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# # 5971416321 : MAJOR METALLURGICAL AND MATERIALS ENGINEERING
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Crystal structure
Thanachai Boonchuduang : An investigation of alpha-case layer and local
structure in titanium alloy Ti-6Al-4V produced by lost wax casting and 3D
printing technique. Advisor: Asst. Prof. Boonrat Lohwongwatana, Ph.D. Co-

advisor: Chedtha Puncreobutr, Ph.D.

Titanium alloys were researched and developed in dental and medical
applications. The most attractive manufacturing technique for titanium is lost wax
casting owing to two main advantages: economics and near net-shape capability.
However, lost wax casting usually has reaction at the surface called alpha-case
layer which could negatively contribute to the bulk mechanical properties of the
cast such as high hardness and lower ductility. This research was used more
conventional technique such as X-ray absorption spectroscopy and X-ray
diffraction. Formation of alpha-case layer begins when molten titanium reacts with
investment, forming a metastable suboxide (Ti;O) which occurs from
supersaturated dissolve of oxygen in titanium at high temperature. Subsequently,
prior-formed TizO phase is transformed into oxygen-rich-Ql-titanium phase (alpha-
case layer). The thickness of alpha-case layer depends on thickness of casted
sample, investment materials and oxygen diffusion coefficient in solid phase(s) of
casted titanium. In 3D printed sample, alpha-case was not detected but it had

heavy distortion in crystal structure which effect to hardness of sample.
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uni 1

Unin

1.1 anudunuazaudrAyvedlaseau

Tavgnaulnndey (Titanium alloys) gnian@nwidelumsasisiannisnisunng
Wuvawiu Wdnedueiesfienisdasnssy (surgical instrumental) audisnszanugnils
vsans¥anied (orthopedic implants #3e artificial bones) lneludiuvenseaniiivy i

1 1

AsAnEIRILATSY A.A. 1980 [1-4] WesanauTanalususig q veslanglnmiey and
WU AUEIUNIUNNSAAnTaY (corrosion resistance), Sitmtiniun (lightweight), A2
w959 (strength), mmmmm"lums%ugﬂ (formability), Auwitle (toughness), AL
ANUNIUNITIEEAE (wear resistance), A8 1A ULAN 19101 (biocompatibility) ER
wangaudmunsiwindunsegaidiey [5-7] fouiseuinuelusdiniineiswsiamn
nsguaunsHaanszgnifisuanlanslnadeuliinesdu nsdadiwuulans (metal
injection molding) [8-10] AsMdoLUUTRIe (investment casting #39 lost-wax casting)

-3 &

I@EJLQ‘W’]%ﬂi%U’Juﬂ’]ﬁVﬁ@LLUU‘dﬂﬁ\‘iM"lﬁlL@Uﬁﬁﬁwmuaﬁj’]ﬂﬂﬂﬂLWi’]%ﬁﬂ’J’WﬂJLLﬁUEﬁ GREWPT

'
o

pankuUuLldazaInLaraunsaeenuuuILUAgudauls dduvunisndnildawn
1 [ ! JX SN ! v ! = [
agelsfinu MIvdenuuiRameiifuUsrangegnidesauanlunisvdenseaniiteslid
& ! g v ! - a aaa (%
iy dwnanveslanzld ussenalunisvdeidesananulilunsiinuiisendu

dawndenvedlanglniniilenvaziviad [11] Tunausiig 9 lun1siwleuwuunde audivesyu

% '
! = =

g Junvunaslunszuiun1snaevimeTauuiazinaunsodnai onun MY INTE RN
a
Wy [12-16]
= S < N a aaa v ! VI o Y a
Wosnnlanglmndsudulaneauisafinugiserdusigdie q lode vilvde
Inssafrauvunilauniiiendt Tuueaniadg (alpha-case layer) Feilnnuudagennuaz
= = v o ) ° v J o = Yy ikda =
fauunedslimunzdunsiluldan wigaunsavinsndddasenld uwininauides
voen1slugasuressesuwanlanig uenaniinsndslatuneaniaaduiilivunaiiosnuuy

PinanuRaisudnee



1% (%
= a

Tutagduiimeluladadelvddmunisnasfuguduaulangmemailanisiuiany
116 (3D printing) [17-21] 9 "Jaﬂmamwamuiﬂmaﬂwmu%%auimﬂamui’mmaﬂﬂﬂ%mﬂu
Bosvoinisnadla (machining) mszduauiildasfidnualndidssfudsisieanuuuls

o a

WINNIINITEe vonINUUSElTesveIN1sAIVANMSIRAUSNTEUMEYINNISTUTUNANIINS
189 LAMATANISALNALIRAA aLasﬂul,iaqsuamﬂszmwmmﬂ suRedfaiitladelumslity
sulaveBnannunefidsdesdnuiiudy
ndgminldnanudissuiadunuivesnuide d Wefnyilassadiegania
1ATIES 1A NIZUS UV DITUNUN AN NI TUADLUVIRINNEY FIUDIANYTUINUNITNATANTT
a 3 aa :9; o =2 ! . = P
fuanudAlunsusy wazvitnisfnwiniseuseu (annealing) vodlansnaulminieuiiie
75739@UNN5 VAL ULUAINATUUS R INdINaR BT ULaNLAERENaLs HanN1SANYITe Y
& &t a & ¥ A a & Y
Wuuszlesilunisndntuulaegrsmunzan anlenianaziiatdgym sauisaunsadila

YaymiiAnduuazisunlatymlasnie
12 IngUszaeruadlaseny

1.2.1 Lﬁam%‘wL‘ﬁ&J‘ULLasLﬁﬁﬂ,ammé’mﬁuémaaimqa%ﬁwamﬂ TAseds1aaniy
USHULAAULY Guaﬁ?umuﬁléfmﬂmﬁyugﬂé’wmwéaLLUUG‘?QJJywwuazﬂwﬁugﬂé’w
wAtANSRUWEULRA

122 fiedmsisnnsiasunlasnnunderesianiiiinannssuiuniseusouly

q

FuamlaveradlnimieunlannnsTusuniasiuy

1.3 YaULUALASI9IU

a

131 Funuiiinisfine deo Tavewaulnondemnsn 5 idorgiidounaudszaa
Yovay 6 waviuisunauUszaudosay 4 Tagunwin (T-6ALAV) %quuﬂwsﬁusﬂuda
LUUTH quaimaiﬁjﬂuwaawaaiuﬂam spinel wazlanznanlyidoy Ti-6Al-4V Vlmumisuuiﬂ
PEALANISRUNENLSIRA

1.3.2  Anwanwuzlasas INYaNIA lAssas RNz USIMLeY ﬂ’J’IlILL“UQ GIJ@Q‘U‘UQ"IU

flFnnnistusudhensvdenuuiiameuasnstugudemaiani e
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lavenaylnmdeunliannnsugunsaeawuy

1.4  Uselevunaiainazlasu

[

1.4.1  auisaesuislasaivanizusnundunaannnisvasiuulneamelulany

wadlnimdenuaznstusumematanisiiunanuis
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uni 2

255UNT5UUINIIAY

2.1 lanznerveslanzlnmien (Metallurgy of titanium)

Tanglnnfongnéunuasausnlud am.1791 Tng William Gregor 11284nqw [22]
n&a9intiu 4 U Yniafivrigesiu Martin Heinrich awnsawenlmmidenoanlsdainis
rutile wagléadesglnmidondeunaindrdn Titan anamwndn egslsfimugiiannsniisa
nsudalanglnmdelilugaamnssuldfa Withelm Justin Kroll Iagldnnsnausswing
Tmnifleumaszaaslss (TICk) fu wunii@ey (Me) 9 o ﬂaﬁ;ﬂ’uﬁé’uﬂu%%ﬁﬁaﬂ%’am
wnsnanedslainisengas Kroll Wudnuivamamnssulmmdey

