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Fabrication of Hydroxyapatite Glass-ceramic by
adding ZrO, for Dental Application
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Abstract

The aim of this work was to fabrication of Hydroxyapatite Glass-ceramic by
adding ZrO, for Dental Application. The glasses were prepared by conventional melting
of the coprecipitation derived starting products and heat treated at different
temperatures. The structure mechanical properties and microstructure of the samples
were characterized by X-ray diffraction, Vicker hardness, energy dispersive X-ray analysis
(EDXA) and scanning electron microscopy. The data showed that the samples with
condition Li1-1450 and heated treatment at 830 C having high strength and proper
crystallinity showed good translucency, which comparable with that of the sample from
factory. XRD analysis revealed that the peak corresponds to the crystallization of Li,SiOs,
SiO, or LigSiOg which are important phases have effect to increasing the mechanical

properties of samples.
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1.1 NuwazANaAsy
Tagiudansniintadinsuhunldlumaiunanssuiueg1ininawna Tnefiwsidiniman
dlafinsimudiuandinnuulusanagisdalios ietnluldanuludivesnisduian
uwnulasslanglunuldafudruviinfnuuu aseuilulazazsniuily UanaNNISANEINNTBINNT
Tdnududifguas audiiulavia®anim (biocompatibility) wazaIaIBIUIEITE0
auludaifinudiAgiduiy wiwazuiws1indinn (bioactive glasses and glass-
ceramics) LUudaniinauladaguils Wesainlainisfinwwaziauiuiedeneiilo au
anunsnunlgaulaaselusianiedadidialunan lnewimnanisenildiululagiuouis
. ® ¢ ' Y v v
FInN 4555 (Bioglass ) Feanunsaterluldlusrantsuywduaziinnudiulani@ininle
Wueged wmatindusznaulusedeeazvaedant (Si0,) waaduuaantes (Ca0) latfuw
ponlen (Na,0) Lazneanesaoonlen (P,0.) TuUsunm 45.0 24.5 24.5 uay 6.0 AUENU
pgslshaudaiinvesuilviaiifeinnisuaningie danudsie audRniuauudalse
M fatiulnIdemeiunnssusiuuandalainsimuinia lidanuudasaiugindu lne
mswiuansifinavinianuiivnemnuudaindu egratu agiiun wie weside saludenis
WinUsaigniandndienszuiunisninuiou (heat treatment) Fadunsyuiunisaiuny
nsiAaNan (controlled crystallization) saufiunnsldansasisfiandea ( nucleating agent)
WeliAananffianuaiasiandfdudlomsaiu (homogeneity) uagiiuSunundnnszane
Wit TneUSunaueseaniiiududavdmalininundaussaauits dndinnda niuduann
Wi [1] Fafganenazinanlivinaseuiiuesdnnedla
Tug39 20 YArwninInegrmansmanisunnénatengulaviinisimuinsegnily
Jigalliauwdussanunsatunldununszgnilun1asssuys [2-3] Jandmanesiale
Judasmisiilasumnuiovegiunsvatglunisiunnssy iesanduansniiguaudinig
Aa = ] =] a & Ao wa = s v
nanfun yavieeumaias (4] uegelsinuwesiadoluansndaudiniadininen fanu
FagnileuldldiluTannilaudfides (bioinert materials) luvugifeaiulansendosnilng
Juansyilandengnihunldiuegianiwinsdunanisunndludiuveansegniiie 1liaain
Judaniilaudinaniviiouivesiuseneunuaiivensegn uasllautfarudiiulds
= . e 1 a a [ ‘:QIJ Al < & [ a Q’l’d o
NYININ (Biocompatibility) 8819aL88NNULUBLEDLUIVDINYYE [5] 1@ATUAUIIYNUIUN
=2 A A o i ¢ @ [ 1 < Yo a 6
Anwuienziluldussloviiludagmaununsegn aglsinunisldianlansendoznilg
duaseitunAouddin Tnevzgnihunldanziluiagumuwuulisessuimdnmiit
o & ] P~ = va a AV 1 A A I3
ntlmsginlansendeswilvaliaudfdananlid nanfe JAULTINTS (Strength) wag
ANUMUNIUABNITUAN (fracture toughness) M1 WalieuiunseanaTeveywd Tunaniu
vy ° a ¢ I ] ~ O A o a
anssutedlaiinsihlansendeymilndunUssendldiveidunseaniiuiiey dufe uidwsiiny



finlansanTarnilng (Hydroxyapatite glass-ceramic) Wuufasfindrnmidndnduesn
Fogwlng (oxyapatite) Lﬁaagiuam'gzﬁﬁmmﬁfu%LﬂﬁaulﬂLﬂulamaﬂ%swﬂmﬁ
(hydroxyapatite; Ca;o(PO4)sOH,)4 [6]
TuauAdeiiiteddianuaulalunisfinunisussius Tapuauutvssdindanm
4555 fiusznauludeanslansendevnilnduuaseiuulunaswesladodussdusynou
LwamemauummqnaLLavmqmm‘w TneEunns3euniadnnim 4555 feisnsman
wuusaAn Aeuszihunauivweslallowazasdunaneilonsendosnlndiiniondaeds
annznauiiollieynasziuuly TasagyhnmsanufeaudAnatriuldinisdnim audd
nInalkagNenm atsnmegeuauluiivaely
feduiifeiadenuaanivilesinisUssiuiuiusniniinmildivsznaulude
aslonsenderminfaunssivuluaswetaiaduesdusynoull svaunsandnduuuy
fflgpeilandudoiduuiiesfindanmieynasesuunlumemaiaiine Tdfununis
NAms JaunazanusoadiauTanssulnge wavanunsasesenlunisandnsonsladndenils
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2.1 un2 (Glasses)

