansuussonisiafiaawns (kef/mm?) 1150 3n
N¥waFa GPa)

P Ao usINATUIUNARRUR BT InINe e SAiidy 10 Alan3uuse (kef)
(139 98.07 sy N)

d Ao YuInvesTesnaaY ey Jadwns (mm)
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Co o AMUE1IT09508LANRALIINAAUINAIYITEENAIUTIUA18TD 9508
win dvdedu wes (m)

E Ao Aenaauesdan Young’s Modulus fntheilu Innzwiasa (GPa)

Radial Crack ——

Top
View

T 22—l T ! Cross -« 20—

=

View
Palmqvist Median
Crack
Crack

JUT 3.7 SnuaizUedsoenalayIogRnnINnAtiANIsnARIeiInYsuainnesa

3.5.8  NISNAFDUAIANNAIUNIULIIAA

NSNAFBUAIAUATUNIULSIFR WS BAANULTIMTIEUsanadauldaINASmTaL
Funuduuiedmasy fdhumstaiuiavesduanusiewudamesiues 600, 1500, 2000
way 3000 ieltunudiaudeulugn q $1u aunesgiu 1SO 68728 ilafinsmii
919dNansENUABAIAINLT IS weIT UL 9 ndurinIsageudemadla 3-point
bending #eA3ad Universal testing machine KAnlasu3en Instron U 5843 sauandlugy

7 3.8 LazinANlAUIVINITAIUIUAIAINATUNIULSIPAGIIFNNITA 3.6 fadl

3Pl

0= (3.6)
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A 1 £ [ =) 1 < = 1 [ [
(o] AD AIAIUATULTIAN 13D ATAIUNLTILTS Juaetlu wnewianAa (MPa)
(150 AlanSULTIROATINIURLRT kef/cm?)
P Ao WIINATUIUNAFDUFIEAIUTUULANTN Tndredu Tadu (N) (30
Alansuuse kef)
1 Ao szuzURIuviemeds dudieidu fadwes (mm)
A 14 Qy = 1 &) a a
W A9 AnunIwestiuaunndey Aoy dadwns (mm)

b Ao PMNUNUIYDRUNUNAERU Jhodu Dadwns (mm)

JUTN 3.8 NALANITNAOUAINAUNIULIIFAGIELATEY 3-point bending machine™”



uni 4

NANT1SANEUIUIRY

4.1

4.1.1

PNNANITIATIZBIAUTENBUNIANE (XRD) vessumarwIssyludidngesiaily
fuiA3es X-ray diffractometer F33U7 4.1 uaznan1sIATIEiesAUsENOUMAUAT (XRF)
Fa81A304 X-ray fluorescence spectrometer #3n151391 4.1 wanaliifiuinnandnvoins
frognwwinil fe wlamdnvosweaslawle Yitrium Zirconium Oxide Fsilosdusznaumanil
984 Zirconia (2r0,) lud3unnfesay 78.07 Ingvmiin wietevar 85.78 Inglua way Yttria
(v,0,) luusunadosas 19.23 Inatmtin vie Sevay 11.53 Inslua Snsaiievinnsane
Amage3euieuiuuieues Zhang wazane? Tusunia 2-theta 7 28 - 32 uav

33 - 38 831 fa3UN 4.2 nudluneiegninissnaesrannsylnueainlusuiuing

Han1TAATIERauURAvasaynarwIssEluAingas Ay

a ' [3 (3 =
NAN15ILAT1ERIAUTENaUNINE LLagasausenauniaadl

Ardnvaaaeslaile
v V Yttrium Zirconium Oxide
(2108570160,
Cubic zirconia
?E v M v calcined
L
2 k | v
2 J _ l A Y
9]
£
Cubic zirconia
I washed
5 10 15 20 25 30 35 40 45 50 55 60 65 70 75 80
2-theta (°)

sUN
Y

4.1 a9aUsEnauMaavadwsse luAdnwasiaLle
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C : Cubic zirconia C : Cubic zirconia
c T : Tetragonal zirconia T : Tetragonal zirconia
-
’5 Cubic zirconia '; Cubic zirconia
8 calcined 8 C calcined
2 2 N
c
E £
Cubic zirconia Cubic zirconia
washed C washed
T
AW
28 29 30 31 32 33 34 35 36 37 38
2-theta (°) 2-theta (%)
(@ (b)
JUN 4.2 mmwgngesduszneunanaveawiuselufitneestadisluiumia 2-theta 7