Tonglnmdenaunsnisulasiaiandnldvaslasadstuegfurasgumgd ng
mswasuuvasanlasairsadnuuunislududnuvunis Sondn msmﬁ'ammaaé’mgﬂ
(allotropic transformation) langlnimilanuIandiilaseadrandnuuy HCP (hexagonal
close packed structure) %38 alpha phase (a-phase) %ﬂLaﬁsiﬁquﬂuﬁﬁﬁ Tuameiiva
orumniigs langlmmiouazidsulassairssdnduiuy BCC (body-centered cubic) #3o
beta phase (B-phase) Ima%ﬁqmmﬁﬁlﬁwﬁ’nLﬂﬁauiﬂiaa%wmﬁﬂ 3871 B-transus
temperature agjﬁ 882 + 2 yANTALTud [23] nulLwadaynau (atomic unit cell) Vo3

TASIASIIVIADILUY LAAILUATNT 2.1

0.468 nm

0.295 nm \

a2
PN ' 1% Y = i v Y = =
AN 2.1 LL?{@Q‘VTH'JEJLsﬂaaagﬁaﬂﬂaﬂiﬂsﬂaiqﬂmaﬂLL‘U‘UG]'N 9 (a18) Iﬂiﬂaiwwaﬂ HCP #3998

a-phase tag (171) lassai1an@n BCC %39 B-phase [23]



2.1.1  astuundssinnvedlansnanlnimiewn (Classification of titanium alloys)

TnghluazSuunussnvveslavenaslnniiondu o, a+p way B alloys Tuag
fuvsinamazsdavessiarauilddily Favdavessiguanlulanglmdonuday 3
Usgian M. neutral, o-stabilizers uag B-stabilizers NINTUIIINNANTENUABYDIST)
Neusia B-transus temnperature IneUszinm a-stabilizers azaswaliusnaiiuiives o
phase 1818 1Ugtgungiifigedu swiidaeglutssinniléun AL O, N, C daudssan
94 B-stabilizers iaoudUUIsEMIsaBslasa1slieglurasgaumniivnas Téusn
Mo, V, Ta Tun1nfl 2.2 WAAILNUA TN DLW & (phase diagram) kUU@TUH GR
Usenaunie aaqLLmumwﬁlﬁammnﬁmmwauﬂszLm/l a-stabilizers wag B-stabilizers
AUAIRU INLEUAM o alloys Usznauludae Tanglmmidouuians wielans
Tndendildsinuanyszian a-stabilizers usifniis1gnanuUszian -stabilizers Hesog

= 1J

freludndrundniios 92158097 near-a alloys Tuuszinmn a+p alloys Faududideuld
DYIUNIVAY A2 TINTIEIUUTUINGVRY B 5ENIN9 5 D9 40 Wosidus andndruves B-
stabilizers uisdu wa p azlaudsulasiadradu martensite annsEuinegesnga
wazUsenmanyinufe B alloys FedmsrdruUSunsuinnin 40 Wesidud Seldiudie

iluldnululssmalnesnnin Weasmnndawazauaueinndi

{3 alloys

[#4
Y
o Y

Near-off o+f metastable B

Temperature [°C]

Ti 20%V

7 Ti 6%Al

wt. % V
j3-stabilizing

AT 2.2 LRuN YR IWEUSZIANGNS ¢ vaslanylniiiluunay [24]



2.1.2 lassasiganiavedlavenaulnmiiey (Microstructure of titanium alloys)

Tassaeganmemusadudsisuenisnuantiilanaveslave ualmnidenls
eluagfurunauazn1sdniiosiives a uay p-phase AMLANAITaslATIASIIgANIA
An9InnszUILNIsTIEenia thermo-mechanical treatments (TMT) wanslun il 2.3
530D MBUYUNINANTaU (heat treatment), NSANNENT (recrystallization), N5
Uiiinenuuds (aging) waz nMsauUsew (annealing) N15WULTEWI9USIAL B-phase U
a+B-phase @111501% B-transus temperature WWudfasun Imaﬁalﬂiﬂiaa%fﬂqa;aﬂf]ﬂ

anululavenaulnmitlonaziinuu lamellar, equiaxed Wag bimodal

B(rar\sus

1 LR
solution annealing] aging ]
temperature time time
degree of deformation temperature temperature
deformation mode cooling rate
cooling rate

m‘wﬁ 2.3 Thermo-mechanical treatment vadlanzlnndeuna [22]

lassadneganiauuy lamellar Anla91nn1518UA91N UM B-phase Lo

' [
a o v 2 a a

qmmmaaqmmﬂdw B-transus temperature W& a LTUNDATVUNUIIUVDULNTU

Y

wazlaludnuwazuduuis o Whlvluinsuees p MARTUABUNTIAIAINA 2.0 T3

@ <

Inssasnsganiauuy lamellar azdungiudnsinisiud (cooling rate) d1dmsinisiiu
(9 a ! v Ao v < = a = ! A

fMgaiinn1snedfdnyuyaa1edy Iauagldengal3undn basket weave %30
Widmanstatten fannd 2.5 a) lunianduiudidnsinisidusin duudasuves
lamellar 9¥%81UTU (coarsening) MudnsINTsufTianas lassadisganinuseuant

138n71 colony AININT 2.5 b)



~=""5 Grain Boundaries
Early Stage of Growth

Later Stage of Growth

AN 2.4 - NsinlasaIgania lamellar lulanglnifleunay [25]

¢

Widmanstatten microstructure

i 2.5 Taseasiagania lamellar wuusng 9 vadlanglnmidey, a) lassaisganiawuy

Widmanstatten Lag b)Iﬂiﬂa%"Nﬁ;amﬂLLUU Colony [25]

In39a5199a01AL UL equiaxed Junau191INNSTUIUNTT recrystallization #3®
msﬁ"[amgﬂLUﬁaugUQWﬂﬂWSGﬁugﬂLﬁu (cold work) Bsazifnnsasuntadiuuiim
a+Bphase dnwmuzvaslassaiisganiadusgfuaiudeiioslunisit solution
treatment Bdldiatlunislinufeuuulasiaiisvsdaumeuifindy uargugid
14lun199 solution treatment Wusimunadadiulneusuinsves primary a lngnw

1A59a5199801ALUY equiaxed YIUUUENURAZRUUAZLBEARAATIUNINTN 2.6



AN 2.6 1A59835199a0 1AL UL equiaxed Tu Ti-6AL-AV &390 recrystallization, a)

equiaxed azLden KAz b) equiaxed BeU [23]

1A5985199801ALUY bimodal agiinfuiiieiin15vi1 solution treatment ¥
9auNYINAINTIT B-transus temperature 1ATIA3199801ALUY bimodal 3z Usenausig

. A = a 4 n:‘lll 1 !
equiaxed o Tu lamellar a+B matrix 39a11150L38n1ATIAT19UINTUNITHALTE NS

lamellar wag equiaxed 1@ anIwi 2.7

A9 2.7 laseasaganialuy bimodal Tu Ti-6AL-4Y, a) AMMAINNEBIFANTIALLUULES

ey b) NWAINNABIaNTIMIBLANATOULUUEABIN (transmission electron microscope)
[26]

asfiasanlassadiaiiesannsiBusianlangva ouman vliAalaseadn

a;amﬂﬁlﬂué’ﬂwmmﬂiumm B-phase fau nntmudaAn a-phase fivannmanglasadng

Tl asuualassadne alpha eendu 2 Ussiaw fie primary a way secondary a lu

Uszamues primary a t Lﬁﬂ%ﬂiﬂis%’hﬂﬂ’ﬁ%ﬂgﬂ%’@u (hot working) @u secondary

a innn15Waeulasiad19a1n B-phase Tnga19u191nn iUy B-transus

temperature %38 ®19LAAINNTT aging AINNNT 2.8 LandlATIaTIagan1AYeY Ti-6AL-



25n-4zr-6Mo #1115 uTugU (forging) Ngaunil 870 ssANaalTyd MNAIEY

N3EUIUNIININAIINToUASU TunInd 2.8(a) axdanmauiungues primary o (@v17)

