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Research Project:  Preparation of high density zirconia by powder injection moulding

and pressureless sintering

Researcher:  Assistant Professor Dr. Nutthita Chuankrerkkul
Date: July 2019

Abstract

Zirconia specimens with highest density of 95% of the theoretical value were
successfully produced by a combination of powder injection moulding technique with
a pressureless sintering. The feedstock comprised of zirconia powder having 1 micron
size diameter at 38 vol% powder loading. The water soluble binder (polyethylene
glycol, PEG) could be removed by water immersion method while the remaining
polyvinyl butyral (PVB) was removed by thermal debinding. It was found that
temperature of water affected rate of binder removal as the rate increased with
higher temperature. The 3-point bending strength for as-leached specimens was
higher than that of as-moulded specimens, values of 3.02 and 0.080 MPa,

respectively. Density of sintered specimens increased with increasing sintering

temperature from 1300 to 1400 °C. The shrinkage of 22-25 % was observed.
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nizmumiaﬂﬁugﬂﬁaqm (powder injection moulding)
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Powder pressing

=== Powder injection moulding

=== Dije casting

= Machining
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Ul 2.2 mawFeuiiuanldarelunsndntuduiifianududoustaty
(http://www.egideuk.com)

dmdunsrurunisdnduguTanns Teaidudmiunistuguiuduifioundnuay
sUsedudou WunstusulidnuaslndiAssgusnsaning (near-net shape) uaransn
wanlaluUTIann SuneunisuBnagusznoudemanaunstagususzaiu msdndusy
n13idnfIUsEaIL kagn1sHITUmaes (German and Bose, 1997) ueninilaann1snan
Fudrugnamnisuuds nsrvaunsiatusutanuedsannsalilunisudndiSousazany
wiRnlel (Williams, 2008) Ineld¥anUszinmmannanliada wiawsfinUssiamanslud waz
woslaidls venanddiannsntunudndutangunsaidmiulflumenisunnduasifunnssa
IHiduiu wunuansiunouveansruIunsantusTagus uansagud 2.3

o Thermal debinding/
Solvent binding presintering
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— . N Palish
Injection moulding Sintering et

Pﬂwderl l Binder
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Mixing and
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5UN 2.3 nsyuiunisanfiuguianms (powder injection moulding)

i https://www.sciencedirect.com/topics/engineering/ceramic-injection-moulding



n’mﬁan%ﬁ@éffmizamLLaziﬁiuﬂﬂiﬁﬁmLfﬂu%gumauﬁa‘hﬁfﬂuﬂizmumsmam N3
fdnfUszaulnenislfanufeufissesafioiayldnauiuin dwihliduyde sy
wazAldane ieuAdymmaniisddddnsinuisesussaunauiiowusznavdiulng)
annsafdaldlaglddniazats Tasdrumnilssauriaiifunindazgnazarsdeisy
wudaduansiedl fafunsimunsaussauiianunsaazaneinldsdinuinaula suagsiili
Hunszurunsranifulinsredundeuuazanaildislesnse

o

nauIdeveanInerdunilan Ussinmadingulaimundyssanunilosdusenaunan
Wuwedenadulnanea Na1unsnazatsinld wazesrusznausasmenadufialuniesian Ny
gnidneeniuluvaeiiliniuseuiiiornniswi@uwmes (Chuankrerkkul, 2006) fivuszanu

& ° a o A A g & Y Yy a '

wanilgniunldlunisndndaguilanlumanndilialiuinsaciag (Anwar wazame 1995
Omar wazAMy 1999 way Newell wazAue 2005) drUszaruviaddelasuniswaunla
anusaldldfusiinnansznitseuesivaduidalad (Wong, 2003) nasnauianlszinn
A UASLUR-LAUDARESATaaNA18 (Chuankrerkkul kazAgy, 2007)