(a) 28 - 32 93971 way (b) 33 - 38 89FN

N 13 a = a a =
H13019N 4.1 E]\Tﬂﬂﬁgﬂ@‘UVl'NLﬂlIGU@QLﬁ@Lﬁ]ﬂigIUQ?UﬂL?j@ﬁﬂLUEJ

wsdesylufttnwasiaile

(Cubic zirconia washed)

wedgselunddnastaile (Wiwaaleid)

(Cubic zirconia calcined)

ol %faflaz Sovaz - %’ayaaz Sovaz

Tagunnin Taglua Taguutin Taelua

ZrO, 78.20 85.71 ZrO, 78.07 85.78
Y,0; 18.98 11.35 Y,05 19.23 11.53
HfO, 1.69 1.09 HfO, 1.67 1.07
NiO 0.13 0.23 NiO 0.13 0.23
Cao 0.24 0.59 TiO, 0.09 0.15
Fe,0, 0.29 0.25 Fe,0, 0.29 0.24
Others 0.47 0.78 Others 0.52 1.00

4.1.2 Naﬂ'ﬁ?}Lﬂi']3ﬁﬂ']§ﬂi$%'18°llﬂ']ﬂ‘lla\‘ia‘léﬂ']ﬂ

PANANITIATIERNINTEABVUINVRLAMIsEluAIDnwesTAlly AIm15199 4.2

' a = a a s A €l
wunvuneunaLads (d(0.5) veurwIsgludiinweiladeniiuniswnaaletivuin

widu 7.50 Tuaseu dsllvuiaiilungniawidssylumidngesiatenliniunssuauni s
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¢ X o A ! a a a = o ' L3
waalyil Jedutivgrudteuniaveaviidesylufiinidedrludiunssuiunisiiiuaalel
BUNIAILAANITINIEAITINAUY T0MTENIINTSAR Agglomeration FevilvivwineynARae
131A312191nN130388TUINveRYNIATvuIn N Inguinniteuniaawiaseluaiin

woslaensry Auansluun 4.3 wavgun 4.4

= o 1 = a a =
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NIA2DE9 d(0.1) d(0.5) d(0.9)
NIA2DE9
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AAe sy
NIAIDE19NHIUNS
. 1.25 7.50 16.53
LAa bl
NIA2DE19NHIUNS
UnanuIn Wukan 0.98 2.98 9.89
24 FN39
NIA2DE19NHIUNS
UaanTUIA tWuLan 0.83 1.63 8.31
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Volume (%)
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NUIBYAALD
NITUIUNITUABATUINBUNIARIEENUA Favinbieuniagnuuslailusyniavuininuas
aunavwIning Jeaziiulgindiornisuameszezaiuiutueynrvualrg g

- a o o 9 ¥ o 2 A a £ A
QNUAANTUINIUMFRUSINMTBEAY UagihlvUIinaeun1avumdniiuSInamInTuy 7
a11130Ua¥taUsEaAnSa1maeIn1sua (Efficiency of ball milling) N@11150aATUIABYATA

211 7.50 luasauniIunszuIunsinealed wmde 1.63 luasauiitiunisunansuintdy

1281 48 Tlag

ANIINILINEAILUUABIFIUTEN 130 Bimodal distribution L18431n
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FmiuTuassiiinanlunan1sinszinisnszatgvuaveseyniatdy Judunarili
uneynIAdsvouruisseluAiineslaleniiunismiuealyidvuinlvgnitey
Jeszlumtnwesladeund Asgui 4.7 (@) uaz (b)
lassa$rmnsganiavessuniarwiessludiinesiallefiniunssuiunsuadu
AN 24 uag 48 Talue Aegunl 4.7 () way (d) anansavstlandsgavsnmlumsunanyuin
= Y & 1 I Y O A e o
Mwansliiuiouniavuinivgidnisnulunsualunan 24 Falustu dusunuanteeas

uwnvlinudioviimsiiuszeziianlunisundu 48 Falus

JUN 4.7 laseashaniegania smeindaeny 2000 Wi ves (a) iewdesyluAidnwesiae

(b) wedgse lumdnmwasiadeNuIunszuIunIsLAa e (©) wwisseluAiDnwasiawile

|
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PRIUNITUA 24 T4 waz (d) wwdeseluAmdnwasiaideNnuiunisun 48 kg