Ao o d

ffidnwardaluioniu op fMassaine a nwadu (aciculan Ysznavegdae vauiinn
7l 2.8(b) waz 2.8(0) l9finsasugaumgdildlunis solution treated 910 870 B3
walded Wy 915 waz 930 serwaided audiy nafildasnudn Usunawes primary
o anas AT9a%19 o ity 80Ty auguvgdl solution treated Tiiindu uonain
Tassadnasing q fildnaniun afilaseadne martensite fdnvazadrofu laseadne a ud
Hulesaaaitlalldogluauna (nonequilibrium) Tnslassadrsiiuudléiiu 2 Ussiam fo
o Feilassadandnuuy HCP ansaiinldainnisguuds (quenching) whiu uay o

1As9a$19MANLUY orthorhombic @315aLAAlAa1NNNSIRAMUAUINNATEUDN

20 um

Al 2.8 wanslaseadeganIAves Ti-6AL-2Sn-aZr-6Mo Tirnun1suduguieudl 870 °C

(a) Solution treated 2 #3121 1 870 °C qruudaseni1 way audeu 8 #2lus 9 595 °C, (b)

Solution treated 2 #lus 71 915 °C, (c) Solution treated 2 2139 71 930 °C way (d)
Solution treated 2 47laa 1 955 °C [27]
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2.1.3  Ujiseeendndululanslnmiilen (Oxidation of titanium)

v v

Tavglmmdeudulansd affinity fusendiaugs Welanglnmideuduiaty
ussena Ngamapivieslavglnmidenduoendiauaziinu §zeladu T, Tdnvuy
Huduflduuns (thin film) Unegulanglmmiden vlflavglnmdenaunsonunisiia
oxidation wagnsianseu (corrosion) 16 wivgslsfnuilegnmgiigetu 4u Tio, ¢
guduanuiaies eendaudaunsaasaneuntulavelnmidels avanunsalunis
azane (solubility) veaeandiaulu a-titanium egiiuszam 30 Wesidudlagdiuiu
ognoul (at.%) 1Hounntaagamgil Tuvaedl p-titanium szdanuasnsalunmsazaieves
pondlaunniignuszanal 8 Wedldudlagduiuoznon NAMT 2.9 LansuHUA B
wha Ti-0 azwuidlnmdeusenledfianusaatulfvanssunuy 1wy T,0, TO, Ti,0s
uaz TiO, egslsAmudmiufizeieendiatuiigamaiisnng1 1000 esrniwaidea uaz
AusulnALRe IrLsUUTIEINIA Tupenlad (oxide scales) aEwuus Ti,O rutile Hu

dulngy [28, 29]

Weight Percent Oxygen
20 0 40

n I A
T T Y T T T T T

3500 4 3

2500 1 L

Temperature, °C

2000

1895°C

1839°C

1865°C

1668°C
1500

T,

1000
§82°C

Ti0s+ G

T
30 40 S0 &0

Atomic Percent Oxygen

ﬂ’]‘Wﬁ 2.9 wangwaun L Ng Ti-O [30]

9%
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214 @mauﬁamﬂﬂamaﬂamlmwLﬁEJiJ (Mechanical properties of titanium)

autimanavedlanglnmienamsauuasuldmusmuantaznszuIunis
Tumsusulassate nsldsananduisusuvdsunuandilasnismuaudiunaunis
LAl Lwiazﬁmﬁmammmsmﬂ%’uLU?%aummLL%amehumimﬂmnau (precipitation) #3©
n3vansazaIeuUaels (solid solution) mﬁﬂ%uLﬂ?iau@mauﬁ’aﬂimﬂmﬁmama
WAgUAMANTAMNIINIGAIMN WU AMUNUINUY (density), Hondaueada (Young's
modulus) wazAduUsEansn1sveneimanuseu (thermal expansion coefficient)
uananinislasmuandsanunsndfiunmdununianadl (chemical resistance) 104
lavigray L1 oxidation Wag corrosion
nszurumslumsuiulassairadudnniaisifiamnuddlunisuiunuands

nena wsiznsidnuluidazyszinniziesnisaaauiaininanuanseiu a3199 2.1

wanspaaNUAInn miuguvedlans lnuilleuusiasUseian

M19197 2.1 AnaudRsing q veslavelnnidenusazszian [23]

Properties Class of titanium alloys

a+f B
Density + -
Strength - 4+
Ductility -/+ +/-
Fracture Toughness + -/t +/-
Creep Resistance + +/- -
Corrosion Resistance ++ + +/-
Oxidation Resistance ++ +/- -
Weldability + +/- -
Cold Formability - - +/-

woNANUTELANANN 9 vadlanenaulnmilley lassasimiganindedinase
AvautAnnavedlavenaulnmitiendnie lassainganiaiifiinsuasideniuuwiliud
a wa v I ~ . A Y Ao
LU UAMUANLTWTS Amuwmiled (ductility) Tuvaeilassaiandinsuneu
WLAUANUANITOAUNITAUNIUAIIUAY (creep resistance) dIUlATIATINIANIALUY

lamellar daaiand@nIuAlUNUNIUAITLANTN (fracture toughness) ATIUATUNIY
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(%
[ o

a4 ada A a o a ! Y] i v %
AMUAUNA LUDIAINATTEIZININLLANANAUVDY lamellar Lnazdu WWI‘Wi@ULL@ﬂIWI@IEﬂﬂ

£%

JU WA

ee

gavelATeas199a01AKUY bimodal dnsNauYenveens 2 laseasne Auaudn

A9 9 LanslumIsen 2.2

M13199 2.2 BvisnavesrinlasiaieaniarenmaUinenaveslnimieuney [23]

Property Lamellar Equiaxed Fine Coarse
Young’s Modulus No effect Positive/Negative(texture) NoO effect No effect
Strength Negative Positive Positive Negative
Ductility Negative Positive Positive Negative
Fracture Toughness Positive Negative Negative Positive
Fracture Crack Initiation Negative Positive Positive Negative
Fracture Crack Propagation Positive Negative Negative Positive
Creep Strength Positive Negative Negative Positive
Super-plasticity Negative Positive Positive Negative
Oxidation rate Positive Negative Positive Negative

. 1 \
2.2 NITUIUNINADLUVTNGIIY (lost wax casting)

P2
=

nszUIUNIsaaRUUTIRINeTAUu Ul AR TUAS LI NA LA 6000 Unau ANl

Yy

UsimaniaenuesosUseauvaandnsdlugaadusng o SaulANIUNTEUIUNITNABIUUTHS

%

e wanszurunIastuIRemesuluiteuldogaunsvaslugnainssunasiunis
AunUASIlIg 2 A5 TuATILINY9AY A.A. 1900 e Philbrook D. waz William H. lawaun
wazAnkUaINTEUINN TN USUTE UOUNiunn STl waENISAUNUATIN 2 939U A.A. 1944

Na9911 T.G. Jungersen FILAUIAT LARMUILIANITULALINULLLUULIS (rubber mold)

[
Y a

AUSUNTASINAULUUTRS (wax pattern) i3I odnaaLAT0IU Tz AV TRRRALUULA

kY

a89azANLazlilivaiInd

;% v
= =

nsEUIUMSUERLUUTRIMEluN ST TwiLuUn S e UE08uE) 983N9INNTIATAS
dlluwivuvsnaitoadrsfunuuting dolddunuuttudihdunuutianfndhfuwiwuy
679 nda9nTunaNRIYY (investment powder) Auguszay (binder) amszianyuiild
wén wiaslulh (flask) ARautiuuvesly Weuvuyuudsudiuuuyulveulinnusouiio

seweiRoannFaNaiiluuyuLlanss Mntuasmlangnasumalasluwuuudine iau

TangLdus NULUUYLKENINTUIUEDNNINNLAIFINING 2.10
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Wax injection Wax tree assembling Investment mixing De-waxing & Burnout