eazidenvesnuiteiifeitesiufiuszarusiia PEG/PMMA o1ty finnsfnun
n13l4 PEG 1 molecular weight #nsqfu sauvisnsidentdisniswan 2 35 dmiuTaniilsl
AnuazYanfiazfinufizentuih TuitusnTanazgnuautu PMMA ndsantiuazans PEG lu
ih udrresivadludiunavaunaraduaaeiiiiinuniags ndsinduriiliuiafae
gaunnTien wardinsmusgsasiauafiendnidsinisanpgneuvonsntu niniuihnms
3nifloanmlesenniaiunsndegeludiunas dmsuTBnsnautanfesiauAzentut a
vinlagn1swan PMMA funsian neuflaziilunaniu PEG flazarsuiluloanesed ndaain
durinuduneudeatuitusn Lﬁ@ﬁﬂ%umuﬁmumiﬁﬂ%ugﬂLLazﬁﬁmiﬁﬁmﬁanzmu (lng
msutii) TWienesidenies SEM agnuiildesrinwianion Sadesinaiatielinisaaiedh
193 PMMA fiogfluaniugiidufminiuldognssmn
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a1 Inede lugieseeziian 10 Yuunn taglddnasiWaundiszaiund

sadusznaunandunediefidulnanea (PEG) fudiUszauvianedlhiiadofisea (PvB) Tu

N15UU3UTARsEN WU axgiun waviandauseneuiiloiuayaiiun (Chomsirigul wazAuy
2014 uaz Chuankrerkkul wazauez 2016)
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M19197 2.1 vliavewilsvaulagisnsmdadiuszau ludnaunsdntuguweslawlly
BllavaiiUszau ABnsidanaussau TH

HDPE, LDPE, PW, MW, DBP Solvent debinding (heptane) and Zhao et al.

and SA Thermal debinding (2019)

PW, PE, PP and SA Solvent debinding (hexane) and Gal et al.
Thermal debinding (2019)

PW, HDPE, EVA, SA Solvent debinding and Thermal Liu et al.
debinding (2018)

LDPE, HDPE and PW Solvent debinding (kerosene) and Liu et al.
Thermal debinding (2018)

PW, PP, HDPE and SA Solvent debinding He et al.
(trichloroethylene) and Thermal (2018)
debinding

PEG, PMMA and SA Solvent debinding (water) and Rajabi et al.
Thermal debinding (2015)
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Temperature (°C)
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R | Cubic (F)

2000 [~ Transformable

Tetragonal (T)

1600 °C Tie Line

1400 °CTie Line

1000

k3

500
o I Non-Transformable -
Monoclinic (M) Tetragonal (T') Cubic
1 1 |
S 10 15
Mol % Yttria

gih'?i 2.4 uHuUNINANAS (phase diagram) ¥adweslaile-Gnnsey 111 1. Birkby
(1994)
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in3esdatuguianuesedusieal §UAnasguil 3.1) Alddaaireduiiioldlunns
fufinnulasinisided Wuededawuuldnszuenay tnelassnmsaiidenldduaudmuny
msvihaulagldladi deliazandunisufifau Weldnuauauvuads lassaiswsuaios
Fasinannlang emnuudeuss vuranudadrufinemuiziun1sinnu uazaiunsn
waoudeld arugesgninsdulidonndn 8 41 welfarunsnduilodiludanisiu
drusznousneguenadesdn (nszuenin fingamgil flviaiwieu) dauAvdiunay
(Feedstock) figunsadunsenszuen Tnsfidrudareifugdevuiaidn elidunaugniadn
TUTuusnaudesneudfiuils nneusndasusounle Heating jacket 1Wudalimiuseuiu
Feedstock wazfl Thermocouple dmiuingaungidsaziissuumunuluiiidelifindes
mUANIY fMmuguarUugumgilduuy Digital iielazmnuazirelunstuiingamai
sEninmeaes daufuanefilinausfailiduumanfulidmsusuliuifuidnadnly
yauzfinismeass Ingldunudeaesiladuimsuiiunumuuuuindsrdmiusuusifinias
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3.2 Msdnduguiague
winidaguaesifinylameslafly naufuiUssaiiussneusenediefiaulnanea
(PEG) uazwedlrladafisea (PVB) Usinasdesar 85 war 15 lnetmiinmudsu wisudu
ﬁauwauﬁﬁﬂ‘%mmmi’a@L%%@&Jaz 36 - 40 lagU3uIns (36 -40 vol% powder loading)
29AUTENBUTBIAIUNANLARIF NG 3.1

M13197 3.1 duraunldlunimaaesdadusUiannageslaily

gns Powder loading PEG (wt%) PVB (wt%)
Z36 36 85 15
Z38 38 85 15
Z40 40 85 15

yhmsdatugUlnelfiniesdntus fagneasduiesufofinig  wdsudunudusunss
Awdenunn 5 x 5 x 55 fadwnas Wewdsndunudmiunsinmmatdaiuszaiulng
nsuti wasRnwgamninismndnfiunzan funounimasssannsnagUldniuununm
Tugul 3.2 dmfuruideddndunmslagliiniodndusfaguessduiosfifing dnwae
wifaninanafiagui 3.3