1A59a519M99an1AveIRYNIANIIINISUARALAUa SR AuLAaL T LalalaTiau
Woawmlugnadiuiosay 5 uay 10 lnptntn [Wuiai 24 uay 48 Hlus AIgUil 4.8 wui
aun1avesgesiadoianisinizdiiu (agglomeration) Suilunaiiewann1siiuans

midnatluszuy Jedewarilvusganiameeseunialunisdaduanuivelidainuvuiiuugs
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(packing efficiency) v0e3unuiUsranianaias dedenadeauvinig g YDITUIY

SN LALLY

o B T LT o ‘»}. /& ) T SEWRT

)
q (a) Calcnum phosphate 5 wt% 2‘(\:

JUN 4.8 Taseas1an1eagania smeidaveny 2000 i1 Yeuawieselufilngeslallieni
Msusnauiuansaiusraldeulalalasuneamnlusnsdussyas 5 way 10 Ineundn

feunsuaraudunan (a-b) 24 2lus way (c-d) 48 Falua

4.2  WANISNAEBUANUAYDITUUSTNLaslALle

4.2.1 WNANIINAFIUAIAIIURUILUY
dlevhnsfinnsaranisageuAtAuTL i nYe st uwesinwesladean
nszvauNTIRinLuvantugvesnddlagusiaannisidarsipunnaidoulalolasiau
woawln nudAANunuILLugegailaRfidnsindy 5.41 g/cm® n3eilArAnunuinly
Fun§ (Relative density) Uszumu¥esay 96.6 1lavinisifisufuainnunuistuves
woslalsuIqns ity 5.6 ¢/cm’® Fudumanuvmuiuildantoulunmsusanuuin

Juiaan 48 alus waznunszurunismniiniigamgll 1650 semwaded 1Wwan 4
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Falus AagUTl 4.9 idenndesivawineuninwdsvenauiesslufdneesiadeniivuiadn

Jwhleunielulassadiwesiunuaunsadntewinuldegrdiussdnsaimasan
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e
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o
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Soaking time (h)
m Calcined m Ball milled 24 h m Ball milled 48 h

JUN 4.9 AAnuvuiiduresdunueiingeslalsannszuium s s lnuuy

amusﬁumu%qﬁqmmﬁ 1650 parwaldya Wwan 1, 2 wag 4 92l

ANFUNANISANYIAIAINLAULULVDITUIN UL T NLYD5 LA g a1NN5 NN WU
wlavaanadrluuideilarinnisAnw S sui g unanIsneasdanyUsununisiaalsaaiau
waadeulalalasiouneamniosas 0, 5 waz 10 laeumin Aflganasunaisiunduldadu

waveamadluszuuiedislunisinitesinveseunialunssuiumsiain wazvitnisunan

a

yuntduian 24 waz 48 42lue nuldnsinkaaleunsamalululawmse AL

a1 |

RUIMUUIINAY 2.22 ¢/cm ™ FafimdeaninAranunuiiiuvesgeslaieniawviaiu 5.6
g/cm® 4j1y [ Wunavilvimanuvuiwiurestunuwsfineesladeiaindag
RouluNANgnIINNITNAFBUAIAINNMUIRLILYBITUNUETITNLBSLALTEINNTTHHN
ninuuuwaueial A nsuaranasiAuuaadelalalasunsanalusnsduTovas
10 Wnetwiin Wwnan 24 Falus uasyiniswnaidnfiaamgll 1650 sseuwaded Wunan 2
Flae NHAAMUTUILULYDITUUYSENI 5.27 ¢/cm® BaduA1filndiAssiuaialiy
I Ao [y v a [ Y] =] =2 [ 1Y) Ao
numUURI A suakauiuansaadudunan 48 9alus wsenmsianidniduien 4 talus 93

AIAUNUILULYDITUIUUTEI 5.27-5.30 g/cm’ Aaguhl 4.10
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Soaking time (h)

W Ball milled 24 h | 5wt% Calcium phosphate W 10wt% Calcium phosphate
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(b)

n
o

Bulk density (g/cm?)
B
[

4.0
1h 2h dh

Soaking time (h)
[ Ball milled 48 h W 5wt% Calcium phosphate W 10wt% Calcium phosphate

SUN 4.10 AAMUUILULYTuUe s sinwesladeAldansaniuweameulalalasiau

Y
Noawla Tusnsndiusasay 0, 5 waz 10 laetuin @) vinnsusduiian 24 Falug
° I3 o ~  a a a
wag (b) yinsualunan 48 9l uazinwiinfigaumngil 1650 asrwaigea