43

Melting & casting Investment removing Sprue cutting Sprue grinding

¥y

NN 2.10 LENITUNBUNIZUIUNITUNABWUUTNIMY [31]

%

221  AszuIUMIuaswuuIRsnelulans nwiley

Tunszurunsvdevedlanglndesmsiimnuunnssiulangdu ieannany
TlunsifaufAtedudanndenlasiamzeendiauuar lulnsiau viliungvasuviewm
Tavglnmideadosdinsmuauussemannduiiay Ssausaildlaglfimianunsn
gy yinanieldufadosunaquussornialuia 9anamil 2.11 wansliiuds
Tnssadeganauazdeyanaaeunruudevedanybmdeudiiunismde aznudui
LANANIRUUS AL 2 YU Ao reaction layer tLag harden layer Tneaestuilsiufiy
Boniruseaviuag [12) Saduduiifrruudguasiamudneniudolany e
wn manddlatutieandmuifinnudsdunadugaduduressesuanldsn venani
nsnadlatuneaniagoenazdmarinliiuuiavestunuiioonuuuliluneunsnifinay
paadeu futunoaniaa Jududslifesnmslunmandelanglnmden uihazey
ussemalumnivhmsvdesgisiud Adsddasevesyuildlunsndeidenasionnnm
v0sFuuBndie druluamil 2.12 uansdnuvusdunoanueaiiiadululanenas

Tywtey Ti-6Al-4V



Reaction Layer

400

350 t
Hardened Layer

E 300 Reg@ction Layer
2
@ 250
°
T 200 }
a —case
ot o N
150 +

0 200 400 600 800 1000
Depth from the surface(um)

a v v I PN a
AN 2.11 LLﬁ@\ﬂﬂiﬂ?ﬁqﬂ@'aﬂqﬂLLaxﬂJ@Haﬂqiﬂﬂﬁ@Uﬂ'l']uLLGU\‘IGU'ENIa‘Vwa‘VlL‘VlLUEJgJ'V]N']Uﬂ'ﬁ

e [12]

AT 2.12 uanatuLeaniiaaued Ti-6ALAY fAinunsvde [32]

14
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222 Quﬁiﬁumwda‘[awﬂmmﬁw (Investment for titanium casting)

Uuumst’ﬂumuwdaiawlmmLﬁau:ﬁ 3 Usglnuuan 9 laun Sio, (silica) , ALOs
(alumina) wag MgO (magnesia) MnAnantinuaullun1siAnUizeveddans
Inmifleuseduindouiiguugiigs Wefiansuwdsaudase (free energy) 184
asusznevluyuiisuifisudvlanslmmidondinind 2.13 wuirasldyuis
druusynounanidu ALO; 38 MeO uiiinannsiSeuiisundeaudasy Y,0; 9y
asUszneuiflemaiaujizoniulavelmmidendian widdlidundesldimszsa
GR

MNITeve Guilin et al[15) Idfimamaaouyuilénundelanglnmidons
3 UszLavsonisiin alpha-case layer vufnvadlavglnmiey Tneslavelnndouvaed
14y S0, 9ziflAa1umun reaction layer Uszana 80 lulasiuns luvasfiyunde
Uszian ALO; waz MgO HA31u1uA reaction layer Uszuas 50 waz 14 lulaswns

muasu lngdeyadanandlaunainmsinameaelasaiegania nailiainauidedl

duiusiunini 2.14 dadudsmasldyulszian MgO wislvlananmaundein
-400

-600

-800

AG[kJ/(mol-03)]

-1000

-1200
0

500 1000 1500 2000

Temperature (K)

A9 2.13 nsdsuudamasudassvesansusenauseanlengaumgin o [12]
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Extemal surface

External surface

T

Oxide layer

Alloy layer

A9 2.14 wansgunnlassasianiauiniivedanglnnilleuvaennnisldyunde

Uszinneing o (@guw) Yu Sio, , (11uw) Yu ALO; , (619) Yu MgO [15]
23  msiinduneannalulanslmmdion (Alpha-case formation in titanium)

Mndildndnuineuntiilanglnmdevawisasondla dliinefigungiigely
usTENERToandlay Uﬁﬁ'%maaﬂs’e?m%’uﬁﬁmﬁuﬁy’mmﬂiznauﬁw n1snefmveeanlys
wagmsunsveseendaudnlulavg lnmiden [12, 28, 32-40] lagn1sunsved0enFLausy
rlhandu oxygen enriched Idusanles vsefisenlaegiialuin alpha-case layer mmqﬁl
Fansunsvoseondiuidimniesainamainsalunisazarsveseendiauiigsly o
titanium

nsiindusenlenuay alpha-case layer @uisnesursursdiulaainlunaves

Wagner [41] suanil 2.15 nwazarsiduduresesndiauussnoufoaosdiuuenaindy
Trausniie dusenled (TI0,) warBniasfe dunisunsveseondiou :namil 2.15 du Tio,
finnuvun z Tuguedi alpha-case layer iimuuun x lag alpha-case layer #119n158a18
vosoandiauiinfududaudn ¢, (auvssewineenlediulans) fagn C, (Qafidoondiau

windeiulane)
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C7.0 ............ TG },_z.*_ X
[y
ATOMIC % TiG Ti(0) K
OXYGEN | 2 (
Csl | -
-7 . A

-Z 0
DISTANCE FROM OXIDE/METAL INTERFACE

~ o v oy a ~ A a 1
AN 2.15 LLNuﬂ’]WLLﬂ@NaﬂUm%ﬂ')qmLGUNSUUGUEN@@ﬂsﬁLﬂuﬂLUIawgbLV]LV]LuUNWNWUﬂqiaaﬂﬁlﬁsﬁ

mulunaus Wagner [28]

Tuuddeues KS. Chan [39] lavinnisAruiaiazasisiuudiasaneidudadeosig o

{ [ Y 1

Ndsnanan191An alpha-case layer Tustunaslanylndey Felaun dns1n158UA2 A1

'3
]

AUUSEANTNNITWINSVDIDDNTLIY LAANUAUIVBITUIIY NUITIANUAUILINYINHAORIINNS

by
[

Wusatnas eondlaudsinanlunisunsanndu fatiu alpha-case layer 39U NANTU AN
7 2.16 @1uUIIB84 H. Guleryuz uag H. Cimenoglu [38] lanaassinlilanglnnillaw
wesiinUNSe1eenBiaduitgumiiaing 600 94 800 s waLlya LWeniadaulna Wuiiae

. . < o = Y] Aa v vy v
W a-titanium LHundn Jeaduayunguiiilananalidnedu

-] i B L R L R L R
L Ti Alloys 4

200

—_
(¢4}
o

Experiment Model
® CPTi —CPTi |
O Ti6-4 ——Ti6-4 | |

Alpha Case Depth, pm
o o)
o o

0 1 I 1 I 1 l 1 l 1 l 1 l L I L I 1
04 06 08 10 12 14 16 18 20 22
Cast Specimen Thickness, mm

AN 2.16 NATBIAINRUITUIIURADRBAILEAN alpha-case layer [39]
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231 astesiunazindntuweanealulanglnmiiiey (Prevention and removal

of alpha-case layer in titanium)

dosnduseannaalulavylmifendmansenuegaunfuaaautidng
FafoaiinamidesulfiAntosiian lutlaqiuiiitens q fitasanninieduneariaa
Leun n1saruanussenia lidnazsidunislduianisnaunsenisldgyyinaalunis
Jestuldlveandiauiilonalunsunsidnlululanglnmden nsidenldiandmsuns
ndeuuutiame Tneidentinvenssiniidlenafauiasendulanglnmieuldios
viooenuuudusanveawiinlu [12, 16] fanwd 2.17 ileuiuuawniindildogu
Jaqtulitiusyaninmaetu uddmmniiduiearieaiRatuluudansaidaldlagld
asiaiitiglunisineen (chemical milling) Ingldansazanenanszning ninlalasviges
30 (HP) AU nsnlun’n (HNO,) usvzfesiinsmuguaavglinlduazududuresnsa

