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ABSTRACT

The investigation of effect of adding 1 to 8 wt.% Y,O, on crystal structure and
fracture toughness of (1-x)Al,0,-xZrO,-Y,0, (AZY) ceramics where x = 0.15, 0.25, 0.35,
0.45 and 0.50. The AZY ceramics were sintered at 1650 °C. Phase formation of the
samples was characterized by x-ray diffraction (XRD) technique. It was found that the
major phase was the rhombohedral-Al,O, structure. While the minor phase consisted of
the monoclinic-ZrO,, tetragonal-ZrO, and monoclinic-Y,0, structures. In order to
investigate the microstructure of AZY ceramics, they were studied by the scanning
electron microscope (SEM) technique. These results revealed that grains had a mixing of
circular and polygon shapes. It was found that the high contents of ZrO, on AZY ceramic
resulted in more circular grain shape. While the effect of the Y,O, contents was not
affected to grain shape of AZY ceramic. Moreover it found that the grain size was around
between 0.97-2.10 ym. The hardness of the prepared sample was measured using the
knoop and vicker microhardness test. Results obtained from the microhardness testing
could be used to evaluate the fracture toughness. It found that the smaller grains gave the
higher fracture toughness. The maximum fracture toughness of AZY was 2.827 MPa.m'" at
x = 0.35 of ZrO, and 4 wt.% Y,0,. After adjusting the lattice parameters by Rietveld
analysis, it revealed that the major phase of the AZY ceramics was the rhombohedral-
ALO, structure and minor phases were the monoclinic-ZrO,, tetragonal-ZrO, and
monoclinic-Y,0, phases. It was also found that the high fracture toughness of AZY

ceramics corresponded to the high tetragonal-ZrO, phase.

Key Words : Al,O,-ZrO,-Y,0, ; Co-precipitation ; Solid state reaction
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1.1 NUUAZANNAIATYL AR

gaavnssniasdniugaaunssuiianddny lundssmeiiiasaingpaiuness

v
% a

mmﬁnﬂmﬂuﬁuﬂmﬁﬂﬁugmmwmiuﬁuj MINNANUIAINTIN ANUNIINUITUASNITHAB

N1TUT HARADETR) W e sTiunse gy ARFU IR Faanulnaiinsina f‘m@ﬁugjm

m@q@qm’mmimmmeam‘mw 'JZW]‘II@E] @mmumwmim@mnﬂum u@nmnuﬁqﬁ

pNdAnyFegaaunssnaidnnsalinduaz i sing fesanilasfinfifanauFniedu

q

T uazusiman adaNdAysian1simugnaunssuATasiadannsetind uazanxunsn

ﬁ‘”ﬁlﬂ[ﬁﬂﬂuﬂﬁ]ﬁﬂﬂﬂ?ﬁ‘wﬂuj ﬁlﬂNﬂMﬁNUﬁ]"ﬂ@\?Lsﬁi’]&lﬂﬁj UARNIN muium WIUNINAUTU

INNANLNNINUADE N Tmﬂﬁ@@uuu@mum (AL,O,) An 'qLﬂuqmmﬂmmmmmmm

[

wazgniinllldesrsunsuane [1] asann ALO, ludan 1NHAINLES (hardness) g4 Nse

nsfinnsautesljiseail Hanantiduladidnssninuaznuseguugige aruisoiy
Jaanuaaufeuldn at1dlafiniu ALO, fafinauitlee HAmantAAIBAINUTEY
(toughness) T{ANNIIN [2] AagnpiEaedaudsannegeunInIsAnEuazl fullgennaniis

NFuANIEENTas ALO, ArennsianansuNLssnm anfilu wuntidauaanlas (Mgo)

'
= v Y

[Bluuizanaanlas (BaO) wwaflaiily (Zro,) @ ZrO, Dadniuaisnianauiiffuaau

q

A

= ] o © =l <
wiHaaangs tnaanizetluglreanainnszinuea (tetragonal) wazfannlidadnuudann

a g ] dl AI a a ¥ 1 = a 4 41{
2921 uetaldun1sivndse@nsninAruainuudiazauilaauagimsdn ldnanaw lu

%
o A= o

muﬁwmqmmmwmiﬂmﬂﬂimﬁ(Y203) \Rariy ALO,-ZrO, [4-7] WananasAlsznaLnig
= v = % o = o dj dld ] o dl ! 1
wiuaansruunismrandagduiuandadanilantaindnAnynacdanasanisuans

@mmuu‘”ﬁL@Wﬁﬂué”]u&iwjmﬂﬁam 217t nsnefinmalasaaiananuarnIIAnEENma e

aada I8

azmaNnfeluNAn (8] mmvmumumﬂmmmwmﬂ'm Gt Qﬁmsﬁ@@ﬂiﬁﬁﬁ(mixed oxide)
virednisenaniuzaeduda (solid state reaction)[9]  Aslaaiaa (so-gel) [10-11] uaz

aa 1 .o . ] ac Ay Ay al ] % 1 aa
TBANAENBUFIN (co-precipitation) [8, 12-13] Iaapiardnariiantai@awmans1eiy 1M 35
dffisenaniuzreauiaduisniswsenide luesendudauldaislaunnmnn wiiiloymly
puAnllLTgN 89817 Teeuddaiasldnisssanlaeds  Anpzneusan Tailuisnng

-
a a

Llﬂ?‘ﬂﬂ‘ﬂﬂ’?\‘iﬂﬁ\i%iﬂ?ﬂ AANNUEN LummmmmLm‘ﬂﬂm%ummummm AUIAUBRIN
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= [~3 = dgj a o a o o a o o =) 1 a
ayniadawiaanuardauiiuiilamaaiy Inasuidaaieildaiinisdnsanisneiaia
anmniziannznslasaieqania Anmantifdnawazdnmyilassaiananiaaldinaila
Inas (retveld) adlumailan ldfuanuaulalaydagnnnsainnsidiulsznauaedanste
15, 14] TneniswisanuaznanisAnsnldanisn lidunwwanislunisAnedanasiinaw)
K ALO,-MgO, ALO,-BaO, ALO,-Y,ALO,, uay ZrO,-CaO lusu iarinldldlunswemun
AENTRINNAT89ianNINTaN lugRaUNITNAUE1 11 t9e ALLO, (alumina crucible)

16 F 1IN (substrates) waZIE (sparking-plug) tlwfu

1.2 A UszaaAredniIae
dl = a as] 1 v A o 1 1
1. Wawsanimadn ALO,-ZrO, TneRan1sanmznaudinuasilan Y,0, Tudndausne
TnenFURTeNan Uz eIuds
2. WaAnENIInaiamaa9 ALO,-Zr0,-Y,0, fiael XRD La¥atAINzilAsaa19uan
AREINATIATNINAG
3. RANMANHZIaNIENNIATNATI99aN1AKIE SEM LaTaIATs i dndousis
avAlsznausaenAlln EDX
dll =) A a a dl = % a a '8
4. WaAnaNTREnaasinwsanlidaematiayll (knoop) uazininas

(vicker)
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aa a [
Vlf]‘i:l’{]ﬂkﬂﬂ')?.l’ﬂﬂ

2.1 antiRvalilrasazgiiun (ALO,)

' '
a a e A A o o o o

azgilaneanladusedeiallFandn azqiun Wudannianiuuuiunaziia
wninduingauluninanazgiitlan (A) uitlaqiiuil ALO, Anfludagirsdngaludng
o o di | [ % dl b4 IS ¥ 1 o a =2 ! 1 o
ANAIATY Hasaniuiaginuanaugs daausiuniusenisinduaz@nnsougs lavin
dffrenduansedl ifuausulfianfuaziaoinuds [15]  desaniantifnies ALO, A9gn

)

muﬂ%‘l,umm'ﬁmfmqwuiw winaan Faieu 787 F1UTR (substrates) Wedin (abrasives)
e (cutter) [16] Bt ALO, (alumina crucible) nailul@aAUINAILAZIABINIETUNIZQU AT
= = A = o a 2 o @ a Ao o
NM9ANHIDIINAUIURINTFTUNLAZAN MO IOWNZIB9LEIIEN ALO, AsfufluAandAtyuay
AfluatedaneazinlilszgnredfulgsamantiFaes ALO, TWRTuwAzMNNTANFaNIS
il wlugmaunasusing
?:/ dl a a a o ana o a dl o

ALO, uuLﬂummﬁzﬂ@wmmmn@zqmuw (Al mﬂgmmﬂmmmu (O) «ddnm

Ifanussssugnfuanlas (bauxite) Tnenszununisiueas (bayer process) o4 ALO, N lfay

agflugLlnasw@nis (powder) Fa9iidiaan3gnige friinslarheaniigruuniainin 1000
gazld ALO, fieglugtununn  ALO, (Y-ALO,) uazdrgnmnfigendn 1000 1 azaeflugll
waaln ALO, (O-ALO,) WiefiBanfiudnaeiud (corundum) HqAnaaadAaU19gINIn
§92050 1 Addlantmnindugunsaffnusennudeuge Tassaireuanzes ALO, Wiaain
pzmaNted Al fiuezmexTes O WusyiiinduAeussleeeiin dafnanmsliuaznisiu
AANMTAUIDI Al LAz O DLABNAINAIAL UaniiTree ALO, azifuangdsinueauaznisansn
YRIRZABNAZL UL HCP (hexagonal close packed) Tumdnggad (unit cell) WUULENTE
Tnueaaes HCP duasiifumisiidnede3andt eenaszdnsen (octahedral) waziAnszinsen
(tetrahedral) Feaziduninisznaniiiu 8 11 way 4 §1u NS du usdmiulunsanly
Al,O, dusnumiares A %@g’luﬁ%mmﬁLﬂu@@ﬂm:‘ﬁmm Lﬁ@ﬁﬂﬁmﬂ?:fwmimm’éw

unanguazazil 07 gl 6 laasu Auiuaznanaad Al azduiuasAanaay O Tudnsndou 3 : 2

o A @ o = Xa = &
AININLTznaun 2.1 LL@:@%LMM"JWI@?Q@?'NN@ﬂl&ﬂmﬂ’]ﬁ‘L@ﬂgﬂVIﬁ‘ﬂiﬂL@ﬂuﬂﬂ
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nwilsznaud 2.1 Tassa¥enanuedeygiun [17]

2.2 autTrviallanvsesiaile (2r0,)

s

waflalauneanlosvsamesladly Tag  Zro, Usgnaidudanainan polymorphic

Q q

o

= Py = = en ¥ @ = : o
azianuuridueednng HauantiRAIuAINLTS AMNATHEY [18] WATAINITONUFABNITIA

1 A yal K o = %; A al = ¥ o s
nsauaesansai i asgniunldluniswsaniiaaaudanaiuldingunsamulnlumnien

uazthanldwuudusaamwn (15 Tae Zro, axdilasea¥rewan 3 wuu Aa Aqadn (cubic)

wnIzIinuea (tetragonal) uazuluwadtin (monoclinic) [14, 19-21] fanndsznaud 2.2

ndsznaud 2.2 Taseainanaas Zro, wuuAadn wasyinuea uazTuluaddn [4]



Tasaafrenanuuuiniupannazinisdasundaslnseadafumnszinuaa 7
a © v o o d‘ a o . o v a
ArUUNNLENInL 1170 4 WianAUAN1I1eNA2999THATTID1AT AN TUAN AT LT A

[

v dp a dl v =< d”é( 1 a |§ o
seauanialuillamsndin [17] nsiasuutlasiassairenantaueeiugingi ldauiuman

'
P a

nsulasunlaslassaireanninasyinuealiiiluAsinaziiaaunguugidszunn 2370 4

a

1 o 1 ¥ o o
wazaznaaNmanguuniilsziin 2680 o [22] nswlasuulasiassaiiatiazulsdunduls

U

Y o

(reversible transformation) WAAIAINNANRLS Lo Aail

1170 2370 2680

Monoclinic =—— Tetragonal  — Cubic e Melt

Wananansisziny CaO MgO wga VY,0, lutlfuammunzanlsiiu zro, udainlimn aed
wnasldasiinannldgnannguugiigeatunsansged s uddnazanguuugiasauls
QIUUYRIDY LU N9 Y,0, aruaniantiasadlu Zro, axninlilaseadsaas Zro, NNudn
pogUiilunangdimnszinues udazifiudnasiivgoungiiies [14, 19-20, 23] Fandn wnsy
Tnuaa Zro, WaRRIAAA (tetragonal zirconia polycrystals) waa TZP %4 ZrO, #iia TZP il
faoumilenn  ladupniinde uddundiulFunmuansidussldIfusnsanuazaougunig
v eglunnsiimnnzan aziadunanuuulnluaatindeldiuwsasulussduniasmesn
o o ==

nsziiunNan

Fuanu 2ro, Msen lsunag lugtuuuiaades tnedsznaudananianaguuy
9NMTNGT Zr0, WD sUN9d9U (partially  stabilized  zirconia:  PSZ) 1 ZrO, sausiariy
MgO uazinunszuaunis WanFeuarlidan Pz avldlugnaunssuiasininumanuien
Iagauazlaitin iy Aeannnsovin il ldUselamdludawsine [5] Svnndusutlszneudasn@n

A :// = | =2

189 anszinueaneuiaunazend Zro, uuunanuaaglinassinuea (tetragonal

zirconia polycrystal: TZP) uazdnuinisenaudaaianidniNauriauuaizandn Zro, lanus

Lﬁugﬂ (fully stabilized zirconia: FSZ)
2.3 NMIETUNTANAILATNIIANAZNAUIIN (co-precipitation)

