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# # 6072222523 : MAJOR CERAMIC TECHNOLOGY
KEYWORD: Titanium dioxide; Bone implants; Scaffolds; Interconnected pores; Replica
technique
Suttinattha Yanawarutwong : PREPARATION OF TITANIUM DIOXIDE BONE IMPLANTS
WITH INTERCONNECTED PORES. Advisor: Asst. Prof. Dujreutai Pongkao Kashima, Ph.D.
Co-advisor: Prof. Pasutha Thunyakitpisal, D.D.S.

In this study, the preparation of titanium dioxide (TiO,) bone implants with
interconnected pores by replica technique were investigated. Polyurethane foam was used as
the scaffold template. The comparison between Degussa P25 and R818 titanium dioxide
powders, sintered at different temperatures between 1350°C and 1500°C for 3 hours, were
considered. It was found that polyurethane-ester foam could be used in the replica technique
to maintain samples in shape. XRD patterns indicated that both of TiO, scaffolds showed rutile
crystalline structure with high interconnected porosity of over 80 percent. Moreover, the
scaffolds showed bioactivity, confirmed by calcium phosphate crystalline in the microstructure
after soaking in simulated body fluid (SBF) at pH 7.4, 36.5°C for 4 weeks. In comparison between
Degussa P25 and R818 titanium dioxide powder, Degussa P25 scaffolds exhibited well replicated
and maintained the structure similar to the template. However, R818 scaffolds had
higher mechanical resistance. The microscopic appearance of R818 scaffold was observed,
showed the struts with more round and uniform grain size, hence led to more enduring
mechanical load. Furthermore, the R818 scaffolds also had larger surface area to volume ratio
which contributed to higher surface area for cell adhesion. In conclusion, the titanium dioxide
bone implants with interconnected pores could be produced by replica technique to have
similar to human trabecular bone structure with good bioconductivity, except the mechanical

properties due to high porosity and interconnectivity.

Field of Study: Ceramic Technology Student's Signature .......cccccoeeveeiieenne.
Academic Year: 2020 Advisor's Signature ........ccceeeeeeeenennn.

Co-advisor's Signature ........cccoeveeee.
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Lamellae Osteon of Trabeculae of
compact bone spongy bone

Osteon
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udisduu (Tibial plateaus) uagnszgnitlelussashnnunmnszgndum (Femoral
condyles) fiflarumun 5 fadwaswaziiidurugudnaiaviniu 20.6 Jadiuns ANt
ihluadaenlunszgneenuazyinliuis wuinAraumuIuiulsInglede (Mean
apparent density) “uamszamﬁyaiﬂi'qmwéﬁmwhﬂ”U 0.31 gm/cm’ LagA1AIY
WausaMausada (Compressive strength) SifUszana 2 89 12 wnguraana (MPa) &9

mnInseaniileluseiindiauszanns 10 83 50 wngliana

2.5 upagauna&ae (Calcium phosphates, CaP)
~ < o~ I3 S v
waaeuveaalluasusenauiiesAdssnounanilnaiensegnuaslures
wuwd dauaudfnnudiduladusienie lanaliiianisdniausesianisuasdl
anuaunsatunsnssAulinanses gdulaveseadnszgn Felonhunldiduian
NALNUNTEAN UAaLTsunaaNaN Ui vateyiadeuanslunisnan 2.2 uiagiunevile
& A 1y o Y a @& o ¢ = S
wirduwangiumsihunldudaduiaamemswnnd iesannuaai@uunoainaid
dnsrdiulossunmalduusovaaine (Ca/P) finnn 1 agdiAaniwnisazany (Solubility)
wazannAudunsn (Acidity) gedsldmunzaudunisinunldduiannaununssgn
15]
~ a ' a L.
M3199 2.2 ansuseneuuaasueaaLas AAINaLAaTaINITaraty (Solubility

constant, Ks,) Nigumngil 25 sariaaites B

Compound Formula Ca/P Kep

Monocalcium
phosphate Ca(H,POy), H,0O 0.5 Highly soluble
monohydrate (MCPM)

Monocalcium

phosphate anhydrous Ca(H,POy), 0.5 Highly soluble
(MCPA)
Dicalcium phosphate

CaHPO, 1.0 107690
anhydrous (DCPA)
Dicalcium phosphate

CaHPO,*H,0 1.0 1065

dihydrate (DCPD)
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Octacalcium phosphate

CagH(POg)s* 5H,0 1.33 107966
(OCP)
a-Tricalcium phosphate

a-Cas(POq), 1.5 1022
(a-TCP)
[-Tricalcium phosphate

B-Cas(PO), 1.5 10289
(B-TCP)
Amorphous calcium

Cas(POy), 15 10252
phosphate (ACP)
Hydroxyapatite (HA) Ca1o(POg)s(OH), 1.67 101168
Tetracalcium

Ca4(PO4)2O 2.0 10*38
phosphate (TTCP)

2.5.1 lamsondoznlng (Hydroxyapatite, HA, HAp)
lansanTesnilug (Ca,o(POL(OH),) Foansuszneuupadsuneanaiitoudy
otrannlumsianlfidutaguaununszan lesnauauiAfiannsanszduliiia
madeusranusevitnsgnifisuuaznszgnaield Snsislifufivsionanienywd
uifidediafidfyAedamnudausadenan fanulszas dawalilivmzanly
mstnluldmaununszgnluuinudiidesnisnissesiunsigs lansendenilngds
winzAunsiluldiduns bone fillers Ll enaununszgAMsFUUANTIUNT 0
Uhafifean1snissesiuusasi iy yaunans 1udu? ¥
lunisndadannaununsegnliiswddeadulumudenvuanisdinim