2.1.1 aflgnuvasuia (Definitions of glasses) [7]

wilufienuundniniiouvewdsmlunasilassasranlisolonuniiourssvan
Univeeansuenguisioduindudnaniuzuilsvesaans usnmioain vewnan (liquid)
Yo9ud9 (solid) wazfine (gas) fagy 2.1 uandliuislasaisvomsne (sand) Mlundnves

aa A aa (3 . = ! v o b .

asFanmusedanaulaeenles (SI0,) Fawansnsanuiusznaulumeszneuaas Siway O
MIeefiuwuudy (random disordered arrangement
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5U 2.1 nwnsilSguiieulasesainandn (crystal structures) Ye@ansIguaguiLUUARINR
[8]

ninrmansgianideanagmeiiusimaneinuneeulid denuivzan
flgavoauta muiiiugiuminy uavauuesiisneiy suagudiomveauflifuumsgu
#a ASTM standards 1391 “ufAendnsamiansedunidvosnismasudsldgnyilifusinag
Wunmzudanda (rgid condition) Tnglsifinisanadn” andRfidfyiianvesuiife Ay
Tsala FuAndosnuiiusiaanveuvesnsuy (grain boundary) uwasdswlanyasy
(inclusion) MfunvasnIsnszidswosuas (scattering of light) Baumnsnsanniesaiin
(ceramic) Tanlufiflvouinsunazgngu iliesinfivuas fawfinesiindulngjaes
A duauIumilouniadeilA19e 991990 ME9U (energy  gap)  SEWINgLaUNITUA
(conduction band) uazunuLaUT (valence band) fiunnin 1 Bidnnseuliadmiouduf
R



CRYSTAL - LONG RANGE
ORDER

o

easy glass 0.1to 1.0deg C/s

SLOW COOL
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ORDER
metals millions of deg C/s

water

gﬂ 2.2 ANNNSLS89IUD99LABUVBINANLAZ NS LIAIYDIDLABUYDILAINAINNNTYIN IR
Wusaswuudn (slow cool) wazhuuisa (fast cool) NnvaawaBilalasunIusau [7]

2.1.2 vquaaunadIansyanisiiliiiauia (Kinetic theories of glass

formation) [8]
VUi IauNarIansueINIsT AL AszutnITiagnutinaunsaviniAawAale

9 9
i
v v a

ranunsaviliduilfegrsmnsmeiinendnidesmsanudn fodu nquididfanud iy
funalnlunsnnudnvesans sadunismanssuiumsnddyaeinizuiunmsinietude

1. msiiniliAdeanan (nucleation)

2. MaAUleveINan (crystal growth)

2.1.2.1 msiadaAaganan (nucleation)

nsieluedeananuusesniduadesiiaudnie

1. Msifindunfgananugugil (primary nucleation) fe nIflvasnisiiailiiadya
wannnsafluszuuilivszneulusheaansidundnegnou daudseoniduaesuinges Ao

n. mstAndueasananuuufuiiodeatiu (Homogeneous nucleation) A1stAn
fundvaninlasliodedsifegoudilidudedetutuiufmao

%, nsiindaedsandnuuuliifuidotd (Heterogeneous  nucleation)
fndvandnifnannasifognouilidudedertufuiufivasy enf affusn fumace

a a

wall) FqwlanUasufliazaiy (insoluble inclusions) #IaudinseNafiuNlIdase (free

surface)



a

2. maiafluafeananyfeni (secondary nucleation) Ao NMs9iinaNUIINYBElY
szuunBumeadieasuindeaniegiinely
U nKanvlaveansiindadealauanald degu 2.4

Nucleation
Primary Secondary
nucleation nucleation
Homogeneous Heterogeneous
necleation necleation

U 2.3 ununmuanIlinvesnsiiaiaadeandn (nucleation) [7]

Tumsanwidesnsiadaedvanan Frindaeaealufidaedandsavewdn (crystal
nucleus) GZNLLG]ﬂGHQl‘UR]’]ﬂ‘lJ’JLﬂaﬂa‘ﬂmawmall (atomic nucleus) Tngn1siindardoandniiu
%Qﬂmamumamiaamwﬂuaawu@ ek

1. Lﬂ%lawmq%uamwwamam% (thermodynamic barrier) %aLﬁaaﬁaﬁuwé’wu

aaiv (free energy) Aasulvlussuudleiinsiinindveaiy

2. ipsesnaiyRauNarmans (kinetic barrer) Watuiiesanaugeanisiunis

wdeuiivewunaionsinisesiludlugesing Lwai‘wmiLmimsuaqamgmﬂmﬂu
suifiu (iowan) Wntuls snvesmenitlddusydou

Fofuszuvariinsasuiasemdruasssine

1. wasudase (free energy)
2. WU (surface energy)
n359a3Eeiveseznaululndgasr i lind I udasTITIUsNIng (volume free
energy) anasAndruiuiiensiniisadlug (@ new interface) Wiindu Feundaany
SasyiAunimun (the overall excess free energy) agiianduly feaunis 2.1

AG = AGSurface + AGVOlume

:47Zf2]/+%7lf3AGV 21)



Tefl AG  fe ndwnudassiiudoulusemineuiuing
Y Ao NEIUNMSARRUERTI (the interfacial energy)
AG,  TU3wanduau (a negative quantity)
AG, SiUsanduuin (a positive quantity)

A o ) ' o a A A & ) a a v
Wavnn1sasiansmseninanasaudaseiasulunauaiuruinvesiindeaas ko