ANIANAENaUIadNAa NN AR laaanlua1raanaaaaldy (solid  solution) (381A97

' dl [ d” = [ :J/ Y v A !
NIFANFASNAUTIN sl,uma?mmﬂﬂuwim Wuliatpaniuiuy mmLmumummi@@@ﬂum@@%mq



ldannansazaie uarananiliesAlsznausasnisanaznausaniulnindasuudaslu
1 dl o o 2 AJ dld % A [ [ ¥ Y 1
seudndnaslneanaznauld Teananillassafrauilaunuusdnauisnazanalfdaandn
fnazuinszqndaagluglaisilsenavasanae mallanisnnazneudinazinliiianznay
dlal v a o v o s di wn v & = allal
nanndanInamesiunaatin ldinwaa lod el lAesAlsenaunisiluasianiiaonu
dunanfisianis wiandudesldnsuadasiiumndanalfifalymnisduwdenneds

wlandaay Iagni1smnAznaudaNuLtsaaniily 3 uwuy Aa

' aial A dl a =K a =K
2.3.1 naanmaznausaNiiatsRetuuuuwmun uiaafisnan lunisfiananaes
pznow Busuanlesauluaisaraanaaunligioraseynianznauniiaauiiuaisim e
azaunznaulidauialug/au dnsnisnaeunaedlasauasauegiununeai loaautiun

o

azidnllag lunaniia aeazauagfuauidudurecloasuy Anwuzaadlosaulazdnsme

'
[ % [

o a P T > a = R
LRWISAININLANUABAININAN sﬁ\‘iLﬂﬂrlﬂ‘]_quuquﬂ?:ﬁ“ﬂmﬂum@UHNQ?J@QN@ﬂ ﬂ@1ﬂ@ﬂﬂ\‘]ﬂ’]§"ﬂ
v ] a o 1 ai 1o 1 1 [ =
PL@@'E]ULGU’]VL(]J@%BLHLL@ﬁ]V]TE]Q13JLﬂuV]V]?qULLu‘ﬁ® LLW@Hqﬁiiﬂﬂ iuﬂizuqum?[ﬁmmzﬂﬂu@’wm
p ~ =2 o - P am Al o |
Iﬂﬂﬂu@uu@ﬂLVu@LLﬂ@qﬂbL@@ﬂusﬁ\iLﬂu@\‘]ﬂﬂﬁ‘gﬂﬂumﬂ\‘]mzﬂ@u LLF‘]N@NUWV]@WN'\?QL%’]PL‘]J@%&LH

wanngrasnznauldnazataniliinanisannznausan’ts wu lmnanaaalss (NaCl

~

Zhe

Inunaideunanlss (KC) wunadanTuslusd (KBr) warinuwngidenlalalas (KI) T9a19994
=2 Ax a v = o - ' ' = o . .
Hunannduasiaadeaaeiu Usngnisaliduiiizandt n1segdramilaniu (isomorphism)
pznaunAgRaluanaznauanfisuardaatuiudnllag lunanisaesnzneawsGan

a z = aa . P o
d9Retuiiugn a1sRedunisdsauieunu

2.3.2 NIANAZNAUIINLLUAATULUHITBIAZNON NIIANALNAUIINLLLLATN
L%ﬂngﬂ@msﬁuuuawmmﬂ@u 1Y nisenAznautesuules (BasSo,) lnanisifs

a13azans BaCl, JuansinliiinUjisen (reagent) saiinn1sANAzNaU MAIANAZNEY

atanysd  fAeresaynIAnznan Baso, duwiliugaduien Ba™ Midnashluinifiuwalily

v
o o

dugadulgnniteasiniifalszquanuazdninlilessuasluansazaedaiu Cf gngadu

VT wwmeileaausiaannisgaduuutulgugi naia i uIulsruuiuiaany

1 o [ %’/ KX A L o ¥ a o
WNNU ANRURBUNTIARSN BN BaSO, QQNLLH’JI‘MN@@%U BaCl, 1’3‘].|u&l’3‘ﬂ‘1%ﬂ’1ﬁm:5ﬂ’ﬂu n17e AL

A 1

wuutaNiraud s Taan1sd1anznaunzanui laaauridassns laaauianuisnszwms

aanll iy TuewddadldldisniasraningdsnisanaznauionuuLgad LU IaIRTNaY



2.3.3 ﬂ’]ﬁ‘ﬁlﬂB‘I”ﬂ'ﬂuLLUU@’]ﬁ‘La'ﬂﬂuﬂﬂ'ﬂﬁﬁuﬂﬁﬂiumﬁﬂﬂl@ﬂﬂZﬂ’ﬂu NI1IANASNAU
ﬁ"J}HLLUUHLﬂﬁ@’]ﬂ&W?L@@ﬂuﬂﬂ@ﬁ umﬂummmmm@ulmmummnmm@u ﬁ“ﬂ‘].l“']WJ

3

aymprasnznauaziiaduLlgugitu falina1alluda iy lunnsmnazneu Baso, Tatnis
Finansazans BaCl, adlllugnsazanslnifendamn (Na,50,) aunARznaw Baso, 7
natuluneuwsnluasazaiaazil SO,” wideagnin Iaa SO,” unleasuazgngaduliuu

a

fugadutlgng il donduinuneslesauargnaaduien Na™ 17 dedueyninveseznes
BaSO, 7iinneunznauatvanyniazgaduiel Na,SO, HuutaresayniAtesnzney Lie
\AnanIazany BaCl, adldan Ba” azldunuil Na* luduinimeslaseu uddndiniswaniyu
a X | @ 24 | ~ 24 H v o ¥ a
1RIATNBUNATURENNTIAEY Ba® a1aazldunun Na” Tudunmeslaseuld vnldinianis
WONYULIAzNEw BaSO, UU Na,SO, T4 Na,SO, aznagliifluansiaeduigngasiily
mrnau BasO, n1giiAnI1sgaiuuuLullanatinauliainaisazane T9araieansay
A QI A dgj dl o ¥ 1 o cal A
wanudallainazneu duAeluliainiazadnesan n1edenznanazliainnsnrdndaaelu
di/ o 1 t4 1 1 o AI A 4
wuufliaznisinnisanmaznauluy lnsazarenzneulinnnzneulvdenatierdndarntuli

ANNTU [4, 9]

2.4 MawraNdanfaednl jisenaniuzaeduda (solid state reactions)

k4
ada %% o

Qﬁu%mﬂﬂmilﬁmﬂﬁ'ﬁ?mﬁdmmmﬂmmm innnlirannianiuzaeudesiae

AnFaunaz e fuaaaudeaiialuddunng dadudditanldlunisaeraunegnsilsznay

aanlasasinedne

%
=< [

AnwnzanzaesRawran idannisldUgRseaanesiafaanduFeu azaue v
a o 9 = o o ' a =
wiinresansnineqdeciazsanneiadelunszuiunIamTeNaNNINNNE 1T §99NTIANIGLAT
299A9NNLU TN 2UIATBEYNIA FAINNUGNFEN UTFEINIA UnnE wazszazn1eldlung
o | ¥ a a aaa = ! dl o =
aaesia umy lnednAnisinal)iseialisrnd19e A AL ARANTUATH AN UAINYATE
aaa ' Adagy e o jaaan A g < = |
19Nz nnndrlunsauln lgiaindisenilunaniagtetianin Inaaiusauand
Uffsenanuraeudald fanndsznaui 2.3 (n) wazsendnennipusinaniuagfiae 79
nwdsznaudl 2.3 ( ‘ImﬂmiﬂLLmnﬂfﬁ@umﬂmmmmmﬂ{]m‘mmmmmimmqmi
nndfisen lunananiazanad Lumf««]fmﬂqmﬂmmmm@@uﬂumﬁmwiﬂmu
T uAaUNINARTUIWEINHNTY A2 TENILLAUNTLAINEAAAITWI ATBIBLN AR

dl dld A da‘ [ 4
@A Ingayniansnigngunreidudandasnideaddeluliunneaan n1suanuasaag
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AYNIARIENITANTUIATBIAYNIATNTA 1 THRAWINaYAIATUALENIRNNINT LA 9
duilpayniaiinszanaynineanainiu wananidsaiunsaiiunldlunisuanaynimasng

giafuliiianstszanudniulinfeniunisanunvesayninusastiluasameniy

N
N

AR

(n) wamTusiaINN1INLAeN (reaction products)

(1) weimaniueg  Aneindfisenfinauunedon  Ufisenanysnl

(M) WANEKANITIULAELIN
(1) DUNIARITINANTLDY

nwtlsznauil 2.3 Anwaiznianadisenaniuzaesuds [3]

nstiasuLLgnuea (ball miling) ¥ieanisuntieadisgnuaaifunszuaunisuntias

!
a A

o . N S d o a me d
ayNIAIIRRALNaAuN Uy uISaun Suiuuisnasimsenszuanidla-Ualdagnilans

q

Arunialunuiuau aanndsznaui 2.4 wlaundaulug Afaulderuiulusziy
Y% a oA % o % dgj a I dl o o a dl da’
veatiiRnsdnaznimensziieananainiuLde) NANNITaRSRLARNANRN LW aunN

Aunisuatian ldaeNIENNg UMY RAN

u

) o

neunazinIsuyuniaunazsiasinislddngAunsesnisazanuiandaniugnues

(ball) ¥3agnuA (grinding media) asl/luBuiunmunzaniuaunramdauaNaINIInLmne
a 1 o Qi ¥ 1 A ¥ = A&I dl
woAnssunisumatias ludnwuznnisznaud 2.5 1inaq Ae gnueaazfesinisiadeud

% o o o = dl all 1 a o o I 49{ =® o ] %
AXNETNLAIDNTT D lnafnsimaaudn laaeiuainatwius B 2uld aunemiuis A udamn



v
[ ¥ 1 v A

AHINTZUNNALIRRAIUANN Andudnsuywdaadenny uazinisivadudgansidul

ﬁ;@ﬂiﬂﬁﬂﬁwmmmﬁmﬁmmmLé‘iﬂm Lﬁ@\‘lmngﬂmumné’wqﬂua@gﬂLaﬂm%imdwqﬂ
UaA WazseudngnuanuNiandeun ‘Lumm:ﬁ'wqﬁm‘mﬁiﬁmu@'nﬁﬁﬂﬁmmmmwmﬂ
ARAINNTLALIREAEQNLIEA Avdat HaUNIANNGANIINNITWANUANTITUIABLNIA NT19NTY
353 linzunsaAnawIA (sieving  techniques) Nsantuagaseynpaziiulilatnesnisa

nnlugasusuLazaFRdaTelaaynIAGNRIUIATANAY §RIINTUAtBtAzTLeY

o

VWA UazANLIsIasgnUAR ARSI LIuIATesanATRgaLTWANATY Wi diaenld

'
a A

ANUANHAIANNENANNIZEINTUNIATANALTIAZARTUIANINTNITAATLIALRIYNA L

q

IHaumeundiasnisazinleidng uazinldatinemnidandinisldgnuaniaginteeannizen

NNUsEneun 2.4 NMARRILAAIDIALITE N UNANTBNNTUAtIREIFRtIgNLIaA [3]

awlszneud 2.5 anwuzn1suateauuunauniull (cascading) [3]
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2.5 9uuns i uFaulaenisuaa ol

1
%

nsuaa lrilidunisldaannfeunnanssesiunlanusidureuds e ldifanig
v
aangfavzainnIsnlisaniusndneanssesiusse oy udoiadluaeudsaiinlug

X
AUNN

2.6 NITUIUNNTAA (pressing)
. o auy o o d .
Wunszusunisin lidngauaesmsiniiay lugduesayniaaiunsngndnaliluniog
% = A = a & dl Y a o e—dld ] o %
wiia wen wisewtianluudiniuuy ine i ldnansusiniglssdnsueausiasnis
o v 4 . [ dl o o U a
NITUIUNIIBALIN (dry  pressing) unszuaunisidngniinldldlunsnas
pandnel 1w Sngnulinldlusulaseade (Tagnduniusenanuiaulsge) uas
doutlsznaudiannsatind nezuaun1sdauis enananlsanileuilea navLaIN19anaUgLNg
a Ao O = = ° @ v . DR =
s HnANNTTNaNINvTaa st A tEaR uawAn e luuduuuliuduluiuaun iRy
(uniaxial compaction) NMNUsEnaLf 2.6 LaasTuRauN1IeARIEI RN TALRTN1T8 AL e 13
Tegtnindanng udanandusiiuazgninlilmnduwmes alianuudusauazlaseaing
oy O g < . o
pndseang Inanszuaunisdauietigninlildesnendrenans iasainidunszuaunied

anunsnaugtuaniusildnanagtunuatinganiia daouadananaziauianainatias

v
Iae1a111708 AU I LA UL AFILARA R LN ATAUDINAN LTURLUAT
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(n) AnwouzwarAusresaiinanl
(1) NTLANANT

(M) NNIBAANT

(¥) NN9LANR19RAN

ANUIENAUTN 2.6 TURBUNIRARITTRNIABATAIR AL [17]

2.7 NIRRT (sintering)

Wlunszuaunisiineyniaresiaguas dnifaiussaeiunazfulnanisunsans

'
a a g

299U T9NgUUNRGY TeazinTrdaunidugnIuaeiladananaLar A NULNLULEINTY

u a 9

TaannAan1stuma s nteu I F T UNAR A TN AaIN12ANNLUUAILAZATUARY TUILIUNT

Fumafouninazinizidniulaanisunsniglfanueiiuaesudangungiganinusfingd

3

o

! v 1
ANABNINANBNAILTENALNYNLNNTIY FaaeinAty auIulesialieuiniaIn  ALO, axgn
WNAQIUNYH 1600 1 (AnaaNianaed ALO, agil 2050 )

¥ !
TUNILUAUNNITULABFNNTUNTUDI8E ABNALIANTUN IENINNTN AN TATBIOUN A

o Y a o aldl o o % o a I a dl |49{ dl
M IAAARUEEN AN TN WLAZ Y mm:mumammum'ﬂﬂ @:mmmmﬂﬂmgmmmmn

o

\ANssaNFniuesaynIATIaand e fiunnay Wenannldlunsumnesiina

'
o =

auNIAATHIUIA TN WHAINNTY (porosity) TB4TAAAZANRY NAARUAATBINTZLIUNIS

q

|
=

AUIATDILNTU (grain) azidingniazanna dsnduraaulinszuaunisaiiulilae nisan

NANLADITZUL IR A
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2.7.1 nszuqunnsnaunisiunes taslnanistunasasliinatiuaundngumng
TunansisiargaiuATantaFalsrunuaeluaineeIgm) RN Mas NIAT89 WY T
udasiguuniganesanisin liiuwnuianistuae futuanuzsasuds Nusazesnas
arunsninaln1sunsnzanalfadeliadnAty nennanatsaunsdaaauFai (organic

- = . o o a A ea > \ o
burnout) v3awmeflulada (themolysis) lun1snndnnanasaunaennnAngagnieluguanu
wasaINNNgeLLie ededfuiuneundrdguinneundanazifanisuuusiafen NGy

- °o o = Ay, - ' a R
waf wmaznsnndnanstiamtaai anysniuazliarnnsomsuauniainmesinlagalsmsiu

o 3 v a o a o 1 49{ ng v
mmlummmmu@nwmﬂumwﬁmmumﬂmme

2.7.2 M3Fume SuuLaUaeIuds n1sdueefifunsziouniamisaNFaunn
THaynaiannsaieiuseiuatanna Inaidlassadraudniduaesudsivmuiniainnig

inRaudnaNa AN uTANeIInAzAnaulussAuesaN N1aiARUETTaNFRWAINAI99I

T UURAMNUTIUS I TULAINATUARAY Taa1anaalidnistume fiuinAngnunet)

u

|
[

! o o o all LS| a Y Aa a v
IENINBUNTIARN I@ﬂ‘ﬂ?ﬂﬂﬂ??ﬂ@ﬁ]"m‘ﬂ\‘i‘ﬂﬁﬂﬂﬁ‘ﬁﬂﬂu%Lﬁﬂm‘ﬂ%lﬂﬁ uummmmmmu‘ﬂmiﬂma
14 v

1 1 L7
Tnafinsadreiusenudaussszndneynianegfanuaunindunaumanidnesssndnanig

wasuulasanmausnuneunisdaaugilliifulassa¥sqanianisznaslidoanistiamnng

v
6w A

] 14
Augaansusneduusidudouniiaresn s tumesieany

1
= o

NITVARAUBNTUINULT IR NUUEANINTIHNT UL DT @WNW?ﬂM?Q@@@Uiﬁ@’]ﬂ

NFATUIAYIDU AN LLLTaNT B uE RN T Aeun asgrungRuaziaan lunnsien

<

VU AaaeangANTINNIsT ARSI LAN UL 189U (Solid-state  sintering) 137l A
A4 9 Y o ol d o d .
nwdsznauh 2.7 Teilsznavlddag 3 dunaunan ARANNATLINEIARLHETW AD
a o 1 QI % o . . dl v [ = o 1 Z//
- NMFTULARFTIFTNAY (initial  sintering) aziNadasiunN1siEassalutanass