VA o =® a a

wirduusdesindadannuudusuguieatu® nadidedaldidenldingiuigsd

YRRdUNTLaNURN1TINaNnAnItansandaznilndwazdinsllauURn Ui ulang

IS e = 1 a % = 3
ﬂi?ﬂ'ﬁ/\lLLagﬂWiﬂ33QUWWQ“U’DﬂWWL?IULG]EJ’JﬂUISﬂi@ﬂ“UEJ%WWIVI@
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2.6 lnwmileulaeanlas (Titanium dioxide)

Tnndlealasanled (TIO,) wselniille (Titania) Aeansuszneuduiniinydugiu

A

(Polymorph; usididgiulsgnaumaaiiumiiouiuianisisesiveseznonnislulasaasng

a A

LANFei) 3 vilafe ozuma (Anatase) 3lna (Rutile) uazuglad (Brookite) Feny

o Ao o o«

dougundidyfeosuimanasiing svunvanuilassaiandnildafosdognliany

9 < Y

al

Souilgamgiiannnin 600 ssmwaioaziinnsudsumadusinddadumlaniiaiu
\@fesnin axunmatuillaseadeananuuy Body-centered tetragonal dquglnad
Tasaad1andnuuy Simple tetragonal wansfagudl 2.15 JsdanalvidnaauTAfiunnes
fu desherumaluldlugnannssuiieadesiudussufitondauas Mudues T
aflwaduazgunsaididninslasiing (Electrochromics) Lilesanliuszansnwlunisise
UfAzemauasgend duslndfesnilulflugnamnssuiieadesiulili wu daufu

Uszq 1usu Wesanflaudfinalulilinifna e 17

[001] Rutile
1 9f6 A Titanium

(100] (010] (100)
/
'[001]

Anatase

1.965 A

\(

§102.308°
y (;k. )
92.604° %)

O 19374

[001]
‘.

{001 ‘ lrt)ﬂl [010]

JUN 2.15 lassasundnvesinmideulaeenlad ©

TusAdefunlatinmsanduinnniagmaununszgnanlnmieslaoenled
Fslmnilenlaoonlediumsuszneuiiinnufontisnldedann Wosnndaut@id
fulguiumeuyus lidufiviesnisuasdanndon Sniadsausodusunieni
TAnnssenasnszgnld uenandédandidanaiimngan® s ¥ Tuauideues A
Verket wazAais ' @nwiUSuiain1sud 9999d15 Osteopontin (OPN) WAz a3
Osteoprotegerin (OPG) iieldiagnaununszgnannlmmieilasenladuinanszgniu

91 83 OPN wag OPG Aalusaulunszaniindniuanainadnsean Osteoblast viwid
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asenszpnuazdaduasdinlumainnszgndndae TnevhmanisuTaamaununszgn
mnlnnifeveenlefduadoudeadvesin 3 viede nndeulasenled 380
nazunaLdenloalln 91nHaNNINARBINUINAANITNAIWBIaNS OPN WAy OPG ludan
naununszgniedeudmelnmioulaoenluduinnirfanmaununszgnillndeuseda
nuazunaLdounoaing Jsanunsaglldinasszneulnmilenlaoonled amnsatae
THiAnnnasguiulnvessadnizgnldfnindaniuasunadounoamn uanaini A
Verket uaganizdalvhmsinyantienuudusives faamaununszgnitdousen
advwiins 3 via wuirfagmaununsegnilindeudelnmidenlaeenlediugian
ANuuTaussreusena (Compressive strength) Windy 1.43 wnztianiadssnnninian
naununszgnindeumesanuatlansendesnilvdfiiianuudusseussnamii
0.34 tag 0.25 wnzU1amnia

Tu9UIdyv09 G. Fostad uazAuz® Anwiusunauues Lactate dehydrogenase
(LDH) Tunsneaouaadufiuseiwadnszgnuosmy 49 LDH Aetouleslivauends
anmgifinsmevesead MnranITnassuInilanaily 3 u Yaavaununsegn
nlnndelaoonladdulifiauiuiiviemwad venanddmuingadannsadainie

nszemlanneluianmawnunszgnatnlnndiedlasenlen wannsgun 2.16
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SUT 2.16 wadnsegnuasyuuiannaununszanantnnieulagenlas o

nuiTesinaniauisealaninndenlasenledaunsadiundndu

Taanaununszgnlduazdandanisnsed uniedaninuagliiduivaosianig

(%
Y

Wwutheaulansendaznlng Snedauifinuudwsaninni Fanuizanlunisyinum

LY

< [ a a &
Juingavluaidedl

4
[

2.7 Yadeiidanadan1syuuiagnawnunseandisnugs

U ]
[y

TANALNUNTEANNHINTUARLHINTIEIUNUNHIFBUTUINTER (Surface to volume

4 LAY}

. = I 1 a & A = a a § o Y
ratio) @91 uUN15IBIN NN UT LUNISEANIzLaz NS A Ulnveseas vinlilaTan

9

1%
Y

NAWVUNTEANATUSUIANUMUIRLU U LYARLA T UAINNTATUTUI TN UGN
denaliinnaundussvesiagmaununsegnanas 3evililunssuiunistuguasdes
Aiafesdadunng 4 Ndwanen1sTusuresiannaununseanlvilandiniadanad

winnzaulunsunlUlgaut?