ﬂqué’f@gUﬁ 2.4

AGs
+ve
3
3 o N -2
- fc N
g AN
$ \
& \
\AG
- Ve \\
\
0

Size of nucleus,

U 2.4 nsmiseyinenasdaseieulvlunisifiedaedeandn (AG)
fuvwnvesiiuaded () [7]

NNFUN 25 wansliiuimaaudassnivdsuluaziiugagegad o M3endn

pdgaings (the critical nucleus)
fmeuiiusres AG (aunsi 2.1) mevuinvesduadea r uaglvidawiiduaud

azle

dAG
dr

0 (2.2)

zlemaannsi 2.3



d?—rG =8y +4m’AG, =0 (2.3)

A o Y Py o a
Lu’e)ﬂ/nmil,mammiﬁ]ﬂm rc ANAUNITN 2.4

A 2 (2.)
AG,

Y a P a v a o
AT NANIUBATLNYINING (AGcm) LANUTOULAINENNISA 2.3 WAy 2.4 6

A4UN1SN 2.5

G . 16m® _Amrd
" 3(AG,)? 3
(2.5)

N a a &, o o A & 1Y a a =
Yuevetnduaings rc Wuvwiafangaindululdvesiivedeaiaiios (a stable

nucleus) lagi
I~ a = a = a 1
r> e Wudwedeaenes wazasiinsiulasely

& a a a1 o &
r<re Wuluedeanliates (unstable nucleus) Izazanaunsoszing
mely (dissolve or evaporate)

2.2 ufuazuigsdndanin (Bioactive glass and glass-ceramics)

uiuazuiesindanin (bioactive glasses and glass ceramics) 1uagindadud
aulotaquils WesanldfinsAnwnaziamnuiegisseides auansothuldauldadsly
msthludgnanevaununszgnlustnedsiidinluiian madasiusefunszgniinuadausn
WiFnm Fallauusenauues S0, NasO, CaO way P,0Os NNdnaiuanis 9a1uisaLans
lagamsnadt 2.1



M990 2.1 @UUSENaUNILALVRILNITINTNLARLYTN (Sauaslnetnvin) [9]

4585 4585F | 4585.4F | 4085B5 | 5284.6 | 55543
Bioglass | Bioglass | Bioglass | Bioglass | Bioglass | Bioglass
dilsznaumamil (%)
§i0, 45.0 45.0 45.0 40.0 52.0 55.0
PO, 6.0 6.0 6.0 6.0 6.0 6.0
Ca0 245 12.25 14.7 245 21.0 19.5
CaF, - 12.25 9.8 -
Na,0 2435 245 24.5 24.5 21.0 19.5
B0, - - 5.0
Hench Hench Hench Hench Hench Hench
UHEI013984 etal. et al. et al. et al. et al. et al.
(1972) (1972) (1972) (1972) (1972) (1972)

NUYLAA : INNL9ED Biomaterials Science (An Introduction to Materials in Medicine
2nd edition) lag Buddy D. Ratner wazagyg, 2004, United States of America: Elsevier
Academic Press.

N Hench uwasaniz (1972) [10] espUsznaumaaiivesinganny
WANAN991NTaINY Tldfulaely Jaluuiilendla Tngazilosdusznoues SO, sovay
45-55, CaO ovay 12.25-24.5, Na,0 5008y 19.5-24.5 Waz P,Os sevay 6.0 luuansaiu
CaF, 5988% 9.8-12.25 Wag B,O; 5088 0-5.0 lngasuvaunnniadl 3 Usennssed

1) UsuaSio, uesnan soeag 60 Taesimidn

2) JU3uuNa,0 Lag CaO 1nAINTULAIEITUA

3) {gATIEIUTENIS CaO/P,0s &

N157 U310 Na,0 waw CaO g Fevinlvituiiiafinufisenduansazansladedu
dnfuitused RntutuAnlnsfisonaiiszmesdusznauiaiinigluunafuresvanlus
19N ﬁmaﬁﬂwLﬁm%mmazwﬂwms?iqmz@nmmiaamﬁuﬁzm81@1

nfinanandedu uimensdnfifenldtilutlagiufeut@anm 45S5
(Bioglass 4555) Geannsatolulilusenmesysduasdanudriulinisdannliluegied
uiwdndignasauasianilas Hench Tl 1969 Usenoulufeosazues®dnm (SIO,)
upalBaueanlys (Cao) luirausanlan (Na,0) waveanesaoonlan (P,0s) TuuSumu 45.0
24.5 24.5 uay 6.0 #Ua1FU



2.3 nalansiianusziunsean [11]

ﬂﬁlﬁhﬂmﬁmﬁuﬁsﬁuﬂiz@jﬂuuﬁuﬁwmL‘iﬂjal,?jaLﬁumammﬂﬂﬂiLﬁm%uﬁaﬂﬂéuaLumas
W1lna (HCA) vuRavasmivvasmainislusienig HCA Tesdadsenaumaniindreadeiu
ﬂi%@ﬂ%%ﬁﬁﬂﬁuaﬂﬁﬂwﬁﬂﬁﬂzLﬁﬂﬁUﬁSﬁUﬂizﬂﬂléf Tun1sMAERUNIEUBNT N8B
Bioglass® wanslifdindn mmsaﬁ%LﬁmmsL%awiw%Lﬁmﬁuﬁzﬁ’uﬂiz@ﬂimsmmﬁﬂ%u
voserwlng asdUsznouresnsintulansondaiveumesniindidunauinandfasen
AfifiAnuuiuivesdliFindoogluasararewaauniasdlosouresuyyd Tedidunoy
Fsieluiiie