Tudruduneumsidaftszann  vhmsfnwulSeudsunavesgumginedngintg

)
tdaiuszaurin PEG Tasthdunuiiiiunsdatuguinudlud Taglidfifigamaiuas
30 wAz 50 eIMLwaLgYd mmuammmaauﬂmﬂm Water Bath fifiszuumyuiieuin
L‘UiarumEJ‘U"LG’ﬁ,maﬂﬁmmmﬂmawumwaamﬂamuiﬂLLamaamﬂmiLLﬂjm ey
fuamiviinfusnisiuudafeutudminues PEG Aifioglutunu uwazsenunaiu
Sovaslapintinues  PEG  fignindneenty  wdsnduidunuitldndiannnisiingy
Usganuudy  TUvhmsndnleeldgamgil 1300 - 1400 ssrwailed wagldhiaisnw

gaunnigegn 1 Falug

FunsummaaesUsznoudis
. Fedhunannugasidvualy (el 3.1)
e PVB Aunaiweslaile udniihdeuiigamad 100 sseniwaidea (Snines 1)
.10 PEG Tddeu figaumnd 80 ssmiwaldua (Snines 2)
 wneanndnines 1 as Jnwnes 2 udald spatula auliidniu
thdausay (feedstock) Tadeald Tdadluieiosdn lneldanmgil 190 sarmisaifes
hduauluuglni Weddnddszany
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4.1 HaNISANYIANYMZIAWIZVRINIIEALAZAIUT a1 (Characterisation)

wawoslawle fvuinoymandoidnni 1 lulasiums 91nU3¥M Tosoh Corporation
Ussimadu U7 4.1 uansdnvazmsdugiumsinenvesaweslailsanndesqanssa
fidnnseunuudeansin wawesladledinmsnszaedfuaiiane nsfieyniafivuiadnunn
luszdy submicron agihlvinseudunaulaUinansiagligunn (kiiiuiesas 40 lay
U5103) Beagrilitunuiinisvedamdungs weensmndiofiueuruuiiuredunuges
Tdgaumaiidoutnags

Y

JUN 4.1 dnvaznavesiaflennndeanssamididinasouuudeinsie

AUsvanuinldauidell laun PEG waz PVB U7 4.2 uanin1saaefivedansisaes
ﬁuﬁmﬁqmmﬁw 9 MNURUAINNUIN PEG Suaateigumnniuszann 200°C uazdzaany

NUANBEUNA ﬁﬂ’i%lﬂiu 450°C 115U PVB 9gi3uaaaviaaunniiuseunn 300°C Laglzdany

9 9 Y
wmﬁammaﬂizmm 550°C ag19lsAny uddedladenldnisidndiusyaiu (PEG) 1ae

9 Y
(%

N15ara18Un AUUTUNUNHIUNSUIUILED Agmaesgianiy PVB Wity Jaazaunsaiidn
sonlalnanisiinnuiou Tudunouseninanisiitgamidn1sTumnesuoIneian
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g‘U‘ﬁ 4.2 HAINLATEA Thermogravimetric analysis 489 PEG iz PVB

4.2 Na‘ll’e)\‘m'l’iaﬂ%ugﬂ (Powder injection moulding)

INMIATYUAIURAL LLazmiaWﬁug‘U WU @ Z36 Uavans Z38 a1u13nvinisan
Jugudrumasmangosladeldifuuifiont Tunudamuauysel werlieuudusafiomotias
ihluvhmanasedlutuneuseluld  udiesandosmslitunuiinnumuuiugs Jaden
dunanfiiuTinunennd (238) deluvinisneasduduneusiely diugns 240 Hu i
annsnwdnFunuliduuifuiserdosdatuUss o fifnng feilidosnnd unaud
Aramiings widunaufidUinussaguind ersvvansailudatusuld mnldiedesde
sefugaaminssy Afvuslngjrinedesseduiesufifing seredunuildannisdniugy
Sanpa uanafegud 4.3
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[
= [
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4.3 nan15ANYINISNIIRAUSZEU (Debinding)