2.7.1 YUIALALNNTNTEAURIVDIBUNIAYDINIINGAU (Particle size and

distribution)

<

lunszuunstuguiagusinfeuynsinazsuiuaningaunidunseuynia

(%
Y] 1 [ Ly

Aeiudadndurzdedinnuddyse dnvausauiRveswayniamaril vuauwaznis

¥
v J =

ns¥eiveIreTindaudAsonsrUIunsTusY e runvedHaYIiind

o
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YUIALENLTNUNAIGS Faazdmalinaursfininnisinigdinulad Wevihniswiee

IFFunuiifarumuuiugs fanuudaussgs daunsnssaedmesmagniindua
dswasion1sdaissfmesnaesfinlusuzniontuiy Sardmadeautfvess
Fuarundann YafeitlifisUszasdlumnszuiunstusdfanenintufonnme
saudafuresagsiin (Agglomeration) is1zavdnaliiAnauliagauees
YNNI TeaznaroauTRvedunundnkituietu lunsauauruinLagng

a

N3¢A18FIVBIVUINOUNATUENTAVILALAENTUANE AR YUINBUNIATBINI TR AY

q

LAZLUNUTARILAZANNITAANITTINAINUVDINITITN LUV UL NS HEL

2.7.2 msluasvesunaay (Viscosity)
nslradvsernuniinveniedufennuauisavesiraadlunisiuniunis

a [

Inafefiusansgyhannieuen Fadunaunanaudfluszdvoumeavasmsingiv o
[ a a v 1 xS a av ya | 1 v @
HaingRuinnIsINETINmuIzdwalihaduilaiinuvilnasaslinssanedudu
- v ! 1% wa S v o a @ S| H a <
\Weldgamu denalvinuaudRvesiununaumtiuanas anvisanuvidavesihaduidy
JadenddglunssuiumsTugunigisnisyulasesisaniledn daandluanuide
Y84 H. Tiainen waganz® Anwin133ulasas1aneadtilayinnsiud s uyusu1oms
Inndlsulasenledlunssuiunmswioudiady wuiniagmaununsegnileseuan
Wraduniivsunamadestu duraduninisivage ievinisyunesiuazduien

a

druiueen synalninmdeulasenledliaunsainizfneguuisiiuveslasdila

9

a

druthadunfivsinanannifuldduyiiiiadudenunidags Wevinisyunes
= ] a 8 a = a o )
wazduiendmiiusen wuirhadulnnideulaeenledUanugniuvesesi &
denaliiannaununszgniianuselliowatgniuanas uanliviuitluniswseuu
aduuy sdeddduIunnvoeingaulmtzau o latnadundnisinad g
wigadmTunMsyulaseseannesn
wananantRlusiveynafdmasenislrasmvesiiadueay a1 pH el

a8 a = o a ! U H a ! a [ a v
ﬁa‘UﬂL‘LJL!E]ﬂ‘lfmx‘]{jf\]’ﬂﬂ%?1\‘1Nﬁ@@ﬂ?iiﬂﬁﬁ]’)”ﬂ@ﬂﬂﬁﬁﬁﬂL“UL!L@EJ’Jﬂ‘L! Tusuideues H.

1%
[ a

Tiainen wagane™ vin1swseuiiaauaninndeulaesnles wuindevinislu
naunsingAulnmideulaoenlediiniunisdangnausmeasazaelufeulansen

laie (Sodium Hydroxide, NaOH) Auiin DI iaduiilainanisdusidudeu a1 pH
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Useanal 9 89 11 mntuseinisiaunsalelnsaassn (Hydrochloric, HCV) Wousy
F1 pH amasviy 1.7 wuimiaduinslvasity aunseilugulassaosiild
Fedonndeetuauiseves K. Suttiponparnit wazmnz2) na1271A1 Zeta potential
yaslmiilowlaeenlediidviniu -18 fadlaadmiledan pH wnnd 8 Tuluuazden
Zeta potential Wiy +40 fadladudledfid pH Wiy 2 §ae1 Zeta potential Ao
AszalaeTvesiiveseymakazluafilfifiovenuuliudieuniaagiinising
Fududeunseldidefinisusuen pH Fessuuiianuiadesninaziien Zeta
potential ¥898YN1ABEUDNLUTDYI95891719 +30 dadliadie -30 daaliad I
anunsaagUldindousuen pH vesiadulnmisulneenledliiaudunsages
haduiifiauaiiosveseunmennaianisiien pH Tudaua
Tunsusunginssunisinavesiraduanusausuldsenisifivansae
nsraefnioanstieansia (Deflocculant) Bsaztasanaruminvesinady ans
PenszeiazinaderatetoautAnisnzaesueteuna nsiiuaste
nszaeiavzil uuTunaUsreluiinsavesszuu lngundouniavesingivas

o

a aaa ’0’ Y a [ a a -dy = =]
Anufsetuiyiliiaduuszauuiy Ussuuiilanunsossgaleseuvieluiana

o—

'
' [y

o = o 2 = v & Y - o P
nivsyanisiuluszuudamlng Tuvasdeiunasndnlossunisluananiusen

q

S 1Y Yo a < o Y a 1 v ' a
wilouiuliinseanluaniy iWunaviiiAnauaedngsenineUssquiniuseu 9
fuvsalndifesiveynia Wesymailndiuaziianisdeuiuveslssguilownin

Juuswdnvileunianensenainiu Tuvaziiertudieyniaeanaziusfnnd

v
aa

Y Y ¢ ¢ a = A
NuLas MU TJUNANINLTIAWABIINAE (Van der Waals) usegaaziidvndnagetuiile
d' Y vo ) a 4 oy X gy Y
sumandeudlngiu §an13nTEeflveteun1AITANINYSotee T uat TuNaans
YDILTIPAGINGAY NSHINAIYINTELMVIIAUSIHENTBENAZITY un1ALlAIY
a A X A o v v v 0o ¥ S a i = i
wnesiLTursaiinisingswiInudesas inbihaduiiauviaanas udlunig

AsatutndANanstIenseeflulsinanguiuluas inalansnausinngdu

a1 v =

W9991NANUNUIVRITUYSEINVRYLYNIAGNRY BUNIAAINTILAFRURIT MUl

Inavu dawalieynieniesindinulaiedwiiinaduiianuiaiagu @

'
=

agdlsfimunsiinanstiensyaedionvdmalimingnsuiiinainnisseine

Y83815lUTENINSHN laglangaamaununseanNfgnugs Msiiagngunigly

Y

1ASIAS 19 LT U UD1AFINALTANULT ILSIVDIT UINUAAAY TuIUITavae A
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Klemm wazanz?? Tavinnsiiuinaenaslsainunisitanssiensyatesiluinaay