%
=K

U899 YN AN TUT U BUAZIA AR Us e NUTILTIUTRAD (neck) TUNINLITIIUAAFNEE
1 1 o o I's z 1 dg/ QI é’ =® 1

FEMINAUNARY ANULUUANANTIB9T WY Tudaaiianaaziuauann 0.5 11D 0.6 dqu

Iua&iﬁLﬁmmmﬂwmﬂmﬁmimuﬁqﬁumﬂﬁﬁuﬁum pan1nusznaud 2.8 (1)

- N3TWMRFINNANY (intermediate sintering) LWTM9N1UNAT09AREN AT
waziFunmuanungulutiueuaz Buanasetinemaie wasaneayniaEudun lnddnfaiu
UNTUN W TUIIBAARNTNAF A4 T ALRUIETN RN ULAT LA LN TR AT UN RN AURNS

4 A4 d X aaa - Xz P T S
ipAauTIIesRIanl il AL Inresnsuuensinay duseuiiaziinaullFasasing

fioLeETesdegnIAANIsmaNse iU (Wangnguille) wazar@ugannAnssuilluiug
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\Ha gguiinisuansaeenlilagsnaman (Wangwguila) N1sMARITeNTUIIUAZINATUNINTIEA
Tunstumasiainany uaranan liauLUudNIs1a 9T Ul ANgeDalszuns 0.9 16

sannilsznaud 2.8 (A)

a1 (FIN9)

100

el uydae s

unaiou

ATTHHIUM (%)

TECEGITE

= | HIYE

2015 e #1an@11 w13t
. Fﬁ]alilﬂ“*—‘ —+— 3

1000 1200 1400 1600

QNN ( %)

nndsznaui 2.7 WOANIINNITURBTUL LA UL BT [24]

- mﬁum“ﬂ%ﬁqmmﬁw (final stage sintering) Lﬂuﬁwﬁgwqulu%umuﬁmﬂm
FLBYAY LLmﬁ@mQﬂﬁﬁmlﬁmmiﬂmn%umu@ﬂwéﬁﬂimﬂmﬁﬂﬂaiﬂ@mmwéqmmmﬂ
AMNINTUBBNNIATNUUITDITALINTU u,ﬁfmaqm@niﬂmmumﬁmm%umu Feaziin9e
Gl mmuiuﬁf;Lﬁu%ﬂumﬁmmﬁqmmﬁwﬁ\‘imwﬂa‘zﬂ@uﬁ 2.8 (4) 81N17UUAINIATD
gansiinnnsimdauirasaatingy (M 1AansALInTesnw) Fupawlunisdunesludo

< 1 1 o A v a d? a all a Gl 1 a
ﬂ@’Nﬂ1NNﬂ?$UQuﬂW?LLuquM?@M®ﬁ]'ﬂLﬂ AU ﬂWﬁ‘L[”]‘LIIGW.I@\‘ILﬂﬁ‘u‘l’]NWﬂLﬂu1ﬂV€f‘ﬂ1&lﬂﬂlﬂ

o o

(abnormal grain growth) iutsinazyinliifiagwsunuLTangndslunsuauld Geaiunsanidn

u

1 o

TaannifiasannnisunssauanfitidunalnnAeudiedi widndugwgunuuilanfnag iy

vinmreunsuiainisanidneenlllfunnda Wesainnisunszesezmendnldlugnguas

=

dinldatinesaniia delugwunfaiuseuinsuasidanat 2 atng dausn Ae AruEalunis

a Q

LPAAUENAWIUINAIT ARENa INATBINITUNITBITALNTUAINITONTEVIN I8 uavdanaas

A 1 dﬁl o ?/ a % =X =2 & :J/
AR gwqummummimﬂuqummmmﬂmmmiuimmﬂm?mm\mmmum@u%umm



14

¢
selinens

(m)

(n) wmﬂm%ﬁmﬁu@ﬂﬂwmmuﬁqm?ﬁm'ﬁugﬂ
(1) e o e [er T
(A) NITTULADTTINA
(9) N9TULRBTTINGAYIE

~ o ¥ S a = - @
nwlsenaun 2.8 ﬂ’]W@ﬂﬁmtﬂ‘ﬂ\ﬁﬂN&?%‘]'ﬂ@ﬂﬁV’WILﬂﬂ@?ﬂqﬁ‘sﬁuLﬁ]@ﬁ‘LLUU@ﬂ'ﬁugﬂlﬂﬂLL°1|\‘1 [24]

2.8 NN3ANHINTNALNASE XRD

XRD Wlupzaein i ludinseidaniiugiu inednsineaiuinsead1enan nsdnEes
o ' Z’/ a = a
paresarnad luliianaresanssznausepialudnun ez Fuins Inen1sAnEINsin

[ %

S ey o X o o co &
WAt EMANNRLLLUNALaNT A9

o

2.8.1 F@Awnd (x-ray) Anflunauudinan findelanunianzgnzanigs danu

anqAauduat luda9sendng 0.1-100 9am30H 1158 0.01-10 W lwwms arxsannlienia
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A e

sidefmiRanisunniniduleesufifilszaiinlf fsdiendiifinannenssfulpedinnsenutu
niutaanily 2 98a laun

- 5adiandriiafeliins (continuous x-ray) {iAANELANATAY UguHi Guns
ﬁ?mﬁm:muﬁﬁmmmmu@@ﬂmﬂﬂé’ﬁqmﬁm Lﬁﬂﬂﬂ‘j‘Lﬂ?ﬂlﬂuﬁﬁV}’NLLﬂtq LAUNANNY

@

| e = o dl e . = | =
@m\mmmmmﬂwmmu@@nmlngﬂmmmmmmaniﬂﬁmmmwmauﬂmqmmum EIN

o

NAWUBANATe UL gu iU dunsiTen (E) vsendsunliainuasnivdiend uay

aa

WANUIRIRLANATRUL TN NAWINEURITIEN (E,) ANl AN NA NS

AE = E-E, (2.1)

- 5yAendlanians (characteristic x-ray) ANHULNIIAAANBLANATAL Uga
NRvNduRNIETuarnaNLTndulneseddiannseuraseraan dnadnasauludulaasie
gnauaungaaanainsinainlidesdnaistu asiudianaseulunslaasinalifazidnun

dl ! dl a s = o 1 =KX v [ o
WU wsiilesanaianmnsenlunslaasuenindsnuninnd assesansziunasuingaie
nasueanunluglaespauusiman i iy Sidnnseulualaasdu K gnauudaaidnnsew
Tudu L Adnsnunuinfasisaandsnueany Jandsnvaespauusiman innlandaes

dy 1 o a g o dl
'ﬂ@ﬂﬁdqu@&ﬂuﬁ]ﬁ]ﬂiﬂ@L'ﬂﬂsﬁLﬂW’]SﬁWE{] AaNWLIZNaLN 2.9

(n) continuous x-ray (1) characteristic x-ray

nwidsenaud 2.9 fF@endnfinainninazsu [24]

6

2.8.2 UANNNTALLUIAISIRENT N19LALNILNIANAlandinaLNasALand 4

-&I 1 [~3 =X a a v a =2
Lﬂummmmmi‘mlﬁmnmzwumnmmm@mum Tpan1srunuUaLlanAsaLaasasaan TUNAn
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TnafadiandinsziastugeasiAatmannaapauildlasuntlasldanninwaziinnig

a % dl a = dg/ . | I's a’l’ 1 a o '

LATHATINUANAAL N1TNTELAIUTANITLAL L UIDITIALANTLULN L UN1TNILLAIBLUAINIE
¥

(coherent scattering) LAZFENNNINILRILLILTGN NNTNTEIASULLLLSNT (bragg scattering)

fAnsnnsaELNIesiAlendaaengreswuing (bragg's law) fanndsznaud 2.10

O

o]
o]
o]
Q

nwilsEnaud 2.10 1193 TIANG IALTATT U UTBINEAN [25]

A o a P A 2 a a P o a o a
HATNALRNTNHAINNENIAAU }\. mﬂﬂ?:ﬁ‘V]UN@ﬂLﬂﬂﬂq?ﬂ?ZLQ\?@qﬂ‘qﬂﬁgquLﬂﬁl'-JﬂuW@q?mf]?ﬁ’&

v
a o o a o =

NIENULANANITNILAIAMTLIZUNLABRITZUNL WLINSNATNAIN optical path difference

v
o a o o

Winiu AB+BC uazfinisdaasaratlumainaniuasdandusnuauminaasannuenanau

FNNIeNU
AB+BC = nA (2.2)

' 1o

~ a ° Ao
WA N AR LAARNUAULBNNNANINL 1 2 3...

P
bUANANN

AB+BC = 2dsin O

Adl A dl a 49{ ' o a o =2
Tnen 9 AR HNNINATUIEUINNAANNTIENUNUICUIUTBINAN
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d AB FEZUNTLNINTZUILIBINAN

A1

2dsin@® = nA

T9guN1T (2.4) AR ANNTWLSAT (bragg equation)

2.9 n3AnElATNATNsTALIAaNIAAIY SEM
WANNIT9N9UTBATEY SEM  uanafsnndsznaud 2.11 Bidnmsaulgugiiann
1 o a a @ d} o v dl a a dl Y o 1 a dl b2
waanadianasaudinuinnuanaianasewietlauliiuscuy Inanguaianasounls
annuuasniinazgnisassaunIvilngs (1000 D9 3000 aLanAseulsaszanInndn) 7
annsnilfudnldanntuasgnasgaasgiissanstasuruieua naldiniazgoninie 10° D

7 = - A o 0 a | [ =
10 Lmzummumummmuzﬁ( (condenser lens) Nazdfuanaianmsau THRaWIALENAILNE

WuniaiumnndngesaBidnmasen antiuiindidnareuazivasgiieasinuaud inddng
. . dl o L dl v °0 A & a6 val 1% a  a 1 =
(objective lens) Faimntinlunistiuaraidnnseud gugilvianndauutasetnanen uas

o a = a o A o = . = =
ANBANATAUN  ANNITNUNLIRYVTRAeE19aTHIUIA luga9 5 D9 200 wluwns Tnadige

q

a

PARIAAILANNT  ADINTIATBIABLANAIOUNINTNN TUN1TAILANTANINNITARDUNTBIAN

BanmsauLUiiesansdaetne Tedldarunsanuualdlaacrunisganauan 1ouzian

<

BLANAIAUNITNLNLTRIAIFeENIaziiAdURITTENTTNINBIANRse Ul FuN AT Le s AaNT8Y
o = o 1 a 1 o dlilz =® d” a d‘ o | ] v a

815 hdmguresetingaiia n1sanaleunasnunduANanaInNuRaNsAusie inline

nsdandaesdidnareutins1e)aanun galdilsr e milunisAn e dns s inuasansfaasing

WAz zie RN lwae e lfnudneredidnnsenainsaiinau Ae

a

1. 8lanm9eunAagN (secondary electron image: SEI) weaiflunguaianmsan

[ % o =2 a o Aa dla o 1R 1a dl a o dld
WAWIUAN 3 D9 5 Blanmsaulaad AanRaszsulian (WiAn 10 wnlwwes) Ganaiusang

1 ! ¥ !
[~1 aa o = a

= dl a v Y o a 3| dl o % dl
LINEALUUEIBLANATRUNINIFN Tmﬂm@g@@ﬂwmzwumLL@uﬂummmmmwmwmnmm

a

2. ALANATAUNTZLAINAL (backscattered  electron image: BEI) M%ﬂ@ju

a a o

aLannsaungAunasulinuesnon IuTuITUINEILN9A9BLATNIZIAINALBANHN T3

o

o I Aa a a Aa dldsl/ Qia o K 1 a v o dld
NANUAINIBLANATAUNALNN LNANNWUNHNITEALANNIN 10 uﬁiumm“lmmﬂmimnum@wm

1
al o ]

Bz AaNgY T IdayainaaiudaunaNn1Al
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o al o . a dl [~ o al I8 o/ 1 a 4‘
3. faeand (x-ray image: XRI) silaniduia@endianisiaaessnuiazailn a
d‘ 1 =3 d”d dl =® o 173 a 8
ﬂ@uLLNLM@ﬂLL‘V\I‘W'\uNV’]QWNE’]QF’W@ML@‘W’W GNmuﬁmmmhﬂiz‘ﬂmﬂummmelzﬁ‘wmr,jrm:u
o o o 1 9./?:/ a ¥ Y dl o &
?ZWUW@\NWTM‘QQMQ’PJEI’NVL@VI\?Lﬁﬂﬂ?ﬁJ’]ﬂALLﬂZ@Mﬂ’]‘W Iﬂﬁliﬁ"ﬂ@&lﬂ@Lﬂﬂ’)ﬂﬂ‘ﬂ\?ﬂﬂﬁ‘ﬁﬂ‘ﬂ‘ﬂﬁl@ﬁﬁq@

TaeldmAila EDX

NNLTZNELAN 2.11 WNUAINNIINNIULDINFBIRANITAUBLAN ATAULLLABINIA [4]

2.10 nMsanzvidndauanesAlsznausasinaiin EDX
duwmeaialunidimssiaiaiarlsuiueesans A ndsiuesiediendiiingy
ANSumsTBNsEuInaBiinmseuTuansfiindedinem fhazldsauiu SEM
wANN192849 EDX lun1sansnziasdlsznauiniifoanisinnianseatandanuaes
Ndend Taaduann1sineuae Lﬁ@lﬁﬁﬂLmeﬁq\‘muQamnm:‘muﬁqﬁuﬁwmmﬁ‘ﬁq@ﬂ'w Az
ﬁﬂﬁ'@Léﬁﬂm@@u%uu@ﬂmm@m'aumw@m@ﬂiﬂLﬂuELﬁﬂm@uEmz andiinmseudulaas
ﬁmiﬂlﬁhmLmuﬁ%Lﬁﬂm@uﬁ'uzgmaﬂ@ﬁmq‘ﬂm%%u‘l,um:mﬂwzﬁmuﬁ'ﬁmmﬁ'qqa@ﬂuﬂu

1 v
drey  Fiend InandsunAIeeenunazlANaNIZaNz AN LTiAT898AONYTR SN

ol

D) =

f
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1. AITUAINAIUUDITIR AN TULALL AR TNIRIN1TNT LA NAIINWABIFIA LA NG
ATIATALS TIRZINENIUAIANNITHIDIFIRLULNUAILA AN AIINUSIALULN LU

2. WANNUNARNTRANEAaN N9 NN AL UL A LT UN A UURIBLANATDL
T102ABNYRIRANTNT AZHANIUNIZIRIZAUENUEZAIN AR IH

3. uddnaziinnadauriuiuresanumisaan (peak) wadaulunjarunsansuléian
al [~1 ] a o 1 % U a
Hannladudaudsznay TneiansainanAuauazANNLdNees peak 419LAN