anmsAnuludosiy ‘W‘U’J'WLﬁ@ﬁﬂ%ﬂﬁﬂuﬁE\I'WUﬂﬁa@‘sﬁusUmLleﬂ,uij’] Inemualy
Tgaumgfivesi Wu 30 way 50 sweala awnuszmriamautil waendInnisudi
e %umummmmmaﬂadm TneidlawFouiisunavosgamgivosinfildlunisiidng
Uszanu agnudn dhilgungiigandy awliiuszanugnidneoniuldiSindy wasnnnd
waznmaneaesiisilddedunnhdliidionmnd 50 ownwalva  Uuuiuszany
wnnfesaz 90 annsagnidnesntuldlunandind 4 dalus venanildmuin Viaw
fhusyauannndidosay 90 avgnindneentuld eldinan 8 dlusidluhiigumad 30 o
50 esmuaaifua neMluansierasiaUszany PEG finavdelutunu Weurlufifigamad
ey wansdagud 4.4

nanvnaesiidenndoafunuidedug Aikiuan mwmwammmmmma“mwm
n1 awnsavliiussaugnidaeeninldinnnd  uenandagnuiidnsinisiidng
Uszanuaziialutiausn (elunan 2 $aluausn) daunnldaneuduresnsi wazndaann
5u5mswmsﬁﬁmﬁaﬂizmu%ﬁaaG]amaa (Rajabi wazAny 2015)

1%

sUfl 4.4 nswluanseavasnanlunisudiisensidadusyany
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4.4 namsAnwantifidsnavastuau

naannsinAAnuudausestunudemaiin 3-point bending test AR
3t 4.1 Fmuhanuuduswesdunuiliainnisdndugy (green strength) fandu 0.8
MPa Faflenshninaruudausswestunuiikiunisiiadiussausio PEG (i) udh 4
fiaudu 3.02 MPa (brown strength) vhdlenaiflesnanaarudussvesiunuinan
aruudsussiiinaniszauada PVB Bafufueuniatanms taeluanmneiduiuauils
MnMsntugy (green) aeiividiauszauviin PEG uay PVB aglufusu nmsdaduoyaa
193 PVB o1aaudnldlidiud fesaindinissumuain PEG uandleutiniiorndn PEG
ponluudr Tufunuasiifisyauvannioogifioid PVB winiu (brown) Juiiliinisda
aynalululafng

M1519% 4.1 A1ANLTILTIVRITUUesALluans 238 wasanvugy (Green strength)

W& arTnFIUsZa (Brown strength) uwazuwdaadl 1300 - 1400 °C (Sintered strength)

Condition Strength (MPa) ‘

wé’aaﬂﬁugﬂ (green strength) 0.80 + 0.05
WaIN1IAAUTZaU (brown strength) 3.02 +0.16
wwiindl 1300 °C 143.9 + 26.1

wndindl 1350 °C 160.1 + 44.8

wnin@l 1400 °C 169.4 + 38.0

4.5 nan1SANYALTANINEATNYBITUIY

ANS197 4.2 LEAAIANAINUNUILU LB UIIUNALHT FeTaldlneenfeudnnisunui
#heth (Archimedes method) wuteusnuiufiuuldufiasdanfiutu Weodugamgiluy
AMSLETINAN 1300 1350 TUauie 1400 sarwalfed

a

M15199 4.2 AANUNUILULYDITUNUENT Z36 Uay Z38 Maun Ngaumgil 1300 1350 Uay
1400 eFLaaLTYE

Y

Sintering

temperature
1300 °C 5.58 + 0.06 5.74 + 0.06
1350 °C 5.77 + 0.08 5.79 + 0.08

1400 °C 5.79 + 0.04 5.81 + 0.07
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ALK UYeITuY 238 Aiftdunauugeslaifisediosay 38 Sarmnniy
FJuau 236 Aldunaunaeeslaifivogiosay 36 annismeasut Tuaugns 236 e
Armuufinduegaiulddademnindigumnd 1300 esmusadoa uiideldgungd
Tunsndndu 1350 way 1400 psriwaldoa AmumULLLYBTUIUGNT 236 Way Z38
lauanansiuegrsiidodney wenniaSeudisuma s sduuildanns
ﬁmﬁﬁuiﬂi’mmﬁuﬁwmmwumﬂuquwﬁ Fauandlugui 4.5 Wudﬂﬁmmwumﬂwm
Tuagns 238 JA1gendnienas 95 109ANUIUILLUANLTIOY] Lmammimwammu 1400
LTI mu%umuam 738 Tunswnfigangf 1350 osrisaifod wagtuaugns
736 MunsWIfigumail 1350 way 1400 ssmiwailea dzilAAnumuiutugniniosas
94 yosnruviiusamaed Tuvueiidldgamgilunisdu 1300 ssiwadea Fuau
ans 736 wae 738 aziinunuinuuiluiosas 91 waz 94 Y09ANUNUIMUUAIUNG Y]
ALEIAY