Inmdeulaoonlen wuinnsifundenaslsndinalin Zeta potential anas 11

a

gauiianuniladindy windiniilasessunenhfdunisyuluenigumgil 1500

a < QIJ Y =1 n‘d' =
sarwa@ea [Wuan 20 ks nunTaanaununseantnilledlaeenlenilidiinig
a - f Y aa v P a1 \ &, o a a v PR v
wndenaslsaty dAsuniusesiverihaluguiinelufeiiu Fedamaliian

& ) Py aa a a ¢ .
ANULT ILSIANAY UTUUNR T NSIANNGeaAaslsA Monovalent; Potassium
chloride (KCU), Sodium chloride (NaCl) #A9n 1uUATANuRuI AL asannuaad

alunsyuiimuniiauinnitetvdamaliaiuisadanizlasalosiladnii usly

(Y [ (=3

FuudaunsodunaiusesunnuasngudraliaInuwd wsan laluiiaang

2
a

wanFnafitauaIntunuasulnga luwaeditunuidngfunieaaslss Divalent:
Magnesium chloride (MgCl,), Calcium chloride (CaCl,), Strontium chloride (SrCl,)
wuindafuiidnvazidunauuuinndy insuffvualugfindu ludueuiifins@y
indie MgCl, Asiuiidnuazidusudiidndes Wit uuiinIsiunde Cacl,uay
SrCl, fReAuinausuLarS LUy 1eananlunsEuILANTHLAANNS

ENTUWBSWUUTRMET (Liquid phase sintering) dawalilAIANLTTIgY

niguuRuinTawasTuIUNRLnAonaslsn Monovalent kanafaguil 2.17

a o o o = saa a 2
EU'V] 2.17 Iﬂﬁ\‘]aiqﬂﬁzWUﬁgﬁﬂ']ﬂsU@\‘nﬁ@'V]ﬂLL‘V]uﬂigaﬂﬂ']ﬂl‘ﬂLV]LUEJQJVL@I@@ﬂvLGUﬂV]lIﬂ']iLWNLﬂa@

AaolsAfiuanAiunvhnsigamall 1500 ssrwaideailuszeziia 20 4alug 0U
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2.7.3 RN

MaTumed (Sintering) Aenszuaumsiiliirnufeuudfunuiitiunistugy
T feuudausafistuasiorumuuiiugsdu lusnuideves | Narkevica wazanz
2 dyinnnsimnTannaununszgnaininmdenlasonledim3suainnsingiv
Tnmideulaoenledinaozunna figungfisening 1000 A3 1500 ssriwalToa
WU TaRNALNUNTEANT VN5 g umnd 1000 ssAwaldea flevnlug
03AUsznauLlaRI81A3 89 Xray diffractometer (XRD) wulWasz uNALazIng
TuvuTagnaununsegnihniswifigamadl 1300 ssriwadeanuesduszney

waslndueiealaines uenandluniseuiiieulassasianieganinvesian

NALNUNTEANTILTIUUANTNUANGNSY WU TaamaununsEanIvinnsNINg gl

Y 9 9

1%
v o

1100 29A LYl 8d YUInYaNsU L LENa N uwazYa UNTULITALAY DNVIEINY

Po431918luNNUVeIUIUTLANINATER1MIVBINBIL AL T BULANLLIET
e lulagnawnunszgnivinn1swaf 1300 asAigalfivs iAveulnsunyaLauws

1

Fusuiveriuassosunnuituiuanuiiund 1100 ssmwadea diutan
mmmuﬂsz@ﬂﬁ'ﬁm’mmﬁ 1400 wag 1500 aeAgalfead YUINYDUNTUTAIY
ahiauonaruufiuveuinsudaiau Asiiuresduaiuiiaumuiuui uty
dnwaznavsuuazhifivesinanelufsiiu uanaisguil 2.18 Fedsualiiagnaunu

[

N3ENTINNTINIT 1400 wag 1500 Baraalgalnanuudausivestuauganinian

q

NALNUNTENTIYININISLENT 1100 Uag 1300 BariwaLgeE

2.7.4 syazalun1sw (Soaking time)

1N9UTT8UB9 H. Tiainen hazAanus™ Wu11528262a7UNSLHIA INARD
lassaiiamneaniavesiannaununseananbnmiedlaeanles lagyiiniswni
gaumnd 1500 esrwafeaduszesiaaisening 2 89 40 Falus wuirTannawnu

A o < Y a I a v = a [y}
nsggnvimsidussezian 2 Falusdidesineniglufsimugainainnsaaies

96’ =l I3 1 [ t:l' o I3

vaaesdazisesunnluwuien dudagmaununszaniitnswnluszeziig 5
Fluadivesnanslufefmuiuferturasntavedfafiuinisauasaunnl udnw e

5UA7 lunauziTagmaununszgniviinisidunal 10 Falusdinsdiousoiuves

Y 9

Y
1% LY Y

HavesaiugUiINauas widllgnguruinlrgusayunveaunanulgese
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fusazJaamauwnunszgniiiiniswndunal 20 uway 40 F9lua Asiuesiandainy

v

Wuaudfuntu dnvagnauuuwasndagudidmely uanadegui 2.19 aangd
ansoasulainvuiavesnsulsivuaiududesserialun1siuuiukasil
YpvanTUNadtateiulunnnsil wiazunnsaidvuansulrganizusnygy

Y
v [y 1

d a v A ' I A a v Y] U a A v
NNIFTUNINTUUNTDUABD AU EN'J']\TV]Lﬂ@Q']ﬂﬂ']ﬁalJﬁQGUBQNUQEUW'J'J‘Ug‘V]"I?J‘hJLll'eﬂﬂj