4. lunsaldlsiinanisey 8idnaseul gugRfinaeuidiatuargdendsnuaad
TugdFediand Wedvduaznensnluduaulunsiiindsnaesie@ondniinauazly

o a z I | o‘d‘ a 49( dd” [~ o

aniziazadiuTinresesnen luiveu Sdendnifiaivlunsiitazidudugnluadaniy

ANINTLANENAIUIDIFIR LANT FeIn9N WITHAMNTIQY (bremsstrahlung radiation)

Electrons

Primary backscattered

electron

Secondary electrons

Bremsstrahlung

Characteristic x-ray

nwilsznaui 2.12 bremsstrahlung radiation [4]

2.11 AANLRANINIBATNYBAUTIINN

[ %

2.11.1 NINFBARLIBINIIUAGA (percentage of shrinkage) tHalINANYNAATLGL

U

o 4 a ¥ va o ! o L4 a A <3 dl a o =
wﬂuwmmmmmmmelﬂmmﬂu ANAN I RNHIUIALANAY BN TUIRBTATN

nsgryideiinazaslsznauunvaiianag lulnseaiwad Laziledeguuinasuiia 19

o ]

Yapardenaliaainiauinianas acnunguiiaaas nasanaiainlimsiniianisdiga

q

v A a .‘1/ v a dl [~3 o/ df [ % 9 :j/
LLWﬂ?WQM?@U@LUﬂQi@ WUIAUBILGTINANLANAIANNNITVA LU mmmm%?mmmswmmum
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1
A g o

ABUNILAZ UAUNN TUNIUNFBINIINITNUINNARALA2EN1I8ALATEY (hydraulic press) Az

Tpnau Fasay 6-9 daiugilananduniguengns 1.27 tufwns 19usedn 3500 Hasiu

2.11.2 NMINIATANNULILLBLLLIUNUNAYEY AdEnu LT uanifenzae9ian

] a dl o 14 o ' 1 < a 2 o = 1 ] [ %
wiazadanulsdulininiiadesine) wu sesudeaiinimaaiy azliaaunuwius1eiuax
anmaeslassaivanfeuargnuuiiedantiue Auiu lwusuganiinassndusiodnegm
Tnelusnddstaymaoununuduasaasdniwaslfuuunisumunid Iealduannisaes

aNfANAA [13, 26]

2.12 ANURANITINAURILEIINN

ANUAN19NA (mechanical properties) ﬂm\ﬁm NHNLD ANANNNTD INNTTLILIS

1
= o [ %

= o 1 A o v 1 [~1
1789N19¢ (load) ”Lu@ntrmmmq TALANTRANI9NAIRITAR mmyvl,mm AYNHLLAN (hardness)

WAZANLINLLLY (strength)

ALY AR AdNNFNUNIURaNITiAgLat1ense9an 35NN dRANLTS T
agnauiugn NldlngandairdaadnAanuuda (hardness tester) IngLATRI3RANNLI9RZH A
nA (indenter) AMMFLNAAILUNUHITARA AL UTITUIAG] U Teazin RATeeHIWARN)
Tuae  ainduaziinsdasesuiuietinniA I AtANudsluusazisn1sTnAx

[ d‘ aaal o 1 1 o
Wi TeazddsnisAuALAnssiuaan i

2.12.1 NINAFDLAIANNLTGRNINDF (vickers hardness test) mARANLW 119
. - a4 - ¢ o dage am X
WWINIAINNNINARLULLLTING  WiaiiNAusugn Tun199n Hananldluisnisil e

dl = 1 | = a dl dl [ I 1 a ¥ Y v o 1 o

s Tedgliaduisslingudaendnia wasiyusendefiantidunssduiumindy 136
a9 usanaildegszndne 1 n3u - 100 Alanin Mezaznainadszuim 10-15 Fud sead
Anruisuaanluseaulunseuasdasadandasqanssaillunistaa AU AN AN
AU Az uAAIRANNNATEY 800 HV/10 Teunnade HAMANwdeannes 800 uazld
wena 10 Alanin Aradnwdenlfandsnisiazlinandnauuaziduguuuninngdanis
2w wazaunsnldnaseudanlfetamainuaneisniesdlssneuainaneuazlialiane

[27]
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Operating
pasmtian

Awszneaud 2.13 AnwnizaasidnakuLannes [27]

2.12.2 nManagauA1A XUyl (knoop hardness test) 35n1siazARNEARIL

a

ada 1 [~ a 6 1 o/ dl Y @ 1 = dld [~
AeneasuAtANwdsiuLAninas uiianaldiilumasglssiselandyaily 130 09A0 uay
172 849A1 30 AllAN 1He9RNNINANANHLEITENENA9AE199DENAN N AN EINIUDI LA LN LN

| aa A = i o o v & Y i o o °
HNNﬂﬂﬂQWQﬁﬂW?ﬂuﬂ N 7 wrl%ﬂlﬁ&ﬂﬂﬁ?nLMuﬂWW?@ﬂﬂmimﬂﬂﬂdmmLﬂuuﬁiﬁu?QHQMW

1
va a

WANANRIMNNZAUTLINNINAGRLTANLN visadagilanzuandte saudeanismaaauaniian

da( v Aa . ¥
et fuRFANNa (anisotropy) 16

ET

Operating
position

nidsenaui 2.14 Ansurpasianauuyl [27]

2.13 N13ATTH AT TNNANAQEARINIAG
N199LATIZIIATIAS19HAN A3 aN 75 UAI NI R IRafIR9TNIRas 1Tun19U5U

Tassairenanineiansanifzauinauadduaesguuunis@aaun ldainnisaiua iy
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! [ '
a a a % =)

Anuan1maaes 28] Fufludeyadiueuiufiyuiaaaunile] AausyNENiuauny

3
'

garinaaunlanmualy Tnedudasiiaminiu (step-scan) [15] WAUNITANUIUULILILANT
= 1 Y oa a = % o 1 a 6 1 v =2 [~
WisumeauAANdNEuRInsaneIia dnstiuAniatimessineaesiaseairananduly
, X PR ° = v = o o
atmnnzan gUuuunsReaunlfannsAuuazisluun IndiRssiuiunanimaaed

AN Y, W apuilaanlauuldsingAuanainannis

2 2
Yic:Yib+ZGik|k+zGiklk (2.6)
1 1
k= k=
y
\He
Y, = ANudNaedllsAngg
G, = Wallslvaaridu
9 dl a dy d? o % =] 1 dl
l, = ANNUNINAAINTZUNILNNTRELY tagazauniulageaiananliugaen
= % 3|
|nzasaasiaAnadu | fuldanuannig
| = SMLJFP, (2.7)
P
LA
= WWuanaunames
M, = A1u0ULTetau
L, = uWmmafaatsud-Tnanlaendu
rdl' o 1 a a -dl 1 [ ¢4 ¥ dl 1 [ 1
P = uAmaflaauaIuiid LNaanfiAn1eanseiuaz iAo sd unmeny wy

k

AAN 001 a2 AN NUBINITALILLRN LA (001)

F, = uwawailassadsdanlsaingns

F, = ZN:fj exp[Zrci(hkxj +ky; +1.z, )J (2.8)
j

a8l

2EZNNNNINIZIAIURIZADNFAIN |

—h
[l

XY,z = Aunmbaresiiinesernension | lubeimad
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K| = ArtialaesasssuILn k

h

AaTUsnadsriduanuisaun lsanannissalui

1. Psoudo-Voigt

1/2 1/2

G, = C, [1+coxi2k}_l+(1+ y)#exp[—clek] (2.9)
k

H.

C,= 4uaz C, = 4In2
X, =(20.-20)/ H,
Y = windwasnyiuanle

Ho = AIA2INNA9299WATNATINTNT89A2NE9 (FWHM) 28939N131889LUUATN

LU k
2 1/2
H,=(Utan’0+Vtan0+W) (2.10)
Ha U VW ilunisilmesnaiuisnlsuanle

2. Voigt

1/2
C /2 -
7 Re[(ci Xik+|C3HLK)] (2.11)

G, =
ik HGKTE

C,= 4n2uay C, = 2°°

P

Heo = ANANNSN9189RANASIUTNT89A NG NINNELT e
4

Hy = AIANNINN289WATIATINTNTB9A THEIANABLIWT

ANNHNAAAARAITZUINHANIINARAINLHNANITANWA LTI LFAN AT dF199a9NAN

aa 1 dl A ] dy
ZQNQJI?]W@’]?ELL’WWHﬂ'ﬁﬁ"J’]ﬂJLﬁ]'ﬂﬂ'ﬂﬁl'ﬂiﬂ%



1. Profile R, =

24

Yio — Yic

2 Yo

2 1/2
2. Weight Profile R, = 2 (Y~ )
' P > WY
I 10
3.Bragg R, = Z—Iko e
. 5 Zl
ko
2
4.Th tR NP
. e expec exp T
WY,
. . ZVV| (Yio _Yic)
5. The goodness of fit (GOF) = N_P
o 1 n
e Weight W, = —=—
c; Y

Y, = uannudiunimaaeaiys i

~
I

uaudunIgA WY |
I, = HuANdNEUTANIATRINANITALILLLAINNIINAABITBITTUL K

¥
l. = LﬂummLﬁuﬁuﬁLm‘mmﬁmmﬂamLuumnm@mmmmm?xmu K

=z
[l

uauaudeya
P = Wuauunisimasnsaanislsuan
[ o o o
n = HURIUIUTIIA
19U BN WA TALAENTANUILBIININAS (rietveld)

o ] Qo’ o dl ¥ =2 = v o o 1
dnanulnatinvinaedna luaaanaunsasnIsANE NANANAUS IALANALAIAING

wilpLmas (scale factor) Tuann19h 2.7 dN17audnsANdNTutueIdndiulne tinuinaas

W, =S,(SMV) />'S,(ZMV) (2.12)

p i

1 v
S, = Anaunamasiaung P AFaan17A U NN
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S = anaunamasuana iluaissaating
Z = walaeadraumazaan

M = waalaseadanan

V= 13umsinseadianan

A&I a 1 dl = Y o dal
LHANANTEUIAN Sp "N'N’]&I’]?ﬁLL@@Q?WE@ZL@H@1@®\?M
S, =m/(ZMV,)C (2.13)

m, = WA

zZ, = walassaieusazian

M, = samlalasaaFrnan

V. = tFumslassairanan

C = Aasfizeassesdiondluntsiufinnnsdea iy

avAlsnauaaaNqamgLans e sail
mas, (ZMV,) (2.14)

fatiu Tunnsmndndoulaaiiudnaesnalagdsnisradmnafaziuag fusiana

LN ALABFUBINANIALAZLTNINTIDINUILTAR [25]

2.14 9iadaningades
ALO, Wludagasndinuilangninld1detnandeaans tagann ALO, &
NARAARINNEANEY (elastic  modulus) GEUATANNFIUNIUABNTTIANaULRIL TR
(chemical  corrosion  resistance) AAAARWAINAIUNIWAITANNFDUNTANTTAR (Wear
. dld 1 [~3 o va Aa dl 1 o =X v =K dl
resistance) N5 agielafiniu ALO, fellnmuantifdananlunnindn asldinsAneie
UFutgamnuantidimang Aaen1snanans Zro, [9, 15-16, 25, 29] A1N31e1UBY P. G. Rao

wazAfuy (1997 : 1919) NAnw" ZrO, dndauFatas 15 Inalua aelu ALO, Wud N l9H AN

ANNIMTEN 8.5 wnvihama.meas” GIlAININndn ALO, 1Fgns NldAulaawingu 3.5

wnziaana.uas’’ uazAaINIIL9Iuees anAs N999AsITN AANHIETIEN ALO,-ZrO, #

o

padusFasay 25 Tnslua 19

[ ]

Andaw ZrO, iavaa 11 dndau Aa Yaaay 1-50 Taalua wudan
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ANAIITNAUILUUGIGR AB 4179  NFNFARGNUIATIIUFLNAT WAZAIAYINLINGIgAIINTA
NAFRULUL  Annefuarytlvindu 17.433 uaz 9.505 wnzlnamna AMNANAL
sannlull w. A 2552 a1357 9LDeW uaziina 1l LHANHINIaETaNLAEIN

=

ANHULLANIZIDAUTINEN ALO, NNaN ZrO, Faaas 5 TnaTua NETaNMA23EN1TANAZNAUTIN

wdnriNnRedag v,0, AenaUfisananuzaeuds wudngumRnunzanfigaae 1650°
o ] N dlsJ % o dl 4 a dld 1 o dlddl N
wazdndaunisiae Y,0, Nieuay 8 Taauiwin Wesanldisdinnianuuiudainngn Ae

4136  niusagnuIAREuRINAT B9lRAANBILTNgINI N e Faumauiun19AnEN
4 Y . o . .

ALO, Nuaw ZrO, 5aaay 5 TneTua 999 afAs F909ds991 N lFANAMNMUILIL 3.341 NFusia

ANUNATEURLIAT WAANIINI9IAE Y,0, AR IHNAIANULLUWANNIN T

WANANU V. V. Srdic wazAMy (2008 : 2727-2735) nana9n Taailng zro, gnuinlyl

<

Uszgnslufusie iu iudisedjizen (catalysts) Bianinslasd (electrolyte) lu
a‘d’l a | o a A . . A = va a Ao !