Wunan 1, 2 way 4 92lug

4.2.2  HAMINAFBUAINITNATNLT LAZAIAMUNTUAIUTING

v
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WayIN1sNAFeUAINITAATUET LagAIAIUNTUAIUIING VOB UM UG T

s N A P < i ~ a
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psraLdoa \Hunan 4 Falusvesisdeulunisunanvuiaduiiat 24 uag 48 $alua &
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Ussanadosay 0.08 way 0.13 mud1du uaslirmAnunuiisngussinasesay 0.44 uaz
0.68 suddty Fauandluzud 4.1 warsuit 4.12 Fadufianusotlfiiuldfessansam
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NAUEAINNTTINNINARDININTNKUUAN UL VOIS

Water absorption (%)
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1h 2h 4h
Soaking time (h)

B Calcined I Ball milled 24 h [ Ball milled 48 h
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WisuisunatlunsunanvunnveseynadidamaseUss s mwuosnsieminuuuaniug
voadsndunuiedieiiinstusudemudessluia Snwelaidefiunszuauninen
unalwiinaznisuaanvuadunan 0, 24 uay 48 $lus wazkunsrUUMTHNENTgMAT
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JUT 4.16 lassasamisganiavesiuiidunuesiingeslatleniIsuiiigudndiuves
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A15N9 4.3 YuneuNAREEvesuueTineslalefiiege i unswndn gl

9

1650 2aALwaLted Wual 4 9l

JUIUADE19 YUIALNTULREY (Lm)
NIA29E19NNIUNTENILAR b 6.08 + 2.71
NIAIDE19NHIUNITUARAVUIN

) 3 5.65 + 1.95
Wuan 24 2lu9
N9IABEITINIUNITUNAATUIN
. 3 9.43 + 4.53
Wukaan 48 B2l (0 wt%)
NIA2DE19NHIUNITUANENNUEISTAAY
CaP Sagaz 5 Ingunviin 9.67 + 3.78
Wuan 48 92134 (5 wt%)
NIA2DE19NHIUNITUANENNUENTALAN
CaP 3agaz 10 lnguIvtn 10.75 + 3.50
Wuraan 48 47lu4 (10 wt%)

INFUN 4.17 MTIATILLATIATINIIANAVBINUR UM UNBLUTIULTE UNAYDS
syagaalunistuli (Soaking time) A9sfrngsnviinsnanalsanfuLradaulalalasiau
Woanludnsndiuiesas 10 lnedndn Nvinisuanaduial 24 wagy 48 Falus Tu

a ] v & PN Y] U a =
Je8eLI1N5EUlNEe 9 wanslivivinsusunAiuanauivansiAtwaadullalalasiau
Weawlniian1suaduiian 24 wag 48 Falue wisensiiinszeznattunstulnlunssuiunis

Aa o v (%

WAKTNNY TanwuswazvuInvaansuntnameanu tngludanuwana1sdunidedey 99

o

AN599 4.4




51

\ T, ¥

7

(a) 10 wt% Ball 24h soak 1h (

N e i/
(f) 10 wt% Ball 48h soak 4h

JUN 4.17 Tassainanieganiavesiui e sniinesialleNvinnsuaxaslan siiy
waaideulalalasiauneaa (CaP) ludnsndiusevaz 10 Wneuwiin WJunan 24 uay
48 ks uazrunsninfigamgl 1650 esrwaida [Wuvian

(a-b) 1 42134 (c-d) 2 F1ae uae (e-f 4 Falass
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AN51971 4.4 VUNPLNTULRASVDITUNUYT I NDSLANEA9819 NHIUNITUANENANTAILHL
waaeulalalasiaunaawn (CaP) Savaz 10 laavrndn Wual 24 way 48 9119 hageu

MWW iniigaumnl 1650 asrnaaidea [Wunan 1, 2 wag ¢ Tl

uanadunan 24 Falus uaramduan 48 2lus
& o , ‘U‘U'W]Lﬂﬁ‘l%ﬂgﬁl s o , ‘UuqﬂLﬂi‘ULQgEJ
YUITUNIDYIY VYUITUNIDYIY
(um) (um)
1 %2l 8.63 + 2.88 1 %2l 857 + 2.91
2 Falaug 10.50 + 2.88 2 Falag 853 + 3.19
4 Falag 1132 + 4.34 4 Falug 10.75 + 3.50