¥ I
= o

52 lUNMIHLANTY BN ulianunauLLLagIULUURLININTY Fedina
TiTaanaununszgniivinniswnduszeznaiuniuaziininuwdusganinian

nawunsEANM I LUz a1 9
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200 pm

1400 °C

200 pm

1500 °C 1500 °C

200 pm

JUN 2.18 wavesmisiniannaununsegnaintnnideulasenledngumvginunnsiaiui

Y 9

denarialaseaianiegania 02
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JU7 2.19 wavaanisniannawnunszananinmilenlaesnlenisseziiailunisiwd

Y 9

uanaeiuidmasialasiasnamegania 6
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unin 3

A5N15AuIY

a IS

3.1 InQAu a5l wazaunsalnldlunuidy

q

[

npAvuazansARnlYlunwIdY

wslnintleulaeanlas (TiO,) Degussa P25 (Aeroxide, Evonik
Industries)

- wbnndeulasenles (TIO,) R818

- uealgumanlsa (CaCly)

- nsnlalasaasin (HCD

- Wmﬁﬂwaﬁg?mu—ﬁma% (Polyurethane-Ether based)

- wenmedgimu-oanas (Polyurethane-Ester based)

- dindu
3.1.1 osAUszneumsadivessslntenlaoonlan

nInsIadeueAUsznaumAiivesingiu sxldivatianisiseswesssdiond

@ham‘%m X-ray fluorescence spectrometer (XRF; Bruker AXS GmbH, S4 Pioneer,
Germany) Tngenfendnnisnisganaussadng levinnsBesedidndidnlulusogng

sgegluiieg1iazganausiddnduaraenasueanui lnendsufiaigoenun

2

'
1 [ d

UuardAMEIUNuANAAuTUAUTlaueess Mlranusaduunladnludiegiatu

[ a

fismuialatig lnemaessusegieingivlumsiiesziildlasnisuaioged
Fosnadinseilhidunsasfon ainduteeiedsussgatiunivurussgans
IPRLEN

HANMTIATIEIAUTENBUNIIMNALATIvesingaAu lawn nelnnlleulaeanleys
Degussa P25 wavndlvinilenlaeenles R818 uansdansnad... nuiilunslnmilew
Imeanlen Degussa P25 Usgnaumelnnieulaeenlonidussdussneunan 98.54
Wosidud waznslniniluulaeanlyd R818 Usznaumelnimiileulaeanlud 96.33
Wesiudiluesrusznaundnuaziiansusenevdarsenlenduazezgiun 1.27 waz

1.03 Wasigudauaisu
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M1597 3.1 osrUszneumaeiivesnslnidenlaeonlen Degussa P25 uag R818

aeAUsENOUNMLAL (%) Degussa P25 R818
TiO, 98.54 96.33
SiO, 0.40 0.39
Zn0O - 1.27
ALO; 0.21 1.03
BaO 0.24 0.06
Cao 0.19 0.24
Bu ¢ 0.42 0.68

3.1.2 asrusenaumavesdlnmieulaaanlas

nImTIRdeUaIFUIEnaUmavesingAy alinadanaideuuvesyediing
ﬁjwm?aﬂ X-ray Diffractometer (XRD; Bruker AXS model D8, Bruker, Germany)
Tnsordendnnaifsnvuresisdidng vnnsdefedidndlunsenuiidunuinliie
nadenUuLaaziausanindiuaeng 4 fu Sesduseneuuariasiadandnvesans
fumnensfuazdosmlunadsnvulunsiunndistusenly Tnsnasoudiaegis
Tagavlumsiinsigiilalagnisuadedeiidesnsiinsziliidunsazifon
MNTuHTIe8 MUTIIATLIKLIS BufeE1e Indersiaedlfi3sudenszan
dlan

HaNTATIEesAUsEnaUmavasingaulawn nlninilleulasenlen Degussa
P25 waznslmmidlonlnoonles R818 uanwsguil 3.1 nuitesdUsznauWaT8INg
Inndloulaeonlys Degussa P25 agnuwaasuwna (Anatase, TiO,, JCPDS no. 00-
021-1272) uag3bng (Rutile, TIO,, JCPDS no. 00-021-1276) Il dnsaIusening
waezumaseslndiitdy 80:20 luvaziinslmmidleslaoonled R818 axnuLas

& (Rutile, TiO,, JCPDS no. 00-021-1276) iigainaLpien
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Intensity (a.u.)

O [ ]
° o O 0 o ® )

5 15 25 35 45 55 65 75 5 15 25 35 45 55 65
2-theta (degree) 2-theta (degree)

U7 3.1 ssAusznauma (n) sslmniilelnoenled Degussa P25 Wwag (v) W

Tnmitleulaeanlen R818 (@=7lnd, Sazuwna)

3.1.3 myjilanduvesesdmedesiny

L3 1

a ¢ U T Aa ] v a &
NIRTIAT eI enduresnannMdulasesne avldwatianisganduuas
Suns1L9n V9A19A28LAT 89 Fourier Transform Infrared Spectrometer (FT-IR;
Spectrum one, Perkin Elmer) lagaga1@uinAllAn1snseAuaIsAIenaaaulaIyl
FUNTNIANAIINEIARUAT 9 HOEIAANITAATULADUNTIA FELAANITAULAE
VYUVINUSE Feasudazviatiu azdiaaudiunisdudnnisiuananeiy il
ansathunldiesgilassadawazsinvesasia
Tumsiesgivgdilinduvesnaniiuy aldmalianisaanaulasdunsisndn
g‘dLL‘U‘U‘Viﬁﬁﬁa Attenuated total reflectance spectroscopy (ATR) @9uasdunsILIn
a 1 ~ a o Y o & . v U a o 1
wiAumMehundnvimvin iy window cell neadludsinvesansiiog1auasuas
diuilmiennisgnaandulzasisusanudgamawes Maunsalnsien

lassaiauasnyilanduvesansle

()