L IAATRINAILA LT WIAATITININ (biomaterials) LHB97N ZrO, NAMANLURTINATA Nusie

n1sinnseutestizanldn uaz W.H.Tuan uazmne (2002 : 2827-2833) lAnanad Zro, &

Trseaina 3 wuu Ae Tuluedtin wasyinuea uazmaln Tne Zr0, azilavumilaannga Wia

= [

aglugilina waszTnuea uaziaazilasuliideguugiiniaulasuulas usluanzipend
anunsnyn ammsyinueansgileg i wiazangungiasianmgiiiies Welaeans Y,0,

dinlillu zro, uagldAnpuanianianian naesansilseney ALO,/ZrO, METaNAINIg

£
o Ao

Funasgmuuni 1600 "1 WUINANBARAAIINEANE Y ANLINUATAYNIHEI LT A TSR

Tnssafeaaniarasanstsena snzaninigsan Zro, Wnliidusatlaly ALO, Seusimnas

=

Nanwaanleaauluaynia t- zro, Narunsauninszanadnlding m- zro, luszndnanig

Fumad uaziWaas  m- ZrO, AziafuIMAINITuAes A uLdNaas ALO/( t- ZrO,+ m-

a

Zr0,) AANga04 940 wnzihamna wasaINNuALAL IamAANLdwes ALO,/5% t-ZrO,

6 o 1

YULBULADFLATUAINITUA WLINNANANLTUATU 310425 WAL 502431 wWNLU1aAa

b

a <

ATNANAL TIHAIAINUIININNGT ALO./5% m-ZrO, AL 303£23 uAz 42133 Wne
Uhapa musdu waneilfdiudaniside v,0, ilddAreauudannndiifidanig ALO,
WAz Zro,

FiaNN M. Weimin wazAnz (2008 : 100-106) ldvinnnsAneniassainesziuqania
LL@;‘iﬂ']’iLﬂ?ﬂlf;luLLﬁﬂx‘lwqaﬂﬁwﬂ'ﬂ\m'}ﬁ‘ﬂ?;‘iﬂ’ﬂu ALO,/ZrO,(Y,0,) fidndanaes Zr0, fatiaz 10

v 1 i
15 uaz 20 Inatnuiin Adadounnsianaas Y,0, faaas 2 was 3 Inalua NeFansaanig ball
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IS A

milling WU relative  density 49qm 199 ALO,/ZrO, (3Y) way  Al,0,/ZrO, (2Y) NA1 99.6

'
o o o

wWefidusl way 99.4 Wefiius mus1au Ndndauans Zro, faeay 15 Inatuin

[

! 14
wananedAlsEnauNInAlniadeAuaniRresianuds antimsneae9ianTue

9 Q qQ

- e®_

Aulassaianieluaesdaniiu aadnasanisuindan luunssuaunsNaR LA NN AR uaTn

v
15119 u Inenirendanfaaiasasniaaniiaeedan lussuinanisuansas [8] lns #A3as

q q

%

R L4 % a dld 1 o a
QANI 1@mmsmN@ﬂflﬂumwmﬂuﬁluﬂizmum:‘mummmm@ﬂﬁmu@,wqmmLm’mﬂ A|2O3-
nzll a a '8 o 1 I 1 a A £ QI d%l
ZrO, NPUNNNNITINTULAR T 16004 WUINATANUR UL AT HNR LWL U N T WA

VAN TALIIANNIUTNINNZAN AR 120 WIT NERTINIANNUATAAUBIGUNYH 5 9/17]

[30]



Tu

A8ANUUNI5IE

XX LR = A o a
UNUUALNANIONTIEAS LA ALNELANUANTLAN

[ %

FangLnsnl dumauN9ETINES

a

N

AlLO,-ZrO, NtAasatl Y,0, Tudndaunuansneii 4 ndou LasdunaunismsaaauAManiTs

AN

[ %

1 ¥
3.1 17NN 1911 ee et

N

2
3
4
5.
6
7
8

ZrOCl,-8H,0 ANLEgNE 99 ilafifusd
AICI,-6H,0 ANLEENE 99 ilafifusd
Y,0, ANLEgNE 99 ilafifusd
NH,OH ANLEENE 99 ilafifusd
dnéu AAARgVE 98 e fifusf
naldakeanaaas (PVA) m’mu?zgw%( 95 e fidus
C,H,OH ANLEgNE 99 1lafidust
AgNO,

3.2 gnsndnldluenuide dasi

—

2
3
4
5.
6
7
8
9

10

11.
12.
13.

- 29n3mNNINIA 1000 HAALNAT
1 ¥
L WU AL

. NITUBNAALNIUIA 10 LAY 20 NAAINAT

FAURNAT

. NIENTY
- NIEAENIDNAULAUINANG 150 HARLNAS

. ATNUA

neduldans uaznszmusand

- fie ALO, wiaxrTle

(resdaRanen ANAZIAEA 0.0001 N5
NWNNIUANALRaSIIas

v
FAATY

. dnwnas aum 100 250 600 1000 kaz 2000 HARLNAT
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14, 1LHA AN cabolite 714 control 201

a

15. 1 TN g g
16. wisesdaszuvlansedn
17. iaensma atinan faNa
18. ginsadinAnnazenn
19. SEM 39uDNtARLAINzidndausIssaematia EDX
20. Lﬂ?‘;ﬂ\‘] XRD
21. ganageLaNRANLTYeasin
22. navtlaananannniantiln
23. qnum
24, PTUNTINTDY
25. Lﬂ?:ﬂ\‘i‘i_lﬂﬂ"ﬂﬂLL‘]_l‘]_@ﬂ‘Ll‘ﬂ@ (ball milling)
3.3 duneunNIReNEEn ALO,-Zr0, HiAedag Y,0,
3.3.1 NILLAUNTFTENNG ALO,-ZrO, WITeNKg ALO,-ZrO, IAgAENIIANAZNAUTIN

v 1 !
a7 Inainniswsanlugnaadu mnduneudeil Auiniuasdeans  ZroClL:8H,0 iy

AICI,-6H,0 mudndaunnmuniadn 5 dndiu Inaedulisaaideannig

—_—

AICI, + 3NH,0H == AI(OH), + 3NH,CI
2AI(OH), ——> A0, + H,0

—

ZrOCl, + 3NH,OH  =—— Zr(OH), + 2NH,CI + NH,
Zr(OH), —— Zr0, + H,0
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A19197 3.1 AAdIUN3LRBTEUINN AL O,-Zr0, Nrisanlntdan sanAzNausan

ZrOCl, - 8H,0 AICI, - 6H,0 (1-x) ALO, xZrO,
Gosazinglua) (’éﬂﬂ@:imﬂﬁmﬁﬂ)
15 85 0.85AL0, 0.15 ZrO,
25 75 0.75AL,0, 0.25 Zr0,
35 65 0.65AL0, 0.35 Zr0,
45 55 0.55AL,0, 0.4 5 Zr0,
50 50 0.50 ALO, 0.50 ZrO,

[ a

v 1
inansndelfazasuindungnmnives ixaisazanauenluily (NH,0H) uas

nazfusnanIsAuais liifinnznan Asnnilsznaui 3.1 (n) Inglid NH,OH 1nTuauLin

AENaLAaIR13F9AY LAaRe I3l nnmnznauluwaan 2 49lue Aanwilsznaud 3.1 (1) n9es

'
a v o~ o o

penaukardNmznaufnatinaunguuni Heawaiidan Cl Inaiinisdnedndszunns 10 A3

a

sanilsznaui 3.1 (A) wazAwlsznaud 3.1 (1) wiazasasalinnaznauiluman 1 dalug

1
v A

P o ° o
Anunaaay Cl fae AgNo, M liuiengoimni 100 = uaztiwsuislilundaansnun 79

]

Aszneud 3.1 (a) wazamiszneud 3.1 (2) azlanawmainin aamsAnliwea ol

' '
a

poenaten A gunnR 1100 9 1lwean 2 dalue deadnsnisiauazangungd 10 @/

a

=
Un
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nilsznaud 3.1 dupaunaETaNEg ALO,-ZrO, Inan1sanaznasu

3.3.2 NaWRENIN ALO,-ZrO,iAe  Y,0, Tnedsufisenan uraesuds d1uiunng
= o Ay H o > o P Y

wiseNIARKS AlLO,-ZrO, NiRafataringinntinged Y,0, 4 4 4ndau An 2 4 6 uAY 8 (FuAU
AMNTINIanTedaasudndaunsasnisnaniuluinmas tnaldianues (C,H.0H) Ll
. Y . ey . o o
Fodaanax antuinansilalluataasoawrsesuanuugnuea wunan 24 dalus diansi
1 1 v v v o b7~ 1 [~3 ol/ v v v lﬂl 1
tnu nsuatiasndaauliidiiuine Isinudwanidunar 1 dalne udqldiaanuFeuiiala

C,H.OH aanamnaisauuis ihansaanaininines udainldualuasnueans 1 dalus aniu
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WnsszanlFdldludon ALO, udinlwaalad foamnlWinngomgd 1250 @ 1y

a1 2 49l1e Fednanisiiuazang Ui 10 9/

1
%

3.3.3 MswmsENEEIdn ALO,-ZrO, NRasag Y,0, Walfing ALO,-ZrO, NiAasas

Y,0, Nnuaalminds llaugildaeesesdnaiususzuulansednliiude inaivuaanu

a

e o e < . X o u . »
wdunaui endunesiguugiigs delunisdnauglansinlélaanisdeans 0.5 i ua
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AlC; + 3NH,OH == AWOH), + 3NH,Cl
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3.4 NNTMIIAFALANLTRNINILAIN
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3.5 nIzuaunN1IngIaseulnai1eqaniAfae SEM
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AlsLnauf 3.6 ABN1IVNUUIAURILNIULRAL [27]

FNRENNNITUIANIUIANTURALIANN LT 1
g, = (0.40 +2.00 + 0.90 + 1.80) / 4
=1.30 x 10° 1UAT

FNR819N1TANUIUTNTUNALNTULARS

G, = (G, +G)/auudeya
= (11.8+15.8)/19
1.45 x 10° 1m3

= v G| v a A
nnnauNIng@RanA W U ansulussAuae Ae

ANNATN 1.50 x 107 AT = 1.00 x 10° AT
81 1.45 x 107 wme = (1.45x10° x 1.00 x 10°) /1.50 x 10
= 0.97 x 10° 1UAT
fatiy Ga = 0.97 lulAsumg

.8

3.6 NN17MIVRRAUARENNATANTALNUUTIZLaNG (XRD)
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NILUIUNTTATIAADLIN ALV NN NHIUNIZUIUNTTULR DT mminmq%@ﬂ@f
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TreREnsiaeqLRTadend (x-ray diffraction) TATN1TIRATIAADLUASUNLTNIUVBIUNAT
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3.7 N3ANHIANLTBLTINA
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H, = AuLdsanines (Anzianna)

F = sweinding (Alaniw)

D = mmmqm'ﬁlm@uﬁummmu (HanLum9)

1.8544 1luen 2 sin (0/2) iln O Huyuszndnaniinssdnnaeawags Fawinf 136

H 3 H
89A7 AININLUTENELT 3.8 NINAARLULILTMNIZAUADENNLIUATUTININT

= o S a o @ o -
Nlsenaui 3.8 ANMUZIALNANINARINNIITAAINNLINANINDST (4]

< o ¥

3.7.2 ManagauA1ANwisyll (knoop hardness test) HANHOLEARNEALANINATIA

A

vianai il umasglseiisslandymidu 130 09/1 waz 172 89/1 30 Atlen Asnwisznaud

3.9

nisenaud 3.9 anwuzsaananinaINNIAAaLANNLINYL [4]



40

H, = Auudeanines (anziamna)
v 1
F = dminine (Rlansw)

X
d” = WUNIBITRENA (ANTINLNAT)

3.7.3 nsMANANNWRel (fracture  toughness) LUN1IHNRARNNNIINARALAN
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=
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(3.5)
£E= ANAN (dimensionless constant) HA117z110 0.016+0.004
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(3.6)
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Waldsunsy X’ pert plus

A 4
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nAYY structure list —> nsBNAN lattice parameters

A 4
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A 4
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A 4

ﬂammé report —> result report
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4.2 HANTTAFIRRDLANTANINNIBAIN
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414

=b_

4.3.1 uansnsraaeuinsaairelusziuqaninresiasdn ALO,-Zr0,-Y,0,

Andaunnalan Y,0, wansnaniu

'
o ! =

ANANEUEgLFNaeEIin AL0,-Zr0,-Y,0, Ndndruietazintluares 2ro, 7
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1 6 32.92 10.19 2.46 54.42
8 36.60 10.63 3.88 48.89
2 31.84 20.41 0.79 46.96
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% 6 29.15 15.41 2.58 52.86
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4 23.45 27.95 - 48.60
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>0 6 18.29 37.38 0.13 44.20
8 16.89 33.27 1.55 48.29
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AN997 4.2 WisHinaiiasaietasesln 0.85A1,0,-0.152r0,-Y,0, Tusvuiusanludnsas

Tluadiin uazmaszIinuas Ndndoaunisiasfasazineiiminges 2 v,0,

Atom Site X y z

Rhombohedral ALLO, ; R-3c ; a = b = 7.000, ¢ = 11.000

Al 18e 0.400000 0.000000 0.250000

Al2 12c 0.000000 0.000000 0.000260

01 12¢ 0.000000 0.000000 0.000260

02 36f 0.469000 0.750000 0.469000

03 36f 0.622500 0.990000 0.750000
Monoclinic ZrO, ; P121/c1;a=3.31,b=3.60,c = 2.93 A, B =98.10°

Zr 4e 0.270000 0.298000 0.200000

O1 4e 0.059790 0.330000 0.330000

02 4e 0.449970 0.759980 0.469980
Tetragonal ZrO, ; P42/m;a=b=3.1 ,c=4.1A

Zr 4 0.100000 0.100000 0.000000

O1 2d 0.000000 0.500000 0.500000

02 2d 0.000000 0.500000 0.500000
Monoclinic Y,0, C121;a=4.76 , b = 3.902, ¢ = 4.09 A, B =97.10°

Y1 4c 0.100000 0.188960 0.100000

Y2 4c 0.090000 0.008990 0.090000

O1 4c 0.050000 0.330000 0.330000

02 4c 0.439990 0.750000 0.439990

03 4c 0.400000 0.699980 0.500000

AN deie

R., =6.550 % R,=34.123% R, =41.318 % R,

weight fraction rhombohedral

weight fraction monoclinic

weight fraction tetragonal

weight fraction monoclinic

85.8(2)
5.8(7)
6.2(8)
2.2(3)

=22.481 % GOF =39.797 %

%
%
%
%
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AN997 4.3 WisHnaiiasaietasesln 0.85A1,0,-0.15Zr0,-Y,0, Tusruiusanludnsas

Tluadiin uazwaszIinuas Ndndounisiasfasazineiiwinges 4 v,0,

Atom Site X y z

Rhombohedral ALLO, ; R-3c; a=b =3.003, c = 7.048

Al 18e 0.400000 0.000000 0.250000

Al2 12c 0.000000 0.000000 0.000260

01 12¢ 0.000000 0.000000 0.000260

02 36f 0.456970 0.759980 0.469940

03 36f 0.622500 0.990000 0.750000
Monoclinic ZrO, ; P121/c1;a=1.00, b =1.00, ¢ = 1.00 A, B =98.00°

Zr 4e 0.270000 0.299800 0.200000

o1 4e 0.059980 0.330000 0.330000

02 4e 0.449970 0.759980 0.469980
Tetragonal ZrO, ; P42/m ;a=b =8.50,c = 11.9 A

Zr 4j 0.100000 0.100000 0.000000

o1 2d 0.000000 0.500000 0.500000

02 2d 0.000000 0.500000 0.500000
Monoclinic Y,0, ; C121;a=3.00, b =2.883,c = 3.53 A, B =98.50°

Y1 4c 0.100000 0.188960 0.100000

Y2 4c 0.090000 0.000890 0.090000

O1 4c 0.050000 0.330000 0.330000

02 4c 0.439990 0.750000 0.439990

03 4c 0.400000 0.699980 0.500000

AnAnnande e

R, =6.616 % R,=36.768 % R, =47.174 % R,, = 28.556 % GOF =50.844 %

weight fraction rhombohedral

weight fraction monoclinic

weight fraction tetragonal

weight fraction monoclinic

82.8(5)
1.8(6)

11.0(2)
4.47(3)

%
%
%
%
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AN9N7 4.4 WisHinaiiasaieTa9esln 0.85A1,0,-0.152r0,-Y,0, Tusruiusanludnsas

Tluadiin uazwaszIinuas Ndndounisiasfasazineiiuinges 6 v,0,

Atom Site X y z
Rhombohedral AL,O, ; R-3c ; a=b =6.557 , ¢ = 7.067
Al 18e 0.400000 0.000000 0.250000
Al2 12¢ 0.000000 0.000000 0.000260
o1 12c 0.000000 0.000000 0.000260
02 36f 0.456970 0.759980 0.469940
03 36f 0.622500 0.990000 0.750000