1) Aanisuanidsulessuveslefouuazuaaidouiiognisluuiiiulossuves
lslnsiauvdelessuveslslnsidoniiegluasazarsvosmarluirnieBunaliAsujizen
lalnslagainilugauea (SFOH) AaaunIs

Si-O-Na" + H' + OH —> Si-OH" + Na'(ag) + OH

Hunaviliaenauduuaifinnnnan 7.4 favuafinuld

2 nadinduresenmduualuduneuil 1 vliiAnn1sazaisreaun (network
dissolution) lagn1sunndivesiiusy ~O-Si-O- uardase Si adluasazargluguves
SIOH), MntuaziAnesiUsznauLes SIOH (silanols) fisosnoszymaunuazansazaeLin
Hulnuiiiaangs

3) msnnagnou (precipitation) lne Ca’ way PO, dogluiflound uazan

asazany (body fluid) ezimzAuvuUsMTETaMguaziianzdunaiufisentuls
BRI NIG R RR R Fsmendsnaneilundnveslansendaiveiunozinlnaiid
CO,” MnansazaIeTILegE

2.4 lansanTaznlngd (Hydroxyapatite)

lansendeznilng (Hydroxyapatite, HAp) Hgnsniuafivlu Cayo(POL)(OH), FaLlu
Sagillassaauardnwarmaniadedulassaonaniivesnsygnuesdniinssgndunds
vhluuasdutaniifiautfinund fuldvsdanm Biocompatibility) sgsfiBeufuiiede
ufsvesuyud (Human hard tissue) Januinidsgminndnyiitefiaggninanldussloviifu
TannAwNuUNTEan  (Bone replacement material) LLGimﬂ%’ﬁ’aqlamm%azwﬂwﬁﬁ
Hups1eaituan AeudreirluFesvesniniunldiansd uiaquuultsesiusmin (Non-
load-bearing implant) Wity eimsizinlensendozwilndiaudfidnaiilddnanie
ATULTINTS (Strength) waAIEIUMMUABNISWANE1Y (Fracture toughness) Auileifieu
funszgnaievesuywd maduideauninanuuanamsiiuesdUsEnouses  (Minor
composition) Warlaseasnegania (Microstructure) seninanseanasaiuiandansiesilens
onTozmilng lnehluudianduaseilensondozmindazifuuuy lelalnsla (sotropic)
foauth lututuiimmeiiensiasivewdnuardrulvaflvunninsy (Grain size) Alnajnin
n3zgnNasy  uenaINinsEgnidtazUsznevludefannauseninsansdunidaoaaiian
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(Organic collagen) uazasellunag Ao weuUlnAanan (Biological apatite) AetiulaTIas1s
votian duasizvivatlansendesnilng FsreadlafiuesfusenauTenseAnITas Aol
anUALTanana

2.4.1 Tlassasrslansandoznilng

Tumenvesustrlnd  (Apatite)  esungldindunguvesansuseneuiiflassaing
wilouruuslaidndudesiiosduseneuiieatuiulansendernilng laeane uradeulens
NTaLNNA eﬁaaguiiugﬂﬁuaaaﬂiﬂﬁzﬂau Cayo(POL(OH), laseasrsvasnaidaulansandoy
wilnd uanadwisiiuiuoulusdn Jegndmunanuisigudazsn nslasiainsunaienls
Asendernlndvziilassasiswuuianeslnueaiinguu3gil (Space group) P63/m A1 a = b
= 9.43 ua C = 6.88 angstrom wazay A= = 90, ¥ = 120°

sUT 2.5 Tassassvadlensendezilng [12] (hitp://www.hgs-model.com)

2.4.2 asfusznauvaslansandoznilng

lansondesmilyduiavadosdsznoumanguifio 3 Ca of 39.68% lawuwiin
uay P 18.45% lasthmiin uazildmmaiuszaing Ca/P Ao 2.151 Tngtiuiin vde 1.67 Tng
Tua waflAntuastuegiudnadmes CaP ludsndvddnsanlasluaseni Ca/P
votvianlansendesnilvdareglugie 1.57-1.70

2.5 MmawnssudaauslansandaznilnadiedIsn1sanagnauniaail
nswssuianlansendermilndiognateds FaudasIsivunaunisnssuLasdon
Toidsuansneiuly 3udn g Aldiuedlutagtuiiey 5 35 laun niswseudagua 29N


http://www.hgs-model.com/
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UAAse1an g0l Mawienianninnnisanazney n1swssuiannememeaiia lalas
wesuea Nswieuianuemewaialya-lwauazisnisdunieniansalagds Pechini w3835
nedieideton dmivlummideianniealagl¥Bnsanagnoumand
2.5.1 ASLATEUTARHIIINNITANALNDUNINLAL