Mdlvmngauiedesiunsgadululasiaurednmdeuninnsalunin

800 - - - whithout zirconite coating

—— zirconite coating

L) ~
o =
=) =1

1 1

500

400 -

300

200

Knoop's micro-hardness(MPa)

100 -

0 25 50 75 100 125 150 175
Distance from the outermost surface(micron)

i 2.17 msusulsaesiinildlunundelnnilledlagvinisiniousiy Zirconite [16]
2.4  walulagnisnunanudiflulavenaulnmides (3D printing of titanium alloys)

msuanlnwdenlee U fenunsIARALND AT UIUNADINIT YTaNS8NIN

Subtractive Manufacturing Az 1sgaytdeiioTanTuiuaiasiiduaziin Jsn1siaun

a o

NSTUIUNTSHNANBNWUUNS8NI1 Additive Manufacturing (AM) Fafldnwagtlunisiiuile
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[

anfionveglugUvesvian we viietanuie 9 Woasadutunuiifesnslasedesuuuua
faflsnnsesnuuululsunsuaeufinmes (CAD) 3o funuuiildainnisaunuawia
Wi CT scan 1Wudu

Tudagtunisudalanglmmdouuvy AM dandunvimaindu Tasanigmaia
Selective Laser Melting (SLM) [19, 20] #ifi3En1sudnuuunasunilanzdioiaivesiu
ussBInATiaUANfiey wade SLM avutsduendudy 4 udwhnmsvasuiiasduldosly
Bu udmaeduialuaunsetinaeduiuay meda SLM danunsondntueuiifud
TndiAssfusunuuNnnIsiefieusunisnanTly ﬁﬂﬂgaé“ﬂ‘é’ﬁa@asmﬁum, AALIAINITHAR,
laifidodiamagunssvestuey

o [

wiimadla SLM agiidednatsusznig uafdedidediiavatsegnefisenisuiulss
W nsREnTanre inssauanRvesnsdudmadonisvinisnanlidnsduwun, gunss,
dadrumanil auandising g Aldnanunduiusiunindenldduls (parameter) Vo4
\3es fanmd 2.18 dudenlddnusnisiuiillmvanzan 1wy anudlunisiedeuiives

@03 (scan speed) MatwaaLDs (laser power) 1usiu araianisnasulivun wie §

Wyuva g luguuaInIng 2.19 1

Beam diameter e
Laser power  Scan direction X

Scan direction Y

Layer thickness

Scan spacing

AT 2.18 WHUATWYBINTZUIUNITHAZFILUTAN 9 vaamaila selective laser melting

[19]



20

-

AT 2.19 AMlATIE3199an1ATB4 Ti-24Nb-4Zr-8Sn HUNITHERLUU SLM, Wanagngy

wazuTu e nlesInAslEfLU 69 9 Alimnzau [19]

2.5 L‘Vlﬂﬁﬂﬂ’]i@ﬂﬂﬁu?laﬁﬂﬁtaﬂ?? (X-ray Absorption Spectroscopy : XAS) [42]

(%
[

a A & A o o Yo a sala 1 = I o v 1
wiatiatidumatinfioden13l959@e ngNEna31ULINN IO A UNSIIUNAFS
FENINTUNAINUTEAUEN AUNAIUADTUENI19V0ITUUBN (Unoccupied valence band)
lUnszdudidnasouvetornaufeanIsnsIvdeunseasneunat ibiidnaseudulugn

(core electron) gandusednaziinnisiudsutsunasuldduuen dan1ni 2.20() N3

o v
v v a s Y

anndussdazyiliernevsgluaniuggnnsydu fdaludidnaseuiegtudnluasdetundany

Y

wegluduninunudanisdrgdundsnuidagibiiianisatendanulusilnneu

(fluorescent X-ray emission) Aan#l 2.20(b) Laliledidnasouinn1sE1eTUNETLINTY

[
[ v &

undaautufazliaifes vinlvdesiinisUanUassdianasaudidusaniy lng

Ree

ﬁquj’]
Sidnnseusfignlantdeseenluifunit oelvesdidnnsou (Auger electron) fan1wi
2.20(0) Wledidnnsouazugaaneznenaziinadulnlndidnasouiifidnvusnsenay
(spherical wave) winsza18luvufvarneud1udes (neishbor atom) vinlfiaduiAnnis
nseiddlufienissing o lunsdifindulnlndidnnsounszidenduanflosnounalsazisoni
single scattering dhunsdifindulnlndidnnsoudinszidallrues noudundindununsnaen
FuadulnlndidnnsouveteznaunalsaziSonin multiple scattering Mnlanuisasiu

oy IINANYAZNITNITZIAIAZNITLNINADALAZUIINIATIE RN YUZ VOIDE AN UM
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59U 9 azmaunanla senninlassassanizuiian (local structure) anwauzalunnsuila

PMNNATLA XAS ETINBULFINING 2.21 92UTLNDUAEY 3 Y9 bk

EVAC

EVAC

Unoccupied Unoccupied
Valence band O Valence band O

) B
occupied / occupled
Valence band L Valence band ‘\( ) ( ) ( ) Los
L, By
Fluorescent
. K X-ray

Incident X-rays :_O K

photon Auger
electron
@) @ (b

EVAC

) B

Unoccupied
valence band — O

| &
occupied / B

valenceband < - (O—O—— Lys
\\O_O L
© OO K

A 2.20 nalnnsgandusdiend (a) niseanauisdiend, (b) mimendanuluguliney,

(©) M3UanUapyLaasdannsou

25.1 429 Pre-edge

ANBULYIYN Pre-edge A NUVTNUTIITUAUYDAUnATUlUIUDIT9AD U
YUNIPANAUTIAUTEUIN 10 eV Feaaziindnuuriianizuesis 1wy langnsudduy
Wesandianaseuludu d eadaredangnsiudduasiniie ilineundidnnseu

ulugnaznsylanlutuuautliin ansansslanundu d ealviald

2.5.2 %13 X-ray Absorption Near Edge Structure (XANES)

439 XANES Aayiedayaynaunilaves XAS Nogasounguvaun1saanaunaasu i
AUNTUTENIA 10-50 eV Iagdayavred XANES aursainluinsienaniuy

2ONTLATULALLATIAS 1IN WL LRANIZUS VDI ABUTULA
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| T I T II- I‘ I T L L I T T T I T T T I I__-
21 C T ] T ]
= L
=T C 1 1
£ [ 2l - 153 /’ 7 ]
< L Z i L Pre-edge 1
s | N 3 Multiple
§ - = C Scattering 1 1
g B i : 1s-dp Region ]
< [ - Main edge =

[ : IS IS T TP B

- 1 _,//7100 7110 7120 7130 7140 7150 A

A P s R I I R
7000 7200 7400 7600 7800

Energy (eV)
A 2.21 awnasun1sganaussdiendues Fe K-edge lu Fes0, [43]
253 %13 Extended X-ray Absorption Fine Structure (EXAFS)

ADT ”amm@?qLwiﬁuaumﬁamﬂﬁuumﬂué’ﬂﬂ finnunadaus 50-1000 eV
Soiansidsuanugndanuainnisnszduie fadlondaziinrdunsinaudidnasou
UHBDNITOU 9 awammqﬁ@jmﬂﬁu%’qﬁwﬂ% LLazLﬁmmimzL%ﬂmawamﬁagjﬁﬁwLﬁm
(neighbor atom) 9nuRandurIwMInaenfUAAUNTINANBIENATEY TN TUnsnaen
Tuflfawuuasuiusazindneiuy vhldaunsafivamdsonusdiondfunnanaiuly o

aunsi 2.1 [44]

X(E) — U(E)—po(E)

Ho(E) (2.1)

x(E)  fie duuszdvsnisganaussdiend
w(E) Ao awnasunisaandusidienduasinetng

wo(E) Ao awnmsunisganauisdionduetarnauien (isolate atom)

Lﬁ@ﬁﬁ]’]imﬂma?}aﬂﬂﬂﬁwﬂiﬂﬁaﬂﬁ}u‘iﬁﬁ’j’]ﬂﬂEUVliﬂﬂaiJﬁLéﬂG]iEJUﬁU

ﬁLﬁﬂmauﬁag%’NLﬁmmmﬁmasﬂaam3Lmiﬂaammﬂﬁmmzmammmiﬁuﬁ LANNNAINY



23

$ou (thermal vibration) 9z l#gUaunisves EXAFS fieglusuilafiduveaauadu k) &
dunng 2.2 [44]

—2k2¢2
N]' f] (k) e 2K G]
kR?