Monoclinic ZrO, ; P121/c1;a=5.76, b = 6.24, ¢ = 10.05 A, [3 = 125.50°

Zr 4e 0.270000 0.299800 0.200000
01 4e 0.059980 0.330000 0.330000
02 4e 0.449970 0.759980 0.469980

Tetragonal ZrO, ; P42/m;a=b=3.0,c =3.3A

Zr 4j 0.100000 0.100000 0.000000
01 2d 0.000000 0.500000 0.500000
02 2d 0.000000 0.500000 0.500000

Monoclinic Y,0, ; C121; a = 4.00, b = 3.97, c = 5.41 A, 3 = 98.60°

Y1 4c 0.100000 0.188960 0.100000

Y2 4c 0.090000 0.000890 0.090000

01 4c 0.050000 0.330000 0.330000

02 4c 0.439990 0.750000 0.439990

03 4c 0.400000 0.699980 0.500000
AAsinde e

R., =6.618 % R, =39.287 % R, =51.325 % R, = 29.340 % GOF = 60.137 %

weight fraction rhombohedral 83.82(8) %
weight fraction monoclinic 0.7(7) %
weight fraction tetragonal 9.7(5) %

weight fraction monoclinic 5.8(4) %
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AN997 4.5 WisHnaiiasaieteasesln 0.85A1,0,-0.152r0,-Y,0, Tusruusanludnsas

Tluadin uazmpszIinuas Ndndounisiasfasazineiiwinges 8 v,0,

Atom Site X y z

Rhombohedral ALLO, ; R-3c; a = b =4.350, ¢ = 12.01

Al 18e 0.400000 0.000000 0.250000

Al2 12c 0.000000 0.000000 0.000260

01 12¢ 0.000000 0.000000 0.000260

02 36f 0.449990 0.750000 0.460000

03 36f 0.660000 0.990000 0.750000
Monoclinic ZrO, ; P121/c1;a=1.001, b = 1.008 , ¢ = 1.000 A, B =96.80°

Zr de 0.270000 0.300000 0.200000

01 de 0.059000 0.330000 0.330000

02 de 0.449990 0.759980 0.449990
Tetragonal ZrO, ; P42/m;a=b =10.96,c = 15.91 A

Zr 4j 0.100000 0.100000 0.000000

o1 2d 0.000000 0.500000 0.500000

02 2d 0.000000 0.500000 0.500000
Monoclinic Y,0,; C121;a=4,b=4.1,c=41A, B =111.00°

Y1 4c 0.100000 0.188960 0.100000

Y2 4c 0.090000 0.090000 0.008990

O1 4c 0.050000 0.300000 0.300000

02 4c 0.439990 0.750000 0.439990

03 4c 0.400000 0.699980 0.500000

AnAnnande e

Ry =6.623 % R,=40.717 % R, =51.363 % R, =52.765 % GOF = 60.146 %

weight fraction rhombohedral

weight fraction monoclinic

weight fraction tetragonal

weight fraction monoclinic

84.3(7) %
2.0(3) %
6.72) %
7.05) %
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AN997 4.6 WisHmaflaNaF1eTa9LEsI8n 0.75A1,0,-0.25Zr0,-Y,0, Tusyuiusanludnsas

Tluadiin uazmaszIinuas Ndndoaunisiasfasazineiiminges 2 v,0,

Atom Site X y z

Rhombohedral ALLO, ; R-3c; a=b = 3.7569 , ¢ = 4.000

Al 18e 0.400000 0.000000 0.250000

Al2 12c 0.000000 0.000000 0.000260

01 12¢ 0.000000 0.000000 0.000260

02 36f 0.465770 0.756330 0.469980

03 36f 0.622500 0.990000 0.754000
Monoclinic ZrO, ; P121/c1;a=158,b=9.7,c =117 A, B =118.50°

Zr 4e 0.270000 0.299800 0.200000

o1 4e 0.059980 0.330000 0.330000

02 4e 0.449970 0.759980 0.469980
Tetragonal ZrO, ; P42/m;a=b=4.1,c=4.0A

Zr 4j 0.100000 0.100000 0.000000

o1 2d 0.000000 0.500000 0.500000

02 2d 0.000000 0.500000 0.500000
Monoclinic Y,0,; C121;a=4.3,b=4.01,c=4.20 A, B =98.30°

Y1 4c 0.100000 0.188960 0.100000

Y2 4c 0.0089900 0.090000 0.008990

O1 4c 0.050000 0.330000 0.330000

02 4c 0.439990 0.750000 0.439990

03 4c 0.400000 0.699980 0.500000

AnAnnande e

Re =6.953 % R, =34.589 % R, =45.642% R, = 28.573 % GOF = 43.088 %

weight fraction rhombohedral

weight fraction monoclinic

weight fraction tetragonal

weight fraction monoclinic

75.5(2) %
18.6(3) %
3.9(8) %
2.0(6) %
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AN997 4.7 Wisnaiiasaietasesln 0.75A1,0,-0.252r0,-Y,0, Tusruiusanludnsas

Tluadiin uazwaszIinuas Ndndounisiasfasazineiiwinges 4 v,0,

Atom Site X y z

Rhombohedral ALLO, ; R-3c;a=b =3.753,¢c =7.08

Al 18e 0.400000 0.000000 0.250000

Al2 12c 0.000000 0.000000 0.000260

01 12¢ 0.000000 0.000000 0.000260

02 36f 0.465900 0.750000 0.469500

03 36f 0.622500 0.990000 0.750000
Monoclinic ZrO, ; P121/c1;a=19.6 ,b=14.3,c = 1572 A, [3 =118.53°

Zr 4e 0.270000 0.299800 0.200000

o1 4e 0.059980 0.330000 0.330000

02 4e 0.449970 0.759980 0.465860
Tetragonal ZrO, ; P42/m ;a=b =5.80, ¢ = 3.85 A

Zr 4j 0.100000 0.100000 0.000000

o1 2d 0.000000 0.500000 0.500000

02 2d 0.000000 0.500000 0.500000
Monoclinic Y,0,; C121;a=4.9,b=2.89,c=4.10 A, B =97.00°

Y1 4c 0.100000 0.188960 0.100000

Y2 4c 0.008990 0.090000 0.008990

O1 4c 0.050000 0.330000 0.330000

02 4c 0.449990 0.750000 0.449990

03 4c 0.400000 0.699980 0.500000

AnAnnande e

Re = 6.689 % R, =42.562% R, =54.789 % R, =34.971 % GOF =67.089 %

weight fraction rhombohedral

weight fraction monoclinic

weight fraction tetragonal

weight fraction monoclinic

81.5(1) %
9.1(3) %
5.0(6) %
4.4(1) %
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AN997 4.8 WisHmaiiaNaFeTa9Lsln 0.75A1,0,-0.252r0,-Y,0, Tusruiusanludnsas

Tluadiin uazwaszIinuas Ndndounisiasfasazineiiuinges 6 v,0,

Atom Site X y z

Rhombohedral AL,O, ; R-3c ; a =b =3.000, ¢ = 6.009

Al 18e 0.400000 0.000000 0.250000

Al2 12c 0.000000 0.000000 0.000260

01 12¢ 0.000000 0.000000 0.000260

02 36f 0.460000 0.750000 0.460000

03 36f 0.622500 0.990000 0.750000
Monoclinic ZrO, ; P121/c1; a = 12.589, b = 8.315, ¢ = 9.546 A, B =118.77°

Zr 4e 0.270000 0.300000 0.200000

o1 4e 0.059000 0.330000 0.330000

02 4e 0.449900 0.750000 0.460000
Tetragonal ZrO, ; P42/m ;a=b = 15.303, ¢ = 10.989 A

Zr 4j 0.100000 0.100000 0.000000

o1 2d 0.000000 0.500000 0.500000

02 2d 0.000000 0.500000 0.500000
Monoclinic Y,0, ; C121;a = 4.583 , b = 2.063 , ¢ = 3.508 A, B =103.67°

Y1 4c 0.100000 0.188960 0.100000

Y2 4c 0.089990 0.090000 0.008990

O1 4c 0.050000 0.330000 0.330000

02 4c 0.439990 0.750000 0.439990

03 4c 0.400000 0.699980 0.500000

AnAnnande e

R, =6.725% R, =44.041% R, =55.233 % R, =69.974 % GOF = 67.452 %

weight fraction rhombohedral

weight fraction monoclinic

weight fraction tetragonal

weight fraction monoclinic

75.11(5) %

13.1(9) %
5.8(6) %
6(1) %
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AN997 4.9 WisHmailasaFeta9esln 0.75A1,0,-0.252r0,-Y,0, Tusruusanludnsas

Tluadin uazmpszIinuas Ndndounisiasfasazineiiwinges 8 v,0,

Atom Site X y z

Rhombohedral ALLO, ; R-3c;a=b =4.295 , c = 12.388

Al 18e 0.400000 0.000000 0.250000

Al2 12c 0.000000 0.000000 0.000260

01 12¢ 0.000000 0.000000 0.000260

02 36f 0.465970 0.759980 0.469940

03 36f 0.622500 0.990000 0.750000
Monoclinic ZrO, ; P121/c1;a=15.66 ,b =9.65,c = 10.95 A, B =118.00

Zr 4e 0.270000 0.299800 0.200000

o1 4e 0.059980 0.330000 0.330000

02 4e 0.449970 0.759980 0.469980
Tetragonal ZrO, ; P42/m;a=b=4.0,c =4.0A

Zr 4j 0.100000 0.100000 0.000000

o1 2d 0.000000 0.500000 0.500000

02 2d 0.000000 0.500000 0.500000
Monoclinic Y,0,; C121;a=8.1,b=3.00,c=7.1A, B =102.77°

Y1 4c 0.100000 0.188960 0.100000

Y2 4c 0.008990 0.090000 0.008990

O1 4c 0.050000 0.330000 0.330000

02 4c 0.439990 0.750000 0.439990

03 4c 0.400000 0.699980 0.500000

AnAnnande e

R, =6.733% R, =46.236 % R, =58.710 % R, = 36.821 % GOF = 76.028 %

weight fraction rhombohedral

weight fraction monoclinic

weight fraction tetragonal

weight fraction monoclinic

78.5(9) %
5(1) %
9.8(5) %
6.4(9) %
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AN99% 4.10 W3 HeaflATNaFNT99EINEn 0.65A1,0,-0.35Zr0,-Y,0, lussuusanludnsaa

luadin uazmpszIinuas Ndndounisiasfasazineiiwinges 2 v,0,

Atom Site X y z

Rhombohedral ALLO, ; R-3c;a =b =4.058 , ¢ = 7.091

Al 18e 0.400000 0.000000 0.250000

Al2 12c 0.000000 0.000000 0.002000

01 12¢ 0.000000 0.000000 0.002000

02 36f 0.449990 0.750000 0.460000

03 36f 0.660000 0.990000 0.750000
Monoclinic ZrO, ; P121/c1;a=19.44 , b =12.72,c = 15.92 A, B =100.30°

Zr 4e 0.270000 0.289990 0.200000

o1 4e 0.059000 0.330000 0.330000

02 4e 0.439990 0.750000 0.449990
Tetragonal ZrO, ; P42/m;a=b=3.1,c =32A

Zr 4j 0.100000 0.100000 0.000000

o1 2d 0.000000 0.500000 0.500000

02 2d 0.000000 0.500000 0.500000
Monoclinic Y,0, ; C121;a=4.32,b=3.20,c =440 A, B =95.50°

Y1 4c 0.300000 0.400000 0.500000

Y2 4c 0.001000 0.001000 0.000500

O1 4c 0.059980 0.330000 0.330000

02 4c 0.500000 0.750000 0.460000

03 4c 0.600000 0.990000 0.750000

AP dede

Re = 6.665 % R,=40.192% R, =50.782 % Ry, =23.918 % GOF = 58.054 %

weight fraction rhombohedral

Weight fraction Mo
Weight fraction Tet

Weight fraction Mo

noclinic
ragonal

noclinic

68.4(3) %
23.1(12) %
527090 %
3.2(9) %



A9 4.11 W deaflAseaFNaeamsnin 0.65A1,0,-0.352r0,-Y,0, lussuusanludnsaa

Tluadin uazmaszIinuas Ndndounisiasfasazineiiwinges 4 v,0,

Atom Site X y z

Rhombohedral AL,O, ; R-3c;a=b =3.759, ¢ = 7.503

Al1 18e 0.400000 0.000000 0.250000

Al2 12c 0.000000 0.000000 0.000300

O1 12c 0.000000 0.000000 0.000300

02 36f 0.460 0.750000 0.460000

03 36f 0.622500 0.990000 0.750000
Monoclinic ZrO, ; P121/c1;a=11.291,b = 8238, ¢ = 9.955 A, B =98.86°

Zr de 0.270000 0.300000 0.200000

01 de 0.059000 0.330000 0.330000

02 de 0.439990 0.750000 0.460000
Tetragonal ZrO, ; P42/m ;a=b = 4.038,, ¢ = 7.401 A

Zr 4j 0.100000 0.100000 0.000000

O1 2d 0.000000 0.500000 0.500000

02 2d 0.000000 0.500000 0.500000
Monoclinic Y,0,; C121;a=9.007 , b = 4.495 , ¢ = 7.500 A, B =89.03°

Y1 4c 0.100000 0.188980 0.100000

Y2 4c 0.009990 0.090000 0.009990

O1 4c 0.050000 0.330000 0.330000

02 4c 0.439990 0.750000 0.439990

03 4c 0.400000 0.699980 0.500000
AnAnnande e

R., =6.6997 % R, =39.702% R, = 48.016 % R, =21.516 % GOF =51.404 %

weight fraction rh

ombohedral

weight fraction monoclinic

weight fraction tetragonal

weight fraction monoclinic

64.4(4) %

16.3(2) %
15.4(6) %

3.9(2) %
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AN9N7 4.12 W HeaflAseaFNae9Esnin 0.65A1,0,-0.35Zr0,-Y,0, lussuusanlugnsaa

Tluadin uazmnszIinuas Adndounisiasfasazineiiuinges 6 v,0,

Atom Site X y
Rhombohedral ALLO, ; R-3c;a=b =4.754 , ¢ = 10.528
Al 18e 0.400000 0.000000 0.250000
Al2 12c 0.000000 0.000000 0.000260
01 12¢ 0.000000 0.000000 0.000260
02 36f 0.500000 0.800000 0.400000
03 36f 0.600000 0.899990 0.750000
Monoclinic ZrO, ; P121/c1;a=59,b=3.55,c=6.2 A, B =107.20°
Zr 4e 0.270000 0.300000 0.200000
o1 4e 0.059980 0.330000 0.330000
02 4e 0.439990 0.750000 0.500000
Tetragonal ZrO, ; P42/m;a=b=5.04 ,c=59A
Zr 4j 0.100000 0.100000 0.000000
o1 2d 0.000000 0.500000 0.500000
02 2d 0.000000 0.500000 0.500000
Monoclinic Y,0, ; C121;a=12.57 ,b =6.539, ¢ = 9.24 A, B =96.10°
Y1 4c 0.300000 0.360000 0.400000
Y2 4c 0.100000 0.100000 0.050000
O1 4c 0.050000 0.400000 0.400000
02 4c 0.449990 0.750000 0.400000
03 4c 0.500000 0.699980 0.540000
AnAnnande e