4.2.4 WAN1TIATIZHBIAUTENOUMANEVRINURITUULES1ANwas ALty
a a ¢a o = ~ ¢ Y
A1NNITNANTUINANITAATIESANNINTUTIUNEUDIAUTENB UM UNAVDITUIU
wsinwestadleRvinnsuanalansaitweaeulalalnsiauneawnludnsidiudaay 0,
5 waz 10 lnguwdn wuitlunn 9 Megredinsusdlinubinisifiatuvesyesladendme

| [y

a a 2 N aa A g a av ) ° | .
A0 Sanuwesiafenimannselnuea Muieigounuiulusiwmud 999 Cubic
zirconia 199819 ¥MLAUNINTUIINAITANEIDIAUTENDUNIUNAVD SaA 108 1A I8 S ludAITn
WoslAly karaInUsENauYaINe@NAINAITALANTLANNISHENA9DNU1ANNE1SUTENBU
whaguulalalasiuneanaty g luviuiserdudnniey (Yeerium) Neglulasaasng
& = A | a v a a | ° v

YDILDSIALN LN DTIYAIAINULANYSUDILATIAS19AITN wazdInaniliinavaq
Y — doped Zirconia MillassasieuaniuuAIinuIsdruiansiUasulUateIAUsEnaunNIs
wanaglaseadia (Phase transformation) Wutn@vas Xenotime (YPO,) wagtnaua
Ca - doped zirconia fifllasasnaanuuunnsglnueaiindu duandluaunisin 4.1 uagsy
-'-NI -'-NI 7 v 1 3 L% ] Ql'd a U a a

7 4.18 Nanusadunalaegretaauludisgreaninisuansibuseadeulalalasiau

Weawlnludnsndiusosas 10 lngumtin MUsIngRAnanlud1wALs 2-theta 11 26 - 27 996

Y — ZrO,(cubic) + CaP,0, —» YPO, + Ca — ZrO, (tetra) (4.1)
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C : Cubic zirconia
C T : Tetragonal zirconia
c X : Xenotime (YPO,)
[F C
0 wt% C
[r lT C c
A A
3
&
2 [ C
7 C &
c
g 5 wt% X r
£ [r c
X X A CL
T
C &
10 wt% X [ C
i [
G G
« 11 I X . 1
5 10 15 20 25 30 35 40 45 50 55 60 65 70 75 80
2-theta (°)

JUN 4.18 nansiasgiesrusenaumeavestunudineesiadenyinnisuanas
aseinuaadaulalalasiaunaamn ludnsidiusseay 0, 5 way 10 Iagunin

'
a0

Prnunswriinfigamall 1650 esrwallea Wukian 4 Flug

dlevhmsAnwnuTeuiisvssiuseneureaa Xenotime (YPO,) AnTuluset
Aansidunaadoulalalnsauneamalusndniosas 10 Tngthuidn fitunsyuiums
wnfiniignmgil 1650 ssmwadea Wuan 1, 2 waz 4 Falua Fagud 4.19 wuiiszezian
Tun158uln (soaking time) fifnu1nTuty diwasiliesdusznaunialavesduanuy

wsinwesiadle dnsiinesrdsenaulaves Xenotime (YPO,) 11n3u
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C : Cubic zirconia

T : Tetragonal zirconia

- X : Xenotime (YPO,)

@]

C
xT C
X

5 X4 | X [E P
8
2 . T
c C
g Soak 2h C
£ X

- R _x [ Fx I < ¢

——:—m
x
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-
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f ) C
X
X
), Y LT
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2-theta (°)
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=

JUN 4.19 nan1sieseiesrusenaumanavestunueiineestadisninmsuanay
asindunradoulalalasiaunaams Tusnsidiusesas 10 Ineunnin AN1u

mMawinfigamgi 1650 ssmieaidea 1Wunal 1, 2 way 4 Falus

NMsANEILNUAMLAB U TUVBITZUY Y,0; - P,O; dauandluguil 4.20 anunsa
Fuuldinflannzeumgll 1650 esmiwaiea nsiuueaFoulalelnsiaueamdiluly
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A15799 4.5 ANAUAIUNIULTIAR ATAIULTY LAZAIAINLLUTED

- AYUAIUNIULTIAN AU AWMy
auuAniena
(MPa) (GPa) (MPa-m?)
ANSLNINTNLUU
- 140.39 + 12.66 10.26 + 0.47 1.30 + 0.27
A0TULVDILY
ANSINTINLUU
90.66 + 6.87 6.72 + 0.39 N/A
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AANUIN UV