75
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a 6 o

nanTasgiRusyreslasmodginuiansin uansfaguil 3.2 wudily
wpsimodginu-8mesiu wifnnisganduadudisiavndu 1093 cm? Fufnan
nsdunuuBavesiusy C-O Faduiusylumilsdiudines Ether) dnflunonined
gRvu-amostiy swianisganduuadlutiaiaundu 1124 cm™ way 1728 cm™ #s
\Anannisdunuuauesiusy C-O way C=0 mudiy Jadumnyiusylumnyileddu

wawas (Ester)

=]
& Polyurethane-ether
3]
o
8
E
2 [ TN\
c
g
'_
Polyurethane-ester
4000 3500 3000 2500 2000 1500 1000 500

Wavenumber (cm™)

JUN 3.2 alnasunisgandunasdunsisavesienimedgSinunaessiianldlunis

NnaoN

3.1.4 lassaieneganiavesingiu
N159157380ULATIAT19N199801ATBI TN AUAINITATLATIER LA A I8N B9
fgamiﬂﬁﬁLﬁﬂmi@umudamim Scanning Electron Microscope (SEM; JSM-5410,
JEOL, Japan) lnsandevdnnisansnmainnisnstaindidnasouiiasfiouainiiuin
Y83679819 Ingn1sim3suiiog19ingavlunisinsiziaiunsailanlanisiing
Fandvlnszaredaluieniuea (Ethanol) #281a3 83d19A214 49 (Ultrasonic
cleanser) 1wt luneaasuuikunszanalad suliuss wazidilindoufiones
wielsdanmdlni duneniduausawisusmetdlddenisdaduiugn o

wazinlufnasuumuansuau Ui luedsuives
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HAN15ILATILALATIET19N9ganIavesingAulawn nelnmideulaeanlad
Degussa P25 wslviniileslaeanled R818 fesimodginu-Bimesuasosimedys
Wu-leamed uansdaguil 3.3 nuinvunneyniavessslmieslneonled Degussa
P25 flyurmeynialuseduunluiuns luvusiinslnndenlaeenles R818 duuin
pumaluszdululasuns ludueslanimedgimuiaesiaty wuhivuevess

WUUsERIN 300-700 llasiuns

500 um

JUN 3.3 lassaineganiavesingdiu (n) walnnilleulaeanles Degussa P25 (¥) W
Inndlewlaeanlyd R818 () WesumedeSinu-Biveas uax (1) wesdmedesinu-laa

WS
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3.2 33n15NNa89

3.2.1 mawssuiadulnmideulaeenlen Degussa P25

wisnansavansuaadeunaslsdiidaududu 0.1 Tuand YSuia 40
1anans

wisunsalalaseaeinifiaududu 1 wans Ysune 20 faddns
nanasavansnraldennaslsanunslnilvulaeanles Degussa P25 60
nSuuarUSur pH vesiaausensalelnsnassn Tnglden pH sewing
07831

muhaaUlrnduidedetusemudlunsiu 1000 rpm Wunan 10
wifluasndniussummngalunstufintudu 1500 mpm Huaan

10 W

3.2.2 mswwssuinaaunmdenleeanlan R818

wIsuasazatoupadsuaaslsafiinududy 0.1 Tuas Usuiw 40
Uadans

nauansaransumadedaaslsanunslnmifieulneanlyn R818 60 NSy
nuhaaulrduiemeatugeamlunsiiu 1000 rom Wunan 10
wiTlnasndianiuswummngalunstudintudy 1500 mpm Wuan

10 W

3.2.3 NM3IAAIANNRLATEUNEAULaENITIAAY pH

Sarnanamilngiewdes Viscometer (DV-E, Brookfield) Tngldwaduues
7 aruEluniavauingy 100 rpm dhadudildannineieudaens
Innfledlaoonles Degussa P25 agfiAamuniiauseuiad 15000-19000
wufnesd (Centipoise, cP) wavadufildainniswIeudendlmmideln
ponlan R818 AzdiAmnumniinuszanu 6000-7000 WwuURNeYE

1A pH feia3es pH meter (Seven compact 5220, Mettler Toledo)
Tneaauildanmswioudendmmielnoonles Degussa P25 Huaydl
A1 pH Uszunas 1 wazaduiildannniswisudrenslnmdeslaeenles

R818 qzilAn pH Uszua 6
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3.2.4 MIYUFUTEVALIUNTEANAINTEUIUNTINGILATITNNNBIUY

a I

- wissuesdnedgSmudugunsinszuenaleanianzunaLdun 1
G4 a a a a a
audnans 15 Taflunsuasiianugs 10 Tadluns
- dwleanhyuinaddlnmdsulaeenledisaeriia anuuiviiadvdaiu
a ¥ = A a v 6
\ueanmeilansasnmelsaans

a

- Willeuuigamall 60 e waidea Wuian 12 9alus

Y

3.2.5 ﬂ’ﬁLN’WLLﬂabL"(iﬁLLagﬂ’ﬁLN']Nﬁﬂiﬁ@ﬂﬂLLV]Uﬂﬁ%@ﬂ

a

- wnuealeiiiielanenieeniigamall 450 ssruaaldeaduan 1 4alua
laeldansn1sw 1 samigaldeasiound
- andwihlwndnigamgdsening 1350 ssrwadeais 1500 aeen

a I3 QIJ Y = 1 =
WwateaLdunan 3 1akus Wweliensiniswn 1 asrwadiuanauni

3.3 NIATIVFRUANYMLHNUAAY 9 VaTHgMALTIUNTEAN

3.3.1 a9AUsENOUWA
Udunuiasouldnnsisdevssduseneumalnelfinedanisiae wuves
Sadone (X-ray Diffractometer (XRD); Bruker AXS model D8, Bruker, Germany)
Tnsunasruilauasondissfldnadouie Cu Ky fifinanueninau 1,541 A uaziad
AuEedng 40 Alalaad nszualiiih 40 faduouuds yuiliiinses (2-theta)