Re, = 6.814 % R,=43.750 % R, =56.101 % Ry,

weight fraction rhombohedral

weight fraction monoclinic

weight fraction tetragonal

weight fraction monoclinic

66.6(4) %
13.39) %
14(1) %
5.7(8) %

=42.429 % GOF =67.779 %
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AN99% 4.13 W3 HeaflAsNaFNa09EINEn 0.65A1,0,-0.35Zr0,-Y,0, lussuusanludnsaa

Tluadin uazmpszIinuas Adndounnsiasfasazineiiuinges 8 v,0,

Atom Site X y z

Rhombohedral ALLO, ; R-3c;a=b =3.756 , ¢ = 6.092

Al 18e 0.400000 0.000000 0.250000

Al2 12c 0.000000 0.000000 0.001000

01 12¢ 0.000000 0.000000 0.001000

02 36f 0.300000 0.560000 0.300000

03 36f 0.519990 0.889980 0.649990
Monoclinic ZrO, ; P121/c1;a=4.01,b = 4.26 ,c = 4.02 A, B =128.90°

Zr 4e 0.170000 0.189980 0.100000

o1 4e 0.001000 0.230000 0.230000

02 4e 0.340000 0.649990 0.360000
Tetragonal ZrO, ; P42/m;a=b=9.4,c=10.1A

Zr 4j 0.100000 0.100000 0.000000

o1 2d 0.000000 0.500000 0.500000

02 2d 0.000000 0.500000 0.500000
Monoclinic Y,0,; C121;a=12.9,b=3.21,c =848 A, B =98°

Y1 4c 0.100000 0.188960 0.100000

Y2 4c 0.008990 0.090000 0.008990

O1 4c 0.050000 0.300000 0.300000

02 4c 0.400000 0.750000 0.400000

03 4c 0.400000 0.750000 0.389990

AnAnnande e

R., = 6.865 % R,=50.046 % R, =60.937 % R, =71.558 % GOF = 78.792 %

weight fraction rhombohedral

weight fraction monoclinic

weight fraction tetragonal

weight fraction monoclinic

64.6(2) %
18.1(1) %
9.3(1) %
8.0(8) %
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A9 4.14 W13 HeaflAsNaFNT99EINEn 0.55A1,0,-0.45Zr0,-Y,0, lussuusanludnsea

luadin uazmpszIinuas Ndndounisiasfasazineiiwinges 2 v,0,

Atom Site X y z

Rhombohedral ALLO, ; R-3c;a=b=6.96,c =108

Al 18e 0.400000 0.000000 0.250000

Al2 12c 0.000000 0.000000 0.000260

01 12¢ 0.000000 0.000000 0.000260

02 36f 0.456000 0.759980 0.465700

03 36f 0.622500 0.990000 0.750000
Monoclinic ZrO, ; P121/c1;a=5.12,b=5.04,,¢c =5.26 A, B =98.10°

Zr 4e 0.270000 0.299800 0.200000

o1 4e 0.059980 0.330000 0.330000

02 4e 0.449970 0.759980 0.469980
Tetragonal ZrO, ; P42/m;a=b=3.4,c=35A

Zr 4j 0.100000 0.100000 0.000000

o1 2d 0.000000 0.500000 0.500000

02 2d 0.000000 0.500000 0.500000
Monoclinic Y,0, ; C121;a =357 ,b=2.83,c =4.75A, B =98.50°

Y1 4c 0.100000 0.188960 0.100000

Y2 4c 0.008990 0.090000 0.008990

O1 4c 0.050000 0.330000 0.330000

02 4c 0.439990 0.750000 0.439990

03 4c 0.400000 0.699980 0.500000

AnAnnande e

R.,=6.833% R,=41.434% R, =51.941% R, =21.243 % GOF = 57.786 %

weight fraction rhombohedral

weight fraction monoclinic

weight fraction tetragonal

weight fraction monoclinic

54.7(3)
30.4(1)
12.7(6)
2.2(5)

%
%
%
%



A13197 4.15

Tugnsan Tluedln wazmasyinuaa Ndndiunisirefasaziaeivtinaes 4 Y,0,

NP RLADFIATIAF U RILEINHN
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0.55A1,0,-0.45Zr0,-Y,0, luseiiisan-

Atom Site X y z

Rhombohedral ALLO, ; R-3c ; a =b =2.006 , ¢ = 5.400

Al 18e 0.400000 0.000000 0.250000

Al2 12c 0.000000 0.000000 0.000260

01 12¢ 0.000000 0.000000 0.000260

02 36f 0.465900 0.759980 0.469940

03 36f 0.622500 0.990000 0.750000
Monoclinic ZrO, ; P121/c1;a=19.23, b = 14.04 , c = 16.36 A, B =98.90

Zr 4e 0.270000 0.299800 0.200000

o1 4e 0.059980 0.330000 0.330000

02 4e 0.449970 0.759980 0.469980
Tetragonal ZrO, ; P42/m;a=b=2.16,c=24A

Zr 4j 0.100000 0.100000 0.000000

o1 2d 0.000000 0.500000 0.500000

02 2d 0.000000 0.500000 0.500000
Monoclinic Y,0, ; C121;a=4.0 ,b =399, c = 4.06 A, B =98.80°

Y1 4c 0.100000 0.188960 0.100000

Y2 4c 0.008990 0.090000 0.008990

O1 4c 0.050000 0.330000 0.330000

02 4c 0.439990 0.750000 0.439990

03 4c 0.400000 0.699980 0.500000

AnAnnande e

Re =6.961 % R,=34578% R, =46.166 % R, = 25.835% GOF = 43.982 %

weight fraction rhombohedral

weight fraction monoclinic

weight fraction tetragonal

weight fraction monoclinic

55.6(5) %
355(7) %
4.4(3) %
4.5(3) %
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AN99% 4.16 W13HEaFIATNATINT0EINEN 0.55A1,0,-0.45Zr0,-Y,0, luszuusanludnsaa

Tluadin uazmnszIinuas Adndounisiasfasazineiiuinges 6 v,0,

Atom Site X y z

Rhombohedral ALLO, ; R-3c; a=b =4.740, ¢ = 12.800

Al 18e 0.400000 0.000000 0.250000

Al2 12c 0.000000 0.000000 0.000260

01 12¢ 0.000000 0.000000 0.000260

02 36f 0.465200 0.759980 0.469980

03 36f 0.622500 0.990000 0.750000
Monoclinic ZrO, ; P121/c1;a=4.48 ,b =8.92,c = 5.28 A, B =156.30°

Zr 4e 0.270000 0.299800 0.200000

o1 4e 0.059980 0.330000 0.330000

02 4e 0.449900 0.759750 0.465000
Tetragonal ZrO, ; P42/m;a=b =47 ,c=154A

Zr 4j 0.100000 0.100000 0.000000

o1 2d 0.000000 0.500000 0.500000

02 2d 0.000000 0.500000 0.500000
Monoclinic Y,0,; C121;a=86,b=3.1,c=7.6 A, B =98.80°

Y1 4c 0.100000 0.188960 0.100000

Y2 4c 0.008990 0.090000 0.008990

O1 4c 0.050000 0.330000 0.330000

02 4c 0.439990 0.750000 0.439990

03 4c 0.400000 0.699980 0.500000

AnAnnande e

Re = 6.864 % R,=34.396 % R, = 46.465 % R, = 26.761 % GOF = 45.820 %

weight fraction rhombohedral

weight fraction monoclinic

weight fraction tetragonal

weight fraction monoclinic

54.1(5)
34.4(8)
5.6(5)
5.8(2)

%
%
%
%
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A9 4.17 W3 HeaflAsNaFNT99EINin 0.55A1,0,-0.45Zr0,-Y,0, lussuusanludnsea

Tluadin uazmpszIinuas Adndounnsiasfasazineiiuinges 8 v,0,

Atom Site X y z

Rhombohedral ALLO, ; R-3c;a=b =4.755, ¢ = 8.987

Al 18e 0.400000 0.000000 0.250000

Al2 12c 0.000000 0.000000 0.000260

01 12¢ 0.000000 0.000000 0.000260

02 36f 0.465290 0.759980 0.469940

03 36f 0.622500 0.990000 0.753000
Monoclinic ZrO, ; P121/c1;a=9.22 , b =3.73,c = 7.04 A, B =124.10°

Zr 4e 0.270000 0.298790 0.200000

o1 4e 0.059980 0.330000 0.330000

02 4e 0.449970 0.759980 0.465700
Tetragonal ZrO, ; P42/m;a=b=410,c=4.1A

Zr 4j 0.100000 0.100000 0.000000

o1 2d 0.000000 0.500000 0.500000

02 2d 0.000000 0.500000 0.500000
Monoclinic Y,0,; C121;a=13.0,b=7.92,c =83 A, B =95.40°

Y1 4c 0.100000 0.188960 0.100000

Y2 4c 0.008990 0.090000 0.008990

O1 4c 0.050000 0.330000 0.330000

02 4c 0.439990 0.750000 0.439990

03 4c 0.400000 0.699980 0.400000

AnAnnande e

R =6.910 % R,=36.797 % R, = 48.652 % R, =30.890 % GOF = 49.569 %

weight fraction rhombohedral

weight fraction monoclinic

weight fraction tetragonal

weight fraction monoclinic

54.24(6) %
31.61(09) %
6.3(1) %
7.9(5) %
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AN99% 4.18 W1HlAasiAseaF1etaseisdln 0.50A1,0,-0.50Zr0,-Y,0, Tusruusanludnsas

Tluadin uazwaszIinuas Adndounisiasfasazineiiwinges 2 v,0,

Atom site X y z

Rhombohedral ALLO, ; R-3c; a=b =2.006, ¢ = 5.355

Al 18e 0.400000 0.000000 0.250000

Al2 12c 0.000000 0.000000 0.000260

01 12¢ 0.000000 0.000000 0.000260

02 36f 0.460000 0.750000 0.460000

03 36f 0.600000 0.990000 0.750000
Monoclinic ZrO, ; P121/c1;a=19.2,b=16.3,c = 16.89 A, B =73.80°

Zr 4e 0.270000 0.300000 0.200000

o1 4e 0.059000 0.330000 0.330000

02 4e 0.449900 0.750000 0.460000
Tetragonal ZrO, ; P42/m;a=b=3.3,c =43 A

Zr 4j 0.100000 0.100000 0.000000

o1 2d 0.000000 0.500000 0.500000

02 2d 0.000000 0.500000 0.500000
Monoclinic Y,0, ; C121;a=2.60, b =2.048,c = 2.20 A, B =105.60°

Y1 4c 0.140000 0.200000 0.400000

Y2 4c 0.090000 0.090000 0.003000

O1 4c 0.050000 0.330000 0.330000

02 4c 0.439990 0. 750000 0.439990

03 4c 0.400000 0.699980 0.500000

AnAnnande e

Re = 6.807 % R,=41.784 % R, = 52.626 % R, = 36.498 % GOF =59.777 %

weight fraction rhombohedral

weight fraction monoclinic

weight fraction tetragonal

weight fraction monoclinic

49.79) %
41.6(6) %
6.5(3) %
2.2(6) %
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AN99% 4.19 W3 HeaflATNaFNT99E@INEn 0.50A1,0,-0.50Zr0,-Y,0, lussuusanludnsaa

Tluadin uazmaszIinuas Ndndounisiasfasazineiiwinges 4 v,0,

Atom Site X y z

Rhombohedral ALLO, ; R-3c; a=b =2.001, ¢ = 6.000

Al 18e 0.400000 0.000000 0.250000

Al2 12c 0.000000 0.000000 0.000300

01 12¢ 0.000000 0.000000 0.000300

02 36f 0.460000 0.699980 0.460000

03 36f 0.500000 0.800000 0.750000
Monoclinic ZrO, ; P121/c1;a=19.2, b =15.25,¢c = 18.0 A, B =99.90°

Zr 4e 0.300000 0.400000 0.250000

o1 4e 0.059980 0.300000 0.300000

02 4e 0.449990 0.800000 0.449990
Tetragonal ZrO, ; P42/m;a=b=13.52,c=11.46 A

Zr 4j 0.100000 0.100000 0.000000

o1 2d 0.000000 0.500000 0.500000

02 2d 0.000000 0.500000 0.500000
Monoclinic Y,0, ; C121;a=2.07 , b = 2.007 , ¢ = 2.00 A, B =105.60°

Y1 4c 0.100000 0.188960 0.100000

Y2 4c 0.008990 0.090000 0.008990

O1 4c 0.050000 0.330000 0.330000

02 4c 0.439990 0.750000 0. 439990

03 4c 0.400000 0.699800 0.500000

AnAnnande e

Re = 6.862 % R, =46.144 % R, = 55.682 % R, = 58.537 % GOF = 65.840 %

weight fraction rhombohedral

weight fraction monoclinic

weight fraction tetragonal

weight fraction monoclinic

50.3(2)
40.6(2)
4.8(9)
4.3(5)

%
%
%
%



AN99% 4.20 W3 HeaflATNaFNTe9EsNin 0.50A1,0,-0.50Zr0,-Y,0, lussuusanlugnsaa

Tluadin uazmnszIinuas Adndounisiasfasazineiiuinges 6 v,0,

Atom Site X y z

Rhombohedral AI203 :R-3c;a=b=585,c=8.11

Al1 18e 0.400000 0.000000 0.250000

Al2 12c 0.000000 0.000000 0.000260

O1 12c 0.000000 0.000000 0.000260

02 36f 0.465970 0.759980 0.469940

03 36f 0.622500 0.990000 0.750000
Monoclinic ZrO, ; P121/c1;a=18.1,b=16.08,c = 16.5 A, [3 =115.40°

Zr de 0.270000 0.299800 0.200000

01 de 0.059980 0.330000 0.330000

02 de 0.449970 0.759980 0.469980
Tetragonal ZrO, ; P42/m ;a=b =3.09, ¢ = 2.09 A

Zr 4j 0.100000 0.100000 0.000000

O1 2d 0.000000 0.500000 0.500000

02 2d 0.000000 0.500000 0.500000
Monoclinic Y,0,; C121;a=2.0,b=2.0,c=22A, B =83.10°

Y1 4c 0.100000 0.188960 0.100000

Y2 4c 0.008990 0.000890 0.008990

O1 4c 0.050000 0.330000 0.330000

02 4c 0.439990 0.750000 0.439990

03 4c 0.400000 0.699980 0.500000
AP dede

Ry = 6.682 % R,=41.191% R, =50.238 % Ry, =45.799 % GOF =56.519 %

weight fraction rhombohedral

weight fraction monoclinic

weight fraction tetragonal

weight fraction monoclinic

52.2(4)
37(1)
4.75(1)
5.8(8)

%
%
%
%
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A9 4.21 W deaflAseaFNaeaE@snin 0.50A1,0,-0.50Zr0,-Y,0, lussuusanludnsaa

Tluadin uazmpszIinuas Adndounnsiasfasazineiiuinges 8 v,0,

Atom Site X y z

Rhombohedral ALLO, ; R-3c;a=b=7.391,c = 11.00

Al 18e 0.400000 0.000000 0.250000

Al2 12c 0.000000 0.000000 0.000260

01 12¢ 0.000000 0.000000 0.000260

02 36f 0.465970 0.759980 0.469940

03 36f 0.622500 0.990000 0.750000
Monoclinic ZrO, ; P121/c1; a = 5.205, b = 4.007 , ¢ = 5.800 A, B =98.90°