NaN1INA|DY

d‘ 1 ! 3 a a a ] . . 4
M1597 2.1 ArruadnzvesAwissylumitnwesladly (Specific gravity) Tnansld

Pycnometer
Specific gravity wwidgselufartnwasiaie
(Pycnometer) AouWLAalyl waaNLAalyy
1 5.625 5721
2 5311 5.635
3 4.879 5.846
q 5.218 5511
5 5515 5.787
Alade 531 + 0.29 5.70 + 0.13

N ' ' = ) 2 a A A
A9 0.2 ANANURLILULYDITUNY (Bulk density) vastuanuwsifinesialle sy

=1 d' a a
NITUIUNITHINUNVIGEURNU 1650 aALSaEYd

ANAIUNRUILUY szgzaa1nstul (Soaking time)
(g/cm?) 1 99lug 2 galalg 4 H7luq
Calcined
4.59 + 0.03 4.64 + 0.09 4.80 + 0.07
c-zirconia
C-zirconia ball
4.94 + 0.01 5.19 + 0.18 5.29 + 0.05
milled 24 hours
C-zirconia ball
5.01 £ 0.10 5.28 + 0.04 5.41 + 0.05
milled 48 hours
C-zirconia with
5 wt% CaP ball 4.95 + 0.02 5.00 + 0.01 5.01 + 0.07
milled 24 hours
C-zirconia with
5 wt% CaP ball 5.10 + 0.02 5.17 + 0.02 5.21 + 0.02
milled 48 hours
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C-zirconia with

10 wt% CaP ball 521 £ 0.06 5.27 £ 0.01 5.27 £ 0.01
milled 24 hours
C-zirconia with
10 wt% CaP ball 537 £ 0.02 5.30 + 0.01 529 + 0.02

milled 48 hours

M13NT 2.3 A1IN13AATHLUIYRTULETENwesIALTETINIUN ST UM SN TN NgamnH

1650 peFLwaLTYd

milled 48 hours

ﬁhmsgﬂ%uﬁq 528z19a1n158UlN (Soaking time)
(%) 1 %laig 2 47luq 4 Flug
Calcined
4.90 4+ 0.18 4.59 + 0.38 4.01 £ 0.05
c-zirconia
C-zirconia ball
3.16 + 0.10 2.19 + 0.04 0.08 + 0.06
milled 24 hours
C-zirconia ball
3.10 + 0.05 1.16 + 0.13 0.13 £ 0.10
milled 48 hours
C-zirconia with
5 wt% CaP ball 243 + 0.14 2.20 + 0.06 2.01 £ 0.15
milled 24 hours
C-zirconia with
5 wt% CaP ball 2.04 + 0.17 1.55 4+ 0.12 1.53 + 0.08
milled 48 hours
C-zirconia with
10 wt% CaP ball 0.22 + 0.09 0.12 +£ 0.08 0.14 + 0.05
milled 24 hours
C-zirconia with
10 wt% CaP ball 0.09 + 0.09 0.10 + 0.04 0.13 + 0.08




M13N 2.4 A1AUNTUFIUIING (Apparent porosity) VasBuNULETEnaslaALeNku

~ = a IS
AISUIUNTRINUNVIUN U 1650 2FILYALTUE

AUNTUAUTING 52821981n158ULW (Soaking time)
(%) 1 %l 2 47luq 4 Flug
Calcined
22.53 + 0.87 21.30 + 1.41 19.27 + 0.42
c-zirconia
C-zirconia ball
15.61 + 0.52 11.37 £ 0.46 0.44 + 0.31
milled 24 hours
C-zirconia ball
15.53 + 0.44 6.14 + 0.65 0.68 + 0.54
milled 48 hours
C-zirconia with
5 wt% CaP ball 12.04 + 0.68 10.98 + 0.28 10.05 + 0.74
milled 24 hours
C-zirconia with
5 wt% CaP ball 10.40 4+ 0.86 7.99 £+ 0.62 7.98 + 0.39
milled 48 hours
C-zirconia with
10 wt% CaP ball 1.13 + 0.47 0.65 + 0.41 0.73 + 0.26
milled 24 hours
C-zirconia with
10 wt% CaP ball 0.49 + 0.48 0.54 + 0.22 0.68 + 0.43
milled 48 hours
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