SUAUT 5 3 80 eATIgnTUSATINY 0.5 erAoil

3.3.2 laseasnegania

dusuinsoulafnacuuurumuaiuoy anduiildindevionesineld
nsvualviin 15 faduenuusi@unan 200 Sundt wielishededian il anndu
UluTinsziidiendesganssaudianasoulkuudeansia (Scanning Electron

Microscope (SEM); JSM-5410, JEOL, Japan) lagld@ngluirvun 20 Alalias

3.3.3 ALLT9UT
P usuiimssulanninrianuaiuisalunisnuasusing  (Compressive

strength) Tneldia3es Universal Testing Machine (EZ-S, Shimadzu) SunnnsTa
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YPNAVDIUIULAS IANIVUIAAIUNTIUALAINNEIVBITUNY IINTUUTTFUIIUINEAS
vuwriugaf fvuadunugudnane 20 fadwns nvualiaudaldluniene

Y
Y

U 10 HaaATADUIN LBLASEIVIINITNAIUNTLITUIUNATBYLANIIUUTINKE

3.3.4 Uinauazauseosweagny
ihfunuilnsaldumaaeumeasunauasausoidosasgnyulngld
wadanssamiantuauiegisiieisdidndisd feiedssneufinned (Xray
computerized Tomography Scan (Micro-CT); Skyscan 1173, Bruker) wmadAd 9t
ansadisamianduslaglivhaisiogwuagorfeszuuaeuiiuneslunis

Uszaiaiiieasanmanulia (30) doiiianunsonsaiiudnuaeJUseianisusnuas

[
a

Aeluraiaaduaule Tunisiasizudlda1anus1edng 70 Alalias nszwalui

9

=

114 lulaswenuys Hawesezglifonvuin 1 Tafunsuazazitnisaneninlunn 9
n139yU 0.4 091 NTUEININFAYINERliA YN 1sUsEne UM ugUTuuEy
aa o a ¢ 1a ) ¢ &
ffuaginsieeiuTulaza el osesgniulagldlusunsuvenius

Skyscan

3.3.5 MINAFDUNIINTTAUNRKTINIIAZAULT U YD 19NY
viunuimssslauluassassveanarlusienig (Simulated body fluid,
s8F) lngttuaeuiioumad 37 ssmneadsaiieidunisdiassgumgilusisne
uywd Husvernat 4 01fing ndsniuihdunudiinunsusanssiaesounaily
sumelUiinsgsidhondesgansimididnaseunuudesnse ilelinszsiglaseaiig
mmamﬂmaa%mmLLawTwmﬁmeﬁaqﬁUizﬂawlNmﬁﬁnmﬁuﬁmaﬁa@ﬁw
wadaaiunlasalndlnlndldnnseuntas9dLdna (X-ray Photoelectron
Spectroscopy, (XPS); AXIS Ultra DLD, Kratos Analytical) Imamfmﬂ'wwa”wu%
wiflen8i8nnsou (Binding eneray) ‘1’7{Lﬁmmﬂwé’amuﬁ]aﬁmm%Lﬁﬂmauﬁgﬂmzéjﬂﬁ
VaABBNYT 52:1!3L‘fJumLQWWzL‘\]’w%WENﬁ’WJﬁ?u q niuhassaewesvatlusianie
WAnsgvimuTunusinlangmingaeiniea Inductive Coupled Plasma Optical
Emission Spectroscopy (ICP-OES, Optima 7300 DV, Perkin Elmer) FeasmuTuney
519 lavgniingusmsgIu ASTM F1185-03 Usgnaulusgngia (Pb) uay uaaiilex

v

(Cd) wenanddalainisiBunuiagnaununsegniwseuainnalninidels



37

ponlan Degussa P25 way R818 luvnisnadsuanitdufivnoiwaane38 MTT

Tnensungasgaagasaaule (Fibroblast)
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Degussa P25, 60 ¢

Titanium Dioxide (TiO,),

Calcium Chloride
(CaCly), 0.1 M, 5ml

Titanium Dioxide (TiO,),

R818, 60 g

Hydrochloric

acid (HCD, 1 M

Mixture

adjust pH until
pH=0.7-1

A 4

Stirring

rotational speed 1000 rpm, 10

mins and at 1500 rpm, 10 mins

PU sponge punching
diameter 15 mm,

height 10 mm

Characterization

® Viscosity

\ 4
Dipping
\ 4

Drying
60°C, 12 h

v

Calcination
450°C, 1 h,

heating rate 1°C/min

A 4

|
|

Sintering
1350-1500°C, 3 h,

heating rate 1°C/min

[ J pH

Characterization

® Phase (XRD)

v

Scaffolds

Microstructure (SEM)

Strength (Universal

testing machine)

Porosity (Micro-CT)

Bioactivity and Toxicity
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uni 4

NAN1INA|DN

4.1 M3PuFUIEanAUNUNIZANIINNTINaRlATIT19ANHBLLN

4.1.1 nswIshaavannslnndonlaeenles Degussa P25 waznslnnidola
ponlyn R818
Hadeiidlunsssuniaauiemuianionisinashveningdy deded

mmilafivnzaudiielfaunsadanziulasesrmesesild Siaduiang

nilasvdedaumagasdmalfiAnnamedsswinahadufune gl ue
dmhaduianundaguinldazdmaliaiudodssvosgniuanas 1ies1nms