Zr 4e 0.270000 0.299800 0.200000

o1 4e 0.059980 0.330000 0.330000

02 4e 0.449690 0.758000 0.465000
Tetragonal ZrO, ; P42/m;a=b =4.67 ,c =53 A

Zr 4j 0.100000 0.100000 0.000000

o1 2d 0.000000 0.500000 0.500000

02 2d 0.000000 0.500000 0.500000
Monoclinic Y,0,; C121;a=4.4,b=5.0,c =5.32A, B =93.47°

Y1 4c 0.100000 0.188960 0.100000

Y2 4c 0.008990 0.090000 0.008990

O1 4c 0.050000 0.330000 0.330000

02 4c 0.449990 0.750000 0.449990

03 4c 0.400000 0.750000 0.400000

AP dede

Re, = 6.663 % R,=42.154% R, =50.724 % Ry, = 55.584 % GOF = 57.949 %

weight fraction rhombohedral

weight fraction monoclinic

weight fraction tetragonal

weight fraction monoclinic

53.8(8) %
33.02) %
48(2) %
8.4(1) %
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R399 4.22 uandndaniesazreessuLiae9snin AlLO,Zr0,-Y,0, Ndndaufna N4

ANNNITATUIDUAREATNNTUSUNIN T LAASURIITNIAG

dandoudeuas | dadoudeuazing faazu09srULNa10mIINN ALLO,-Zr0,-Y,0,
IR Zr0, {i’mﬁﬂ Y, 0, R (ALO,) M (ZrO,) T (Zr0,) M (Y,0,)
2 85.8(2) 5.8(7) 6.2(8) 2.2(3)
4 82.8(5) 1.8(3) 11.0(2) 4.47(3)
' 6 83.82(8) 0.7(7) 9.7(5) 5.8(4)
8 84.3(7) 2.0(3) 6.7(2) 7.0(5)
2 75.5(2) 18.6(3) 3.9(8) 2.0(6)
4 81.5(1) 9.1(3) 5.0(6) 4.4(1)
2 6 75.11(5) 13.1(9) 5.8(6) 6(1)
8 78.5(9) 5(1) 9.8(5) 6.4(9)
2 68.4(3) 23.1(2) 5.27(9) 3.2(9)
4 64.4(4) 16.3(2) 15.4(6) 3.9(2)
% 6 66.6(4) 13.3(9) 14(1) 5.7(8)
8 64.6(2) 18.1(1) 9.3(1) 8.0(8)
2 54.7(3) 30.4(1) 12.7(6) 2.2(5)
4 55.6(5) 35.5(7) 4.4(3) 4.5(3)
46 6 54.1(5) 34.4(8) 5.6(5) 5.8(2)
8 54.24(6) 31.61(9) 6.3(1) 7.9(5)
2 49.7(9) 41.6(6) 6.5(3) 2.2(6)
4 50.3(2) 40.6(2) 4.8(9) 4.3(5)
>0 6 52.2(4) 37(1) 4.75(1) 5.8(8)
8 53.8(8) 33.0(2) 4.8(2) 8.4(1)

*R = Rhombohedral M = Monoclinic

T = Tetragonal
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Abstract

Al,03-Zr0O, (AZ,), with 25 mol% ZrO, content, was prepared using the co-precipitation method. Synthesized powders were characterized by
thermal reaction using a differential thermal analysis technique (TG-DTA) and were investigated by phase formation using X-ray diffraction. It
indicated that the reaction occurred at 850 °C; cubic (c)-ZrO, phase and Al,O5 were obtained. By increasing temperature to 1100 °C, tetragonal (t)-
ZrO, phase was detected. The Al,03-25 mol% ZrO, was sintered for 2 h in the temperature range of between 1300 and 1600 °C. The majority
phases of ceramics were m-ZrO, and a-Al,O3, although a t-ZrO, phase also appeared as a minor phase and decreased with higher temperature.
Moreover, morphology and particle size evolution have been determined via the SEM technique. SEM showed that the particles of powder are
agglomerated and basically irregular in shape. An SEM micrograph of ceramics exhibits uniform microstructure without abnormal grain growth.

© 2011 Elsevier Ltd and Techna Group S.r.l. All rights reserved.

Keywords: A. Grain growth; A. Sintering; D. Al,O3; D. ZrO,

1. Introduction

Al,O5 ceramics is one of the most widely used engineering
ceramic materials due to its high elastic modulus, high wear
resistance and chemical corrosion resistance, high temperature
stability and the retention of strength at high temperatures [1]. It
is well known that the mechanical properties of alumina
ceramics can be considerably increased by the incorporation of
fine zirconia particles [2]. Therefore, the alumina-zirconia
system (AZ, with 15-30 mol% ZrO,) is interested to study
[3,4]. As a structural oxide ceramic, zirconia has received much
attention due to its high toughness while alumina is known as a
hard, low-cost ceramics with high thermal conductivity [5,6].
The toughening mechanisms associated with zirconia tough-
ened alumina are mainly based on the stress-induced
transformation tetragonal-monoclinic martensitic transforma-
tion toughening and micro crack toughening. The extent of a
stress-induced transformation toughening depends on the
dispersion of tetragonal zirconia in an alumina matrix, its
volume fraction and transformability. On the other hand, a
uniform distribution of ZrO, ceramic matrix is an important

* Corresponding author. Tel.: +66 43 754379; fax: +66 43 754379.
E-mail address: au_wow @yahoo.com (A. Rittidech).

factor for optimization of micro crack nucleation-induced
toughening [7,8]. The phase composition structure is the key to
control material properties.

In this work, Al,03-25 mol% ZrO, samples were prepared
by a co-precipitation route and the influence of heat treatment
on phase compositions and microstructure were investigated.

2. Experimental

The Al,O3—ZrO, powders with 25 mol% ZrO,, respectively
were synthesized using aluminum chloride (AlCl;-6H,0,
99.9% pure), zirconium oxychloride (ZrOCl,-8H,0, 99.9%
pure) and ammonia solution (NH4OH, 28%) as raw materials.
Aluminum chloride and zirconium oxychloride were mixed and
dissolved in distilled water. The solution was thoroughly stirred
at room temperature, and then precipitated by adding ammonia
to get Zr(OH), gel. The precipitate was washed repeatedly
using distilled water to remove all the chloride ions (as tasted by
AgNOj solution), and then dried in air at 100 °C. The samples
from the precipitate were investigated by thermal analysis using
TA instruments (SDT Q600, USA) and after, they were calcined
at different temperatures between 700 and 1100 °C. Then,
various sintering conditions were employed by varying the
sintering temperatures from 1300 to 1600 °C for 2 h. The
crystallized phase of the Al,O3—ZrO, solid solution was

0272-8842/$36.00 © 2011 Elsevier Ltd and Techna Group S.r.l. All rights reserved.
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measured by X-ray diffraction (XRD) using CuKa radiation
(Philips PW 1729 diffractometer, Netherlands). Microstructural
evolution of the powders and ceramics were observed using the
scanning electron microscopy: SEM (JEOL, JSM 840A,
Japan).

3. Results and discussion

Fig. 1 shows the TG and DTA curves of the Al,03;-ZrO,
(AZ,) mixed powders, with x = 25 mol% ZrO, content. It can
be seen that the TG curve demonstrates three distinct weight
losses below 600 °C. The first weight loss occurs below 230 °C,
the second between 240 °C and 290 °C and the third above
300 °C. In the temperature range of room temperature to
~150 °C, the sample shows an endothermic peak in the DTA
curve at ~100 °C, which relates to the first weight loss. This
DTA peak is attributed to the elimination of water. The second
weight loss between 240 °C and 290 °C were observed, which
corresponded to endothermic peak at 282.50 °C on DTA curve.
Previous works reported that the crystallization of t-ZrO, is
obtained at 280 °C [7]. The third weight loss was found above
300 °C, and related to a small exothermic peak at 398 °C in the
DTA curve. This result indicates the boiling point of the
derivative product and corresponds to the transformation of
AI(OH); and y-AIOOH into y-alumina, consistent with other
works [8]. The phase transformation from y-AIOOH to a-
Al,Oj3 follows the following path as reported by a number of
workers [9].

v-ALOOH ™ Sy-AL 03 2 C5-AL, 05 25%9-A1,05 25 %-AlL,0;

)]

The relationship between the TG curve and the DTA curve
between 300 and 700 °C (Fig. 1) reveals a loss in the weight of
raw material (TG), and a corresponding loss in the reaction of
zirconium hydroxyl and aluminum hydroxyl (DTA). The DTA
curve displays a sharp exothermic peak at 855 °C, which is the
formation of a crystal line phase of Al,O3;—ZrO, solid solution.
Similar change in the crystallization temperature of Al,O3—
ZrO, system were also observed by the same research group in
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Fig. 2. XRD patterns of Al,03-25 mol% ZrO, powders at various calcinations
temperatures for 2 h: (a) 700 °C, (b) 850 °C, (c) 900 °C, and (d) 1100 °C.

earlier works [3,4,10,11]. These curve data were used to select
the ranges of temperatures (700-1100 °C) for XRD investiga-
tion. To study the effect of heat treatment temperatures on
Al,O3-25 mol% ZrO,, the precursor powders were calcined
between 700 and 1100 °C for 2 h. All calcined powders were
examined by XRD in order to investigate the phase develop-
ment. As shown in Fig. 2(a), phase formation of Al,O;—
25 mol% ZrO, calcined at 700 °C. X-ray peaks of 6-Al,03,
9-Al,0O3, and very broad peaks of c-ZrO, phase are present,
indicating incomplete reaction. So the sample was calcined at
850 °C and the resulting XRD patterns are shown in Fig. 2(b).
Due to the broad peak observed at 855 °C (Fig. 1) and the clear
intensity peaks of the c-ZrO,, 6-Al,O3 and 8-Al,O3 phases
(Fig. 2(b)) it was concluded that 850 °C would complete the
Al,O3-ZrO, phase. XRD pattern in Fig. 2(b) exhibits very
broad peaks confirming a small crystallize size. As the temper-
ature increase to 900 °C, the phases present are 6-Al,O3, c-
ZrO, and t-ZrO,. At this temperature, t-ZrO, were appeared.
Agreement with previous reported that alumina could stabilize
the cubic zirconia (c-ZrO,) and the tetragonal zirconia (t-ZrO,)
if the Al,O3—ZrO, powders were prepared by the aqueous co-
precipitation route, starting with mixture of zirconium oxy-
chloride and aluminum chloride [1]. In general, the c-
ZrO, — t-ZrO, phase transformation took place at about
900 °C confirming their phase and being consistent with other
work [11]. When heating further to higher temperature
(1100 °C), zirconia phases are composed mainly of t-ZrO,.
The presence of tetragonal phases of ZrO, is detected by the
presence of high intensity peak at 26 =30° and splitting of
peaks at around 26 =50°. It is indicated the c-ZrO, phase
transformed to complete t-ZrO, phase. From the little detection
of 06-Al,03 and 3-Al,O5 peaks, it was suspected that some
Al,Oj3 phase still existed in an amorphous state even at 1100 °C
and incompletely transformed to a-Al,O3. Fig. 3 shows the
morphological evolution of all samples as a function of calci-
nation conditions. For all the samples, the micrographs revealed
foamy agglomerated particles. Powders calcined at 700 °C
(Fig. 3(a)) shows more agglomeration state and irregular in



A. Rittidech, T. Tunkasiri/Ceramics International 38S (2012) S125-S129 S127

Fig. 3. SEM micrograph of the Al,03-25 mol% ZrO, powders calcined at (a) 700 °C, (b) 850 °C, (c) 900 °C, and (d) 1100 °C.

shape, with a substantial variation in particle sizes which
probably have resulted from incomplete reaction. The result
was agreed with XRD pattern in Fig. 2(a). SEM micrographs
of powders calcined at higher temperature (in Fig. 2(b) and
(c)) show spherical particles, it is likely to correspond to
TEM photograph reported by Sarkar et al. [12]. The size of
the particles tends to increase when the calcination tempera-
ture is increased. However, the smallest particle size esti-
mated from SEM micrograhps was ~0.20 wm. The phase

4
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Fig. 4. XRD patterns of Al,03;—25 mol% ZrO, ceramics at various sintering
temperatures for 2 h: (a) 1300 °C, (b) 1400 °C, (c) 1500 °C, and (d) 1600 °C.

formations of the sintered ceramics at sintering temperatures
ranging from 1300 to 1600 °C are presented via XRD
patterns in Fig. 4. XRD patterns of crystalline products
revealed that they contain three crystalline oxides phase of
a-Al,O3, m-ZrO, and t-ZrO,. Thus, at higher temperatures
the ZrO, phase changed to become mainly monoclinic (m),
while t-ZrO, decreased by a few degrees with increased heat-
treatment. The particle size of many zirconia may exceed the
critical size and so a transformation from t — m takes place.
According to the stabilization of tetragonal phase of zirconia
at room temperature is proved to be due to small crystallite
size as well as constraining effect of matrix phase of Al,O3
[11]. Fig. 5 shows SEM images of as-received Al,Os3—
25 mol% ZrO, as sintering conditions were varied between
1300 and 1600 °C for 2 h. Almost no abnormal grain growth
was observed. The addition of ZrO, helped to control the
abnormal grain growth in Al,O5; ceramics [13]. In Fig. 5(a)
and (b) the free surfaces showed many pores. However, at the
higher temperatures similar microstructural characteristics
were observed, i.e., uniformly sized grains with well-packed
and continuous grain structure (Fig. 5(c) and (d)). It can be
seen that ceramics sintered at 1300-1400 °C exhibited grain
size range of about 0.25-1.10 wm, while ceramics sintered at
1500-1600 °C exhibited grain size range of about 1.22-
2.87 pm. The results indicate that the average grain size
tend to increase with sintering temperature. It is to be noted
that the stabilization of the tetragonal phase, which may be
ascribed to the smaller particle-size and low temperature, is
consistent with other works [10,12,14,15].
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Fig. 5. SEM micrograph of the Al,03—25 mol% ZrO, ceramics sintered at (a) 1300 °C, (b) 1400 °C, (c) 1500 °C, and (d) 1600 °C.

4. Conclusions

The effect of heat treatment on phase formation and
microstructure of Al,O3-25 mol% ZrO, synthesized by the co-
precipitation method was investigated. This work demonstrated
that Al,03-25 mol% ZrO, calcined powders obtained main
phase of c-ZrO, and combined with some 6-Al,O3 and 8-Al,03
phases. At higher calcination temperatures (850-1100 °C), t-
ZrO, were detected. The sintered ceramics showed the major
crystalline phase of a-Al,O3; combined with m-ZrO, and t-ZrO,;
further, it was found that t-ZrO, decreased by a few degrees with
increased heat-treatment. The resulting Al,03;—25 mol% ZrO,
powders consisted of a variety of agglomerated particle sizes,
depending on calcination conditions. Al,03—25 mol% ZrO, grain
ceramics exhibited irregular shaping and growth of grain, both of
which increased with higher temperatures.
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