E'Uﬁ 4.5 nymuanssosas ﬂ’J’]lI‘Vi‘L!’]LLUUWWNWQHQﬂ@Q%HQWUﬁﬂi 736 ey Z38 ‘VlNTL!ﬂWiLN"I
Wiln IQEJELSUE‘]‘E]J%J]UZJGNLLGI 1300 - 1400 a4AgaLTYd

wana1ntl Funuikunsndn frsesaznisuadieglugig 22-25 % Jaduly
AUENLAFIUTI Funuazradiuiniiesnn JUsunavewddudunauroudiem (Teendn
Jewar 40 lngUsung)
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unil 5
dgunan1sAiuau

[

miasﬂwamimLuumu‘lmamiwmwLUuliJmmmﬂi“mﬂsuaﬂﬂsqmi% A9t

]
4

be 22

(1) weAnwimswaneslademenssuiunisdatugy

a %

Funueslallvaiunsandalalaenszuiun1sdntuguianns Tnedenldmuseaud

Y
Ia

asoazaneils Fesilidunssuunsdatifuinsdoduwindon anmsliasing uas
Useninailiane gumgiivesifildlunisidasusrausinnediefidulnanoa deuasio
dnsnsidndiuszanu Tnsgamgiifigininasteliiussaugnidalasingini usas
Auidomdsay mmmufuaLstawumwaqmammﬂﬁvmummmmwmmmLLmLmsuaa
Funumdadatugy Tnefiandu 3.02 wag 0.80 MPa snud iy Fuiutuamumdsinuadiiug
Hnadimraudusesaedauiadsliimsmasdufussursluls

(2) iflefnuwmavesnsruaumanan seausivedtunuivienldlnsnsunuuulald

ALGU

autfvsneam  uarandhidnavesdunuvdun  fuuiliiiieedengedy dold
gaungilunisiwniinigatu Aaruudaussesdununduniigungli 1400 sswadya i
Aguaniinldiiu 169.4 wnnghania Suswiifismmmuiugeiign Aetunugas 38
Fowwinuuulildausy Tneldgamall 1400 esrnwadea anumnuuiiandu 5.81
nfusegnuAteuRims Sufeulfifuiesay 95 vesaruvmLtuIAmeY]] Tunundand

nsvaieglugie 22-25 %

[%

Faransandunulasensided aunsadussranuiidesiulunsdnwnseuiuns

Y
£ o
=

AnvuguTanusinvliaweslaile vsewsdinvlingu q saunsausaUssyndldiuianees

Y
a ad

lalleninskatezgiiul Mwvngdmiumsldnundenisauaudfanglanely

psdmudiildnnlasensited  aunseimuimsiuslusgasadeudnunsianiy
vowusluawgu siiadinifasenlediumesladls (NO-YS2) Andnannssuiuntsdniugyian
e Bddiusraniifulinsdodunndey  uazsesenlugnswieuiiduunsdianinsladse
wellansanagandianinslnian uuLLaIumwsumlmﬁ]'1ﬂmﬁmamimaﬂivmumsamusﬂmmm
mmumﬁﬂivaﬂm%mmﬂuLezjaLsnal,waqquaaﬂlszimamm FaldFRnimeunsunaLSes
Fabrication of yttria stabilized zirconia thin films on powder-injected anode substrates
by electrophoretic deposition technique for solid oxide fuel cell application Tu
2158153V INTTEAVUIUIIF Thin Solid Films Volume 660, 30 August 2018, Pages 741-748
(Impact factor 1.939)

Yonand dumniswesmansiidunuildainlasinsidodesd Idunsaeusuls
dnauanauiuuyInilan (Oral Presentation) lun15Usgyu3vni1sseAuuIuIYIA
International Conference on Traditional and Advanced Ceramics (ICTA2019) S %314
Sufi 28 - 29 Fwnau 2562 w duuna Wosy Wemessndl
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