X&) =3 sin[2kR; + §;(K)] (22)

g
f(k) A LNAWBSYRINISNTLLIIIINDLADNTBUU (scattering factor)

8(k) o navouNaRAsulUaInnIINSELAs (phase shift)

N Ao IMUIUBYARNTIDY LAY

R AB SYYYYINSEIINNDYABNNANNNUDYMDNYIILALY
= 6

o AD WNNLWB3UBY Debye-Waller

Wee91n (k) way 8(k) iWuAtanIziINTusdiuiavesnou (atomic
number) F9A1UITOANBIANINLINABUVDIDEADUBALAIUITAILATIZ I LATIAST 1T

AN LG
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s

3.1 dagnldlunuide

2.1.1  langibrlunisvaslkuuynaeme

1. Tevglmmdouuigniinga 2 Wunsaiilulfluvane q du sz
AuELTaTvaNViaNs 1y Auimilentige uazawansatugUa
Husiu Tnoezlilangludnuauvianaudanni 3.1

2. Tanglmmdeunauinsn 5 (Ti6Aav) uinsafidestlulduniige
idlesananansavsulassaisldvanssuuuulimnsaufueudiaz19ls

Tngazltlane luanwa wIeNauaInIng 3.1

A9 3.1 anwauzvedaneldlunisude (@1e) lavglnnillenusgnsinse 2
(@71) Tanenaulnmdennss 5
2.1.2  langwaulnwdeunlalunssuiunisnunauis

1 lavgeaulmmion (Ti-6AL4V) TugUlangns

3.13  YJuwsidn

1. Yulunguatiua (spinel-based investment) dnsunaelanglnimiiiey

U3gvisinsn 2 waslavienaulnwiieunsa 5 A0 3.2
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it 3.2 Yunldlunmsvaeduau

3.2 N1IATIVEBUAIUNENNILAL

321 MIATINERUAIUNANNINANYIY UL N

nsnadsulilenIdluNauniIuAiivesyuiesiiin azldimaila Xray
fluorescence (XRF) @eldndnnisnseauiunumeSidlendnindanugane Juamuaziianig
Uaselninauoanin dausars1nisiininngrinauanigd miusuu iliaunsadasie

swieglurunulasiudnunanguiy
3.3 nseenuuuusulansilaluaunas

Fusuneanwuuddnwugadetudulaniiaiugiuandiadu loun 2 faduns 4

TAALUAT Ay 8 JaakMT TIUAIUNINAEAINNLTY 30 TAALUAT FILAAIAININT 3.1

30 mm S

.

AN 3.3 YUINAUBLUUT MIUAaD e Ny
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NNSLANTUUL AN

3.4.1 NSYATUINULANY

nsviaslane wdenwaz e unaumgnsEUIUNIS AW UUTRNIE 2L
A393U Orotig - Speedcast 220MJ fidunaudiail

1. Feduluuiieudiiugiue

2. WawnsuivansazagUsyany (binder) lasldmSasanauauduiile
a [y}
Read
bl uuiguneseuld

ARBINFBBN (vacuum) B8nNaNLUUYL

Y

1%
a

Pelsiuudeinuszann 1.30-2 alus
o v A 2 v v D TP °
dndhyuindandidunmeuldguuuuniseunuiguaniugi
Uninyuneuiaidiesemaslans

i svaeulangudinasthyunmeldusseinieuiaeniney

v L N o kW

Pauvuyull 20 widt Mnluidawuuyuns ssldvunulaveidonis
nisnaslavsinimidenwaglanglnimdeunanfuifaudunou w

WU JURN1IAMEIMNTINAENT IWIAINTAULININE Y

3.4.2 NSAUNTUIUEULRA

nsAuntusuandflanglnmiflonazldinios  Concept Laser Mlab

cusingR MsnsHERTUILAUIRsgIuNIsRERdnSUlElunensuInE

NISLATIUTUITUEINTUNITATIVEBUAN

351  FUUAMTUNITIATIEAlATES99aN AL AR UAINLTY

FUIULYNYINNITAAMUUUIVIN (cross section) FRELATRIINAYIEEA 1

a

FuaundunsdaluTusuiseuLuuiou (hot mounting) ka3 TATUINUMIENTEAYNTIY

AILAUDSNEIUDIUDTAZLIEN ANUABNITTAALLDUANIE HUANTIVUIA 3 bUATOU hay 1

lupseu muaInU NUUiRRIUmMeasiall Kroll’s reagent

352 BuudmMIunIsnaaoua 1saasaseAuosnel WAL NAABUSY

29AUENDUITLAURITUINU
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v '
a a

Fuauitldannnisndeaszgninmdudnwuzdmdsuiluilasiaiiuning
Uszanad 10 Taduns Amue1Usyanel 18 Daawuns way Janununuseuial 2 Naawns
Nty T Tusuduieludnvazadieiu 3.5.1 ualifntusugieansiadl dau
%umuﬂuﬁamﬁa%ﬁé’ﬂwmzL‘ﬁumqmwaﬂﬁLé’umu@uéﬂmq 10 §a81unT Bun 2

TadUMT WarynNSTAULREINUY

3.5.3  JUIUFIUSUNITOUDOY

(%
a o

FuaungnancginIesdnavidenlviininunitaiaze1iussuia 10

Tadums Y1 5 Tadns dUTRINUNLNELLRILeonwUUIRLYLIAULRENY

3.6 N1snadauausauvadlans i unE

Tduauneiennn 3.5.3 1Wrldeuluwusseaniani lneagldgamgil 500

aerwaldea 1Wunan 2 Falad 5 97l wag 10 Tl

3.7 mMyaaTilasiainganiauasn1snageuannwleesiunulans

wwsasilanldlunisneaaulann

1. nNde99anssAULUULAY (Optical Microscope) §u Huvitz - HRM 300 Wie
noanaeulnsganiaTuinaiLarliinvestuay

2. ﬂéjaﬁ;m/l‘i‘ﬁﬁﬁﬁLéﬂ@i@ULLUUﬁaﬂﬂi’lm (Field Emission Scanning Electron
Microscope, FE-SEM) §u FEI - Quanta 250 dsfinnuaziBenuazauaudn
1N OM Tunsnsvaeulassaireganiaiiin

3. Energy dispersive X-ray spectroscopy (EDS) 'ﬁq"u OXFORD - x act 10 mm?
ss Ilunsasaseusnesivsznouediasiaiganmelutunulanziile

gudulassasisiazngeunsiinu)isefmTuau

4. ATOINAABUAIUKTITEAUIANIALUUININGSE (Micro Vickers hardness
tester) JuU Mitutoyo — MVK H2 Litensiaaeuanunisiausinaiauazilodng
Tugunuvestuaulans nndenusgnsuaslnmbeunan Ineldusing 100

of 1Wuszegian 15 Jud [35]
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3.8 n1sAAsizidiudsznau Tassadieszauaneu was 51909AUTENBUTEAU

NAYUIU

in3esdlofilinaaeuldun

1. X-ray diffractometer (XRD) ju BRUKER — D8 ADVANCE 14luni1snsavdeu
duUsynauvestusy Tngwaila XRD averfendnnisvesnsdedidiondd
nsuanuenAdulUnsEuTuY A sAeuuresfadiuusag q Tae