Inndesilaoonled Degussa P25 Svurneymaszavuiluiing dedvuwiadnun

denaliilothussemhaavasiensimesausaiildieg lalunssuiunsesey

deadltinslnashimuzauiudululden Swandnannddnmidenlaeonles

R818 Aiflvuneunaszdulalasuns amnsoaneieunduihaaulianuviad

wngauldiiend femeilunswissihaiunnusbnmieslaoonlsd Degussa

P25 Faufiunsa Hydrochloric acid (HCD asluiialiAnnisiasuulamedn Zeta

potential Trigstuuarannisifinmainigsauiaturesoynadeiildndnlilusuide

84 H. Tiainen wazan? nenhaauiwioulaiy devnniadenios Brookfield

Viscometer agdiAnnunilauseuna 6,000 83 19,000 wusneosd (Centipoise, cP)

F9N15LafiaN YL ARNY UL DUNT DU

a

4.1.2 wansyuihadumenesdmedesinu-imes (Polyurethane-ether foam) uag

WoswedgIinu-leawmes (Polyurethane-ester foam)

Va o

\Heanngidedesnsdenldianlunisudnianvawnunssgniianuisaniladne

Jndenldnosiniaruisamianilunuriesnana wu Wesdna199u Wesunviney

=] 1 [

avo1aiiu Wesunhauarensasus [Wudu nedidelddenldeindegudaly

Y

| v a0

el UAn FuduvesAdeneumihdnildinmsyulassainiesniiei

aaunwIguN11nAY Westullvunvegniuaie 1.5 Tadiuns uansiagui 4.1
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Fadursanausamdelaniuiotnainvialy anduiluvinisyudiednady

lnnideulaeeanled Degussa P25 wuitnesraunsagaduiradulnmideyle

a

panlyalan uansfsgun 4.2 Weauluinisingumgil 1300 eernwaided wuin

U

FuauaInIangUI s vausmrilioulasasanenild uwidloduda Fuauia

o oA

v A = 13 ° [ d' =
ﬂ’ﬁLLG]ﬂVIUVI@HLU@Q%J'HﬂﬂlIﬂ’J']&JL‘Ui'wq\‘i AITHLLYILLIIFAN LLﬁ@Qﬂx‘]Eﬂ‘VI 4.3 LLGSE‘U‘W

4.4 mededdlaiingamailuniswndy 1400 ssreadvalaeainnisvigumgl

£
= o

Pgavuazanusni TuILAnA I ILLLTINNNTY danalidinnuwdensgelu

'
1A 2/ U Aa

weitilathaanannmndunudipaianisuaninidegnduia neg e sduiivgiu
Jutlesnresinduiivuinvesniuilvgiiuly ensdanaliduaunld day

PUIBUUAT F9bavinnisildsunestnlnedanlaneanatsanuiill Fedivuinveas

Y

wiuUszaa 500 lulpsiunsuaznesineglundeafiiny (Cuvette) wansfagud

Y

4.5 Fadunasirnlddnsuiunszunnnsatasdunisiialuiiads Wesdriivuie

o 1%

vaagngulndifesiunesiiaauitll Mntuimesimsassyiiniluvinisyume

wadulnnilleulaeanlys Degussa P25 uanafagun 4.6 wuinnesinvsassuiiniu

a

ansagaduinadulnimidedlasenlealafnaziiluinisiingamgil 1350 e

U

waLdoa wuitunuiwisuainesiidanuialy ldaunsnasguinedaseds
vosonilild uidunuiwIonanrleatnainnaesamidu amnsansguing
wilpulassisnniosilfuazannsnduiaunldlaglaifnnsunnin uansasy
7l 4.7 meAdesldhnsiiemedinuuandsomesivisaoseinies FT-IR G

wanIRIguTl 3.2 wudmesiisaesriladuiluresimedySimuusndnuiainned

Y

paaNlaNANAU Waaiiausamdelamiluaunssnaintuiduneiniuanuiain

aa ¢ ! - i a ¢y & T A a a ¢ va o
NDALNDT LL@W@QU'&Uﬂ@@QW}L’JVW]UULUUW@\?U’W]Na@m’]"ﬂ’mW@aL@aW]EJﬁ V]'NIZJJ'J"U'EJ

I '
U a 1

=® a %z/ a a a 6 o IS o o 1 !
fﬂﬂmmiauuwj]umvxlaﬂmwaaqsmu—amaiuu Werhluvhniswnagliaunsanuse

'
=Y

n1sfinUfAseneendintusuiiotnannsilamiiiunesdinedySmu-teames

a a s

fanlananililuauddeves E. Pellizzi wazaniz?Y 1o nadesmu-rodmasuu

Y
(% 1
=

ariinulieufiseniudilaaneiuse (Hydrolysis) uivlesmedesmu-8imnes

sgdianulidenisinufisesendndu
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JUN 4.2 Bunuaviguaisiiaddlnndeulaesnles Degussa P25 wagauuwad

a

9aunQil 60 deFLTALTYH



JUN 4.3 JUNUNSINTTRMYN 1300 adrigaltus

Y

12

JUT 4.4 Buaunaeinsinigamail 1300 s iwaigya

U

a

a2



43

10 mm

T I I M0 T

JUT 4.5 Wstndesni

y. (n)

(4

UM 4.6 Fuauaviigualeiadvlnmdeulaeenled Degussa P25 wagyiniseuni

@all

amadl 60 samwa@aa 210 (n) Wound1991unall (medgsinu-8mes uay (v) NesuAd

o)

VN9 (WedgSmu-leaines)



a4

sUn 4.7 %umwaﬂmimmammu 1350 perLgawdied a1n (n) WE)qmmamumM (wa“

Y

WU-BWa3) kay (3) Waammnw (Wody qu LOAWNDS)

dauiunndratulunlosimedy 3 musisaessiafio Soft segment n1elu
Tnssadns