nswssiagReaInnIsanagnaun1aall (Precipitation) uwedalaall Ussam
USunadiasiest (Quantitative analysis) LL‘UUL%ﬂ‘UizmmﬁaﬁﬁmmuLLazgﬂﬁmﬂ%’ Tuns
wssnasUsznovesndoeduvidaneg lhegrwnuie nsanazneulunisiililuana
vidslesouiiazatwedlu ansazareiinnisuendnesninanaisazate lagordenisiiu
asaifvanzauiiondt WEniunus (Precipitant) 881991 9 TudSuaiinewny wied
mMswasunlasgumgiivie amnufuiieandanuainsalunisaraievesssuvanasinli
svutfimsanaznewdntuly Fsnsmnpzneuszdszneumenalndduie nsiainded
(Nucleation) uaznns t@ula (Growth) laanavielessuvesansuantasuiivzuuaglu
ansaras lnenainzuutegfufiuinuisdinreseyniaoznon awnsaflaesilinalnnis
Fulavessyuy wasuwlasldegiaus venmndmaiulsvemenaumuuuinuressdndie
Snmnadulpfunnsnsty Suduainmddiivilingneudldisuafunuudusufionms
(Anisotropy) NMsAaUANMIANAENELTY ansnsnvhldfemsauansnsmrauiugamgd
YDIATALAY uammﬁé’aﬁé’mﬂsﬁﬁwﬁmﬁu 9 8n lAlA AMULUNTUYOIEITAYANY ALY
(pH) Snsnsrauiusarnsmuansazaneliidiu Tunsanaznoutu Suluasdosiinnsii
asazarsiolitianamils elinsmnazneululusganysal madansmnnznou
anunsalifanmedifianuuiavsgeuasivineyniain degrsnsiinadanisanazneuly
Ilunswseuiaguelansondoswilng 9031891338909 Sung wazauy [13] Inelunis
wisuazldnsvinujisenveswaa@auluese  (Ca(NO,),.4H,0) wazwonludisulalasiau
Noaws (NHyH,PO,) Fezanglutiindu andueuliansavanedniy Wuan 1 $2lus ey
Aanamnagneufiauysaluddosiisld 12 Saluslaedlaifinisau shnnsdreiedinduud
nsoaleImENDUIINANTar AT ngneuuisTigamgdvedluaime Fearldtanudlensen
Fornlvanidaldifundn arndurhmiuealsifigamgdl 500- 1000°C FeazldTanudlensen
Fowmlvifidundninty

2.6 wwaslaLily (Zirconia)

woslaefiAnnusssumnilasynluaznueglusuvesusuuniialed  (Baddeleyite)
viowwesneu (2rSi0) Temsfinrldwesladlefiuviansiu avdoshnsuen Andevudld
fosn1seen Tnerinunssuismssdniidudounasiiuaty weslalleusavdildazegluignia
wuulaluedda  (Monoclinic)  figampiivieauas  aziansiasuigmaidussssinuea
(Tetragonal Phase) uazgnuaer (Cubic Phase) \lodl an?auqmmﬁﬁu 1173 °C uaz
2370 °C BawavasnsAeulassained awtiliAnninudouutanSunsgds 3%-5% @
naveINTUAsuntasianarin Wislianunseld Usslovdanwesladeuiavdls usina
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Yo sUABunUasUinasdananifidugaiuiiawesesladed aunsaunanly
Usglonildlnonsifnansunsiiionitansaiuanuiefios (Stabilizen Woidvanssanan
uéh woslalsazannsathanldnuiioumgivioslfuasfafnaudafieuiddyusznismis
Aa AUl
2.6.1 UuwuuiatesvauLaslaily
Faitldnanludoauudrin woslalelianunsaun wldanldmaidiad
gumpiiviesdnduiivdesduasaimnuaiiosunsdutily  Tnsansiidealdlaoylulaun
wunfi@eueanlen (MgO) daiiwnaanlan (Y,0,;) ural@uussnlan (Cao) Tnganssananiag
vhlwesladoannsaldnuldigumaivedasayluvinlflassairsonseslade  adeslu
sUwnszlnuoaniegnuiad  nslfuasaiisanuaiosissinuasUsinaimeiuagyil
1o Tassa¥aganmiafidnaiu Feansnsautsdnvaranusinsweslasains gamia Iadu 3
anwaLAe
1. Partially Stabilised Zirconia
2. Tetragonal Zirconia Polycrystal

3. Partially Stabilised Zirconia in @ non Zirconia matrix



unil 3
Y80 gUnIal wazAsn1Imaans

Tuunil szndnisreasiBuaiifeatestu Yan gunsaiild F5n1smeaes saufs
Funausneg Adlunsnsisdeuuarinsziduau Fldun ui ufresinfindeuls s
NAIUNITANYITAUINITVRUNE N19IATIZINNAINTOU auiRnIenIsnIn TATIasa
8017 UagAnwautaniinavesian

3.1 d@1spinlglun1sneasy
A15199 3.1 a1sdnlslun1seass

Yoasiail KHER waluana AUIGS
(nSusialua) (Fowa)
Fanleeanles (SiO,) Redel-dehaén 74.20 >98.5
avaiiuteenien (ALOs) Fluka 101.96 >98.0
AsuAsUBLUA (LisCO,) Sigma Aldrich 73.89 >98.0
Fiseulaeanlan (CeO,) Sigma Aldrich 172.10 >99.95
wunii@eueenlen (MgO) Sigma Aldrich 40.30 >99.0
TnunaldeunisuouLlun  Sigma Aldrich 138.16 >99.0
(K,CO3)
Tawenlufloulalasiauneann  Fluka 132.06 >98.0
((NH4),HPO,)
LAALTEUAITUDULUA (CaCO;)  Fluka 100.09 >98.5
woslaleulavenlen (ZrO,)  Sigma Aldrich 123.22 >99.0
MNuuRgy (V,0s) Fluka 181.88 >98.0

3.2 aUnsal uaziasaslianldlunsvaaag

3.2.1  deousnansiwannanliailu (stainless steel)
322  UNNDIVUIAGIN)

323 twargiun (alumina crucible) niourUn
3.2.4  unwmannaldaiiu (stainless steel plate)
325  whuszgililsunayd (aluminium foil)



3.2.6

3.2.7

3.2.8

3.29

3.2.10
3.2.11
3.2.12
3.2.13
3.2.14
3.2.15
3.2.16
3.2.17
3.2.18
3.2.19
3.2.20
3.2.21
3.2.22
3.2.23
3.2.24