1% =i

ITaiudeua Teuanldsvazauisanuniinsivvvlinvesansusenaunay

Y Y
(%

IAssas1uanUsTuIUle

2. Xray absorption spectroscopy (XAS) fiaafinaass 8 aeaa1TuITanas
Fulasnsou Wlunisasiaaeulassadnseivezaen Tulumadiafiondanis
nszduorneusedidiondnimiugnadumingan viliAnu §Azeduiusy
vosdidnnseunelusznon daalididnaseuiignnszdu wasudiesums

NIPUNUUFBYNHIIIUDDAUN

3, X-ray Photoelectron Spectroscopy (XPS) fiannfinaass 5.2 vesan1vuide
wastulasasou 1lunisnmageusinesdusenaussduiuey tnewada XPS
aglduaslugnu soft X-ray ilenszduliAnlnlndidnnsounaziiasziian
wisudamilen (binding energy) %an&ﬁﬂmau%ﬂua‘m LN 1ZATNEIUY

AanadliAanizveseznaulusagsg
3.9  myienikeznsAuIuaUnasunldanmata EXAFS

39.1  nsdansteyanuiiliannsinmemeda XAS

Tunsnaassinemaila XAS aylddoyanuiieglugulaituveandsiuds
gapvin1sulasilanduniedauenlaseasiaves EXAFS andeyadu tagldlusunsy
Athena [45] lun1sdanisdoya uanainiazvhnimmnasuiazdusudusiuau 7 ad e
anpuasaedeulunsiatusu Tasisudunnmatideyanufildanmstana 7 s
nsuaudeya (merge) fanmdl 3.4 udr39%11n15 Normalized data Inevinnnsiden Pre-
edge line waz Post-edge line lfivunzay fanndt 3.5 %qLLamé’ﬂwmzaLUﬂm%’m%’agaﬁuﬁ
16a1n¥a (0l 3.5@)) audiednuue Pre-edge line way Post-edge line (N1l 3.5(b))

waygUaUnaSuvaeEunns Normalized (21 3.5(c))
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5200 5400
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xu(E)
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2000 4800 5000

200 ) o0 ) 600
Energy (eV)

AN 3.4 Nseauteyailaannisinmewmadia XAS

Ti A EXAFS 0446_1in energy

(a) | e ]
{“W-f‘*“’ s

oo (
o0

()
°
2

5200 00
Energy (eV)
Ti A EXAFS 0446_1 in energy

. (D)

Backgraund

T EXAFS (446§ ——
ser-ecin
post4an

0 )
Energy (sV)
Ti A EXAFS 0446_1 in energy

l© ‘ ‘ ' e

™ 7 VW

normalized xyi(E)
g 5

o

02
4600 4800 5000

5200 5800 5600 5800 6000
Energy (eV)

M9 3.5 Nsdanisteyaiilaannisianigmnaila XAS (a) Toyadu

(b) N131deN Pre-edge line ua Post-edge line (c) Tayandsniiy Normalized
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MAIRINHIUNISYIN Normalized Seusosud azfpaudattayadnilandures
waeu () Wnansluiledduvesavadu (k) wdmiuaienisudasyises (Fourier
Transform) #an31vl EXAFS fsun1sulasudiazladeyasglusivesilanduvessseziig
seningeney (R) uinauiagyinisanidunisulasises agdeaiansanauminzauly

- ' a Al A o . A a o £ [y
n1siRenYInaTATY Weotdneaddysruulantasy (noise) MARINMTInTUIULS A
A9 3.6 wNUINATAAUNVIaLzagluYeliAu 8 AT

SA Ti pure in k space

12 T T T T T
10 - SA Tipure — i»

(A2)

k2 x(k)

Wavenumber (A1)

SA Tipure in R space
4 T T T T

(A®)

[x(R)|

Radial distance  (A)

A9 3.6 nswlasteyalvieglusuilanduvaaauaiu (VW) MsuUasiSesvasdaya EXAFS

TeglusUvesilentuvessservinasenineesnay (619)

2.9.2  ASAUIIASIASI9BEMRUAINAUNASY EXAFS

TunisAuan (fitting) Tassadsazmauanadnmnsu EXAFS azlalusunss
Artemis [45] Tun1sA U 1agazAedvinn1989nLUUT1899 (model) wazrILAT1y %
parameter l4lun1sduaaey 5 Uszian 1éun 1) path nunefadunisiiadulnls
SinnsewAumInerneunanaulUiiansnssdiuezneududall 2) S2 manedunn
Wosn1sanaIveLoLNAYA FaAnaInnnTHeunatsvesBianaseulueznon 3) N el

Fuuszmausautelulmay shell NWUUI1a99v091ASIa51971Y Fe919azlulvd1uuiy
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aualy 4) R nunedesrerrinasenitseznounasiuesgnoufiiinnisnszids 5) o2 nune
feunlnmedues Debye Waller viernadsvasmsdndevesiussorneunatsiuoznouseu
13 uenanildaiiAn Phase fraction munedednsdrusewinauuusiaesiiidlunisduan
uay R-factor oA mvesHatildaInnsAuIATInsiiAiing1 0.02 Tngnmil 3.7
WUANIAIDYE1NITIEDN path nLuUTIaes 2 Usslan laun Inmideuvaweaniiag TiO

WatSsusuinunzautvaunasuiinlansalil
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AMARNUIN U

Name and formula

Reference code: 00-001-1198
PDF index name: Titanium
Empirical formula: Ti

Chemical formula: Ti

Crystallographic parameters

Crystal system: Hexagonal
Space group: P63/mmc
Space group number: 194

a(?) 2.9200
b (2): 2.9200
c(?): 4.6700
Alpha (?): 90.0000
Beta (?): 90.0000
Gamma (?): 120.0000
Measured density (g/cm”3): 4.50
Volume of cell (10"6 pm*3): 34.48

Z: 2.00
RIR: -

Status, subfiles and quality

Status: Marked as deleted by ICDD
Subfiles: Inorganic
Quality: Blank (B)
Comments
Deleted by: Deleted by NBS.
Color: White
Melting point: 1820
References
Primary reference: Hanawalt et al., Anal. Chem., 10, 475, (1938)
Optical data: Data on Chem. for Cer. Use, Natl. Res. Council Bull. 107
Unit cell: The Structure of Crystals, 1st Ed.
Peak list
No. h k 1 d [A] 2Theta[deg] I [%]
1 1 0 0 2.54000 35.308 27.0
2 0 0 2 2.34000 38.439 20.0
3 1 0 1 2.23000 40.416 100.0
4 1 0 2 1.72000 53.212 13.0
5 1 1 0 1.47000 63.204 13.0
6 1 0 3 1.33000 70.785 13.0
7 2 0 0 1.28000 73.997 1.0



8 1 1 3 1.25000 76.084 1940
9 1.23000 77.549 5.0
Stick Pattern
Inensity[%]
100

Ref. Pattern: Tjtanium, 00-001-1198

Posttion [?2Theta]
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Name and formula

Reference code: 00-049-1642
PDF index name: Zirconium Oxide
Empirical formula: 0,Zr

Chemical formula: Zr0,

Crystallographic parameters

Crystal system: Cubic
Space group: Fm-3m
Space group number: 225

a(?) 5.1280
b (?): 5.1280
c(?): 5.1280
Alpha (?): 90.0000
Beta (?): 90.0000
Gamma (?): 90.0000
Volume of cell (10*6 pm*3): 134.85
Z: 4.00
RIR: -

Subfiles and Quality

Subfiles: Inorganic
Alloy, metal or intermetalic
Corrosion
Common Phase
Forensic
Superconducting Material
Quality: Indexed (1)
Comments
General comments: Oxygen deficient structure (in range of ZrO 1.688-ZrO 1.740).
Sample preparation: Prepared by sintering 10 wt.% ZrO, in Al,O4 at 1973 K for 90 minutes at a pressure of

0.133 MPa. The oxygen deficient phase was synthesized by annealing in vacuum at
pressures below 2.8x10°2 MPa.

Additional pattern: See 22-540.
To replace 27-997.