3.2.25
3.2.26
3.2.27
3.2.28
3.2.29
3.2.30
3.2.31

3.2.32

3.2.33

3.2.34
3.2.35

14

gunsniflesiudumsnennenuieu Usenaudie geflents uiiinin Seavin Henqu
e UNIAlAUNIE g MABNLT

UnfAu (forceps) wiannanl3ada

Tnssunansuundn (agate mortar)

nszynwanaindmiuldansiuuuna

MU

Iagmmms??u (desiccators)

Wi (mold) YumduruALENaI 1.0 LwuURwnS
oadhtugUszuulalngdn Ju Carver 3853-0 WARIAEUIEN CARVER
NIEAYNIILLURT 600, 800, 1000 Lag 1200

Hadmorgiuvwn 0.1 luAseu

WYB9L1R4 (stub)

WUASUBY (carbon tape)

N52AIENT (paper weight)

vntudmsuld oiiaueanased

WINIULWAN (magnetic bar)

dinuaweslasilensnay

WILHLAILNSU (hot plate)

\A3estaszuUAInea (Ataziden 0.0001 N$1) u HM-300 HARlALUTEM AND
\n3esdeszuuAinea (Anuazden 0.0001 nfw) ivszneusiegunsaiindiamm
MUY JU HM-300 NanlaeUTEM AND

WesilluAsaulUesTruLRInea ANLazBen 0.01 ladkins

\e3esunlyliin wamlaguith Retsch

wesesdalii ndnlaeuTn Struers

wineulnihaamall 120°C $u UE-300 nanlagu3sn Memmert

Wb (furnace) dwsunaouuia

Wl (furnace) dwsuwnniln §u Type 46100 HanlaguSEM SYBRON
\3earin3adidnd (xray diffractometer) §u D8 ADVANCE wanlagu3em Bruker
AXS

1389 High Temperature DTA Cell Adaptor 3u DTA model 673-4 HanlagusEm
Stanton redcroft

NAB39aNIsAUBLANATOULUUEDINTIA (scanning electron microscopy: SEM) %ila
Low vacuum U JSM 5910LV wanlaguSen JEOL

A3 sputtering 3u JFC-1100E wanlaeu3em JEOL
a'rﬁaxa’]sjﬁﬂé’wﬁwaﬂmawaqué (simulate body fluid: SBF)
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M19197 3.2 UansdIuUTENoUTDIIIGNTANT)

150994 Seuazlaeunvin (%owt)

ans S0, | KO | Li,O | ALOs | P,Os | 21O, | Ca0, | MgO o
Li1-1450 72.00 3.00 15.00 3.00 2.00 3.00 2.00 - Thing Zhao et al
Li2-1450 72.00 3.08 14.87 3.33 2.58 3.13 0.63 2.00 Kun Yuan et al.
Li3-1450 80.00 3.00 11.75 - 1.83 3.10 0.20 - Kun Yuan et al.

3.3 35n15NNaD49

4.1 YNN1IVARNLMIAILITNITNADULUUANANAINENTANY AIA1T1991 3.4 Yosansaanunly

Tunsvaeuwi tneddeulvlunisvaeufionmall 1450 asrgaded MudnIIN1sTU-a3v09

gamgfiviiu 10 esmwaduadounfiiluna 2 Falus

4.2 yinmsieseinsiudsunlavesgumiilagldiasedlolinseinnuseudouiug

(Differential  Thermal Analysis: DTA) f188n31N159U-899099UnYIYINTU 10 BAn

= ! a & 1Y) a ZIRIEIYA b s
LWALFEERDUINLUULIAT 2 SU’JINQ Imammimﬂa\uﬂu%m

4.3 umnlarIunszUIuNITNIeMINTeU (heat treatment) NgaungianeiunIuNaves

NTIATIENMELATEINDTIATIENAIIUTBUTIOUNUS MEBNTINTTIU-AIYBIUNYTIMNAY

10 aemwaldsasounmiuial 2 4219

4.4 Y13ununta lUAAs e anURmandAUs e NaUMELRI 99N IAS1ZNIAUTENDUANS

AemATAN1SIaeLULYRISIEBNG (X-ray diffraction)

4.5 WIgULTgUANYAUEN NNEATNYBITUNUTHUNTEUIUNM TN NAIUTOURM

$iN99 iU

AU

Y
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MsawATIzikNsIdnvialansandoznilnaniinisiiuwesiaideuiununisaniueu
aaanslulaazunsudunaunsinelugun 2 dedl

a d'
LAYUAITNIUNITIN 1

A 4

rduwandilaumasuiigamgdl 1450 °C lneifldnsn1stu-asd
10°C/min uy 2 F3lue lufhevaenszgiiug

A 4

lEuRI899819590157 (Quenched)lagn1SiNasuLLAL
wiannanl$atiuegesiagy

v

YuAuakazaTvEeuANaNTinaLToy
(DTA) stemReulalunsugnudnivanzas

A4

XRD SEM Density Photograph

JUN 3.1 UanstunaunsinseuTUIT

gaungi °O)

1% 2h

1450 \
1400 |H--=m - DA e

Quenched

a1 (h)

JUN 3.2 wudsuanadeulvvasgamgintdlunisvasuuia
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gﬂﬁ 3.3 51"Jwaamazgﬁm (ALL,O5 crucible)

JUN 3.4 el (furnace) dwisuvaeuuna
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JUT 3.5 wusuanuseugamgiguazluauiiiuinsensyuen

(%
v Y

RARTGEVS W]

a

pauliiniy udmasuvigamal

U

1450°C Wunanu 2 $alus
Tuieviaanegiiu (ALCO; crucible)

A 4

Taungl 1400 °C viliusiegng
590157 (Quenched)
adluuRuimdnndmsanssusn

DTA

5U 3.6 UHURILAAITUABUATLATHUL
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3.4 A5N1IALATNITATIDILATIHNIANBULLANILVBIA15A29819 (Characterization

and Measurement Method)

wdanilEinseIentunuiieds senislddeulusieg uds Sauhdusud
wisnlduvhismdnvazane Inesuninsinsinieauiou n1sasvdeutiaves
wlafusing asdBmanienin lassadaganiauasAnwauifanudiulimiediniw Fei
wasdendiollil

3.4.1 NIATIZRNI9ANSDU (thermal analysis)

Tun1snmaesil WWvhnsAnudeseazideavemeginssumemnudouniawsifing
TelansenTogmilndiinindy wesladondludnsndiudieg dsigauszasdlunis
ATRdeUMAN Y IgMnTTiIngandmIunsUgnuansdeisnismisamdeu (heat
treatment) Inamadianisiiasizeimanuden (thermal analysis) ldlunisvaassiiie
wAlANITIATIEMTIAINTOULUUBYNUS (differential thermal analysis: DTA) G?fu‘flu
mmﬂwmmwaaflumﬂszjmaaaaqumﬂsimmqmwmaumamamwmaﬂwm“Lﬂum Farfu ﬂau
n1smsIvdevaLTRiTInTISeuRYRensUABusLTiFen s s el unerou 91ntu
THia3eq High Temperature DTA Cell Adaptor (muamﬂ,ugﬂ 3.20) FN15TIEOUNITILG

Tngldidoulalunsvaaoudsil Ao fuslgamglivesauiagumad 700°C Fednsnstunes
gaumniife 10°C/min uazldmezgiiionoanlas (ALO,) Wuffisusasg I Fadoyadild
MnMsiATeifeismatasmilvldlunisussanatimesgungifimngassesns
Ugnuanluwmigsninsely

— e
Y R

>
al
!

3u 3.7 A3 High Temperature DTA Cell Adaptor
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3.4.2 n1sastvdaudnlemaiianisiaeaiuuvessidiand (X-ray diffraction
technique: XRD)

wadieiidunisnsrnaeuimassdlsznautesanslasendendnnsifenuuvessd
lond (X-ray diffraction technique) Wo¥adlondannsznuvuiiafandsilassairadusundn
uazsinisdniFeavesernensdeilsuifouiiidnuasidussuu (k) azviiliiAnnisnszids
(scattering) vasssdondiintu ndranduivdiondasiinninideanuu Tnsfiuudsuures
Yidendfeananuinasiudnvusangmuyassuiutug dudu Wethiedesilodniu
737930 (detector) 1n3035UTsdBnGnsEIIseenunanTanlusuviasiieg Aazaunsn
nsnaeuldiantudutagniemsiale uennddediinsndulitudianusavenld
wnszuulanazIvsunainledniie laugainatys (Brage’s angle) WagAIULULUDY
sUuuunABIULIUIIng Teansusazeiinfesdsuuuunindenuuiidudnuue any
wanaefuluaudnvauzvedlasaig
dmfunisardeuiiu axiduneulumanisumssegaddeluil fe
1. tmsuardunuiiefenlduiussgldluntuussgduau sample holden 21ntu
ilursiiuinadesdmiuistusulunies Xray diffractometer (lunsdid
assredndunsliihuiualaziBoaudiussgaclunduussgarsiegenou
Mntundenasiegnslieulaeldnssandlar)

2. BuhmsnaaeulaglviuuEuguil 20 Wiy 10 osm wazyuaavine 20 wiidy
60 B4

3. wafluanioanuivzegluguveninminduiusssnitemnuduiugy 20
Mndutnaildundisuifisuivdeyaluudy JCPDS  iiensivaouina
psfUsznaULarATIUSaVS T st uuFogsTlintulasthduy 20 fldum
A d-spacing NNYUBILUSA Faaun1sT 3.1

A

d= (3.1)
2sin@

el d Ao S3YErIeTEriNesEunU (d-spacing)

A Ao mnugmrduvessdendlunsalil (A = 1.54439 °A)
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3U 3.8 X-ray diffracttometer

3.4.3 n1sAnwilaseasrsganialasldndasqganssaididnasounuudasnsia

(Scanning electron microscopy: SEM)

lunisfinulaseainegania 9g11n13n333a0ulATIE31949A0 1AV LAY IEN
weaiTesmoanifsnguienisldndesqanssmibidnaseunuudesnsin tnsTumnuuiiies
finsgsinnsasisaeulassainesganialuluuadidnnseunfendl (secondary electron)
wanandtaldvinisienevismesduszneuiiiietusemada EDS Snde itethdeyadi
dnlfuszneunsesuefednunlassairsganaveadamsiieionld udednuvaszias
durugudnarandevessnsuludinansfiedonld Tasdduseulumamientunufiods
il
1. disunuufusndnfwiedlduhmstaimihtunuienszaremsoives
800 1000 Way 1200 suawu uddiitludnsesmensdnasaiiuivuin 0.1lunou
fmimestunuiianuiuimadienszan nturhauavendienisly
wiosdaniileda 1dunan 15 Wil e damvdsanusnlingaeenllain
Fnfueu wdniduauleuluges Wunm 24 $2lus diedunisiidnnrudu
oonlumnFusy
2. Tuduvostunuiifueniniuaggninluhaiuazoradensliniossant
Tofin ilunan 15 wit defdnavdsanUsnlsivaaoenluannfidueu udn
ihldeulugeu Junan 24 s elvitueruuiasuio fuiueuiibuud
w5in MnuThnsRstusufogaLuLmesvies (stub) FemUaiuey
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° & a g P P ° P a ) =
3. yhnsedsuiivesduuiwssuldmenesd lagldinalia sputtering 10u
LAY 1 Wi neufieninluasivdeuiiendesganssAuBlanasauLuUEes