References
Primary reference: Tomaszewski, H., Godwod, K., J. Eur. Ceram. Soc., 15, 17, (1995)
Unit cell: Duwez, Odell., J. Am. Ceram. Soc., 33, 274, (1950)
Peak list
No. h k 1 d [A] 2Theta[deg] I [%]
1 1 1 1 2.96463 30.120 100.0



Postion [72Theta]

2 2 0 0 2.56448 34.960 17.0
3 2 2 0 1.81521 50.220 32.0
4 3 1 1 1.54668 59.740 16.0
5 2 2 2 1.48102 62.680 2.0
6 4 0 0 1.28085 73.940 1.0
7 3 3 1 1.17697 81.760 2.0
8 4 2 0 1.14676 84.400 3.0
9 4 2 2 1.04697 94.740 1.0
10 3 3 3 0.98647 102.680 1.0
11 5 3 1 0.86685  125.400 1.0
12 6 0 0 0.85472  128.640 1.0
Stick Pattern
Ineensity [%]
1 _ _
- Fef. Pattern: Zirconium Oxide, 00-040-1642
25
k') 40 50 &0 70 &0 100 110 120
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Name and formula

Reference code: 01-075-1796

Mineral name: Spinel, syn

ICSD name: Magnesium Aluminum Oxide
Empirical formula: Al,MgO,

Chemical formula: MgAl,O,

Crystallographic parameters

Crystal system: Cubic
Space group: Fd-3m
Space group number: 227

a(?) 8.0788
b (?): 8.0788
c (?): 8.0788
Alpha (?): 90.0000
Beta (?): 90.0000
Gamma (?): 90.0000
Calculated density (g/cm”3): 3.58
Volume of cell (1076 pm*3): 527.28
Z: 8.00
RIR: 1.74

Subfiles and Quality

Subfiles: Inorganic
Mineral
Corrosion
ICSD Pattern
Quality: Calculated (C)
Comments
ICSD collection code: 031374
References
Primary reference: Calculated from ICSD using POWD-12++, (1997)
Structure: Yamanaka, T., Takeuchi, Y., Z. Kristallogr., 165, 65, (1983)
Peak list
No. h k 1 d [A] 2Theta[deg] I [%]
1 1 1 1 4.66430 19.012 37.0
2 2 2 0 2.85629 31.291 33.4
3 3 1 1 2.43585 36.871 100.0
4 2 2 2 2.33215 38.573 0.9
5 4 0 0 2.01870 44,840 52.9
6 3 3 1 1.85340 49.116 0.1



Position [72Theta]

7 4 2 2 1.64908 55.694 8.2
8 5 1 1 1.55477 59.398 39.7
9 4 4 0 1.42814 65.282 59.7
10 5 3 1 1.36557 68.678 2.6
11 4 4 2 1.34647 69.792 0.1
12 6 2 0 1.27737 74.175 2.3
13 5 3 3 1.23201 77.399 7.9
14 6 2 2 1.21792 78.465 0.8
15 4 4 4 1.16607 82.691 5.0
16 5 5 1 1.13126 85.831 1.9
Stick Pattern
Intensity [%)
1 _
- Ref. Pattern: Spinel, syn, 01475-1796
25
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Name and formula

Reference code: 01-076-1644
ICSD name: Titanium Oxide
Empirical formula: OTi,

Chemical formula: TiO

Crystallographic parameters

Crystal system: Hexagonal
Space group: P312
Space group number: 149

a(?): 5.1418
b (?): 5.1418
c(?): 14.3080
Alpha (?): 90.0000
Beta (?): 90.0000
Gamma (?): 120.0000
Calculated density (g/lcm”3): 4.86
Volume of cell (1046 pm*3): 327.60
Z: 6.00
RIR: 3.99

Subfiles and Quality

Subfiles: Inorganic
Alloy, metal or intermetalic
Corrosion
ICSD Pattern
Quality: Calculated (C)
Comments
ICSD collection code: 036055
Test from ICSD: No R value given.
At least one TF missing.
References
Primary reference: Calculated from ICSD using POWD-12++, (1997)
Structure: Jostsons, A, Malin, S., Acta Crystallogr., Sec. B, 24, 211, (1968)
Peak list
No. h k 1 d [A] 2Theta[deg] I [%]
1 0 0 1 14.30800 6.172 0.1
2 0 0 2 7.15400 12.363 0.1
3 0 0 3 4.76933 18.589 0.4
4 1 0 0 4.45293 19.923 0.7
5 1 0 1 4.25178 20.876 1.2
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.57700
.25481
.86160
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.57090
.40736
.384867
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.85764
.74835
.68305
.67152
.65964
.63832
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.58978
.58712
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Name and formula

Reference code: 01-078-0430
Mineral name: Periclase, syn
ICSD name: Magnesium Oxide
Empirical formula: MgO

Chemical formula: MgO

Crystallographic parameters

Crystal system: Cubic
Space group: Fm-3m
Space group number: 225

a(?): 4.2123
b (?): 4.2123
c(?) 4.2123
Alpha (?): 90.0000
Beta (?): 90.0000
Gamma (?): 90.0000
Calculated density (g/cm*3): 3.58
Measured density (g/cm”3): 4.21
Volume of cell (10*6 pm*3): 74.74
Z: 4.00
RIR: 3.04

Subfiles and Quality

Subfiles: Inorganic
Mineral
Alloy, metal or intermetalic
Corrosion
Pharmaceutical
ICSD Pattern
Quiality: Calculated (C)
Comments
Additional pattern: See PDF 71-1176, PDF 75-447, PDF 75-1525, PDF 77-2179, PDF 77-2364, PDF 87-
651, PDF 87-652, PDF 87-653 and PDF 45-946.
ICSD collection code: 061325
Test from ICSD: No R value given.

At least one TF missing.
Calc. density unusual but tolerable.

References
Primary reference: Calculated from ICSD using POWD-12++, (1997)
Structure: Schmahl, N.G., Eikerling, G.F., Z. Phys. Chem. Neue Folge. (Wiesbaden), 62, 268,

(1968)

Peak list



No. h k 1 d [A] 2Theta[deg] I [%]
1l 1 1 1 2.43197 36.932 11.6
2 2 0 0 2.10615 42.906 100.0
3 2 2 0 1.48927 62.294 45.1
4 3 1 : 1.27006 74.675 500
5 2 2 2 1.21599 78.614 1150
Stick Pattern
Intensity [3]
1
- Ref. Pattern: Perjdase, syn, 010780420
25
0 i e AR T —
40 50 €0 70

Postion [72T heta]
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Name and formula

Reference code: 01-089-4913
ICSD name: Titanium
Empirical formula: Ti

Chemical formula: Ti

Crystallographic parameters

Crystal system: Cubic
Space group: Im-3m
Space group number: 229

a(?): 3.2830
b (?): 3.2830
c(?) 3.2830
Alpha (?): 90.0000
Beta (?): 90.0000
Gamma (?): 90.0000
Calculated density (g/cm”3): 4.49
Volume of cell (106 pm”3): 35.38

Z: 2.00
RIR: 9.61

Subfiles and Quality

Subfiles: Inorganic
Alloy, metal or intermetalic
ICSD Pattern
Quality: Calculated (C)
Comments
ICSD collection code: 076165
Test from ICSD: No R value given.

At least one TF missing.

References
Primary reference: Calculated from ICSD using POWD-12++
Structure: Levinger, B.W., J. Met., 5, 195, (1953)
Peak list
No. h k 1 d [A] 2Theta[deg] I [%]

1 1 1 0 2.32143 38.759 100.0

2 2 0 0 1.64150 55.973 12.7

3 2 1 1 1.34028 70.162 20.2

4 2 2 0 1.16072 83.156 5.2



Stick Pattern
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