n3RlulnngIee AMUANNWIINEEN WoYNSANwIAN ¥ lATIaT199an1AYeY
Funusioly

99 998% 3

3U 3.10 ndeaganssAidiannsouluudaiInT1nwin Low vacuum (JEOL JSM 5910LV)



una 4

NaN1INAADILAZaAUTINA

Tuunil WunisiaueranmaassiazniseAusenanlannsessuTuanuiiteuluaige

lngagisuanmamgasuimiuinzay  Jsduminlalufnwandanieenueu  audfininienn

warauURn19na Wialrladununiaudinsewunzausanisunuldnelu

4.1 HANISIVNYLATANTIATICHNANISIVEY

- MFIATIERAUTRNIAINUTDUMENATA DTA

0 N
573°C Guquartz > Bquartz

—

Endothemic

T y T . 2 y T ) T y
200 400 600 800 1000 1200

Temperature °C

SUT 4.1 uanssan1silAsIEsk DTA A) uiagns Lil-1400 1) uAagns Lil-1450

NNINARBINUIN Lo IAIGATN Lil-1400 hag Lil-1450 semngaidea luviinisnaeud

9auuil 1400 wag 1450 DIALBATYANINANY WU FUMURNIUN SRR Ni1TuRe

9 Y

1400 esrnaifoa Ivaseinialintunigluiioudiiludiuauuin wnnd1991nnIsINgamngl
1450 espwaded awiglduutueidumsiginndutiegunginldlyganasunaiedis
anysalveawmiluansil wellnsiiugamgingelulsdinnumangauvuinnivilvineseniaiilod

v a o 8 v v a PN v Y
ﬂ']Eﬂuu’]LLﬂ'Jﬁ'ﬁJ’ﬁﬂLfﬂa@@@ﬂlﬂﬂqEJuE)ﬂ'W'ﬂ'Viﬂ']EJqu’]LLﬂUL@Q@JW@QWa@‘U@HaQUULBQ

[

Aty 9 nnan1saaesfina i litndderiinisuusamginisasuveuianamuedu

[ '
= v A

Wutufed 1450 ssrwaldva Judugamgiinunzaulunisaavosdadudiudsuiand

=2

DUNNH

G
Y Y
ANNAAR LA INasaAMNINTDL TN

o
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W89 Lil-1450 - Li3-1450 lagniinisiesiesiandaniemnusoumeiniesdnsisy
auiusneAusou (OTA)  wudi Jaamgiilunisuasaresuna (The glass  transition
temperature; Tg) Qmwﬂumumnﬁﬂwﬁﬂﬁuauﬁaﬁ’;LLﬁﬂLLazﬁjﬁaaﬂ (The first crystalliazation

temperature; T¢; and the second crystalliazation temperature; T.,) ﬁjﬂLLa@ﬂumiwﬁ 4.1

M13199 4.1 uansdeyanlainnsin DTA

gns fuusvesgamgiisnanitldainnsw DTA
T (°O) T, (O T, (°O) T, (O
Li1-1450 440 634 809 945
Li2-1450 460 645 801 1008
Li3-1450 466 647 882 1023

* gamgll 573°C \ugamgives Si02 lunsidsunaan o du B

MNUoyainTeiniaausaudananavdunaliin luansniswSentununingay 3 (Li3-
1450) azdidmuauiougeinindunumediidug anuveiduguiulunauannisifiuiui
S0, TutSuauigeninansmeg1aiiauiules (RaLRenved SO, 087 1617 asrwadea) uiagials

Anudnvarvesgamaiiunisulaslavesuia eamglinisinudn niogamgilunisnasuveduii

(%
Y

£ ! ¥ = 4 a LY = a v 1 a a
719 3 feg aINTLIlUuREINY IINANWINUITLVBS Zhang WazAfdy [19] wuln PEUNHUNTILNG

vya o

Tg, Tay, T $a¥ Tm 209a15iIneslentnaAssiuiuaamail Tg, To, T Wag Tm ¥037iug3de

Y

o
Y Va v =

Aatiuneifedslavinnsugnudniagldaumgiiiedduiu fe Neamgil 830 ssmgadua lagly

€ e

I

Snan19tu-asosgungiisesn 5 ssmueaeaiound Wuna 2 Faluanudidu venandud
magidldidenanmglisananimgsadonn esnfigunniifendneradutasgamgivesnisiie
wAnlasauysaivesnisifandnienualuaisiiogng lngainemuideden fiuusisuaninanis
noaosuaragUlin lunmsidandnvesdifleuladiinaasinnszuaunisfandndsilae lutausn d
9110051 DTA Teedauluajaznudt wlassduszneudildifundnuenuns@aing; Li,Si0; waziile

gaunnlgeuaiinnanvesdiiedla@aing; LiSi,0s
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® NTIATITIeEWMALA XRD

Y Li3-1450

Li2-1450

Intensity (a.u.)

Lil-1450

LiISiOy JCPDF File No. 29-0829

i _L_L I T T N
Lizsizos' JCPDF File No. 40-0376
| | | |‘ [ [ T T i1l
T T T T T T T T T T T T
10 20 30 40 50 60 70 80
2 Theta

JUN 4.2 UanIHan1TIAT1E XRD v84 uiigns Li1400 MEun1s heat 71 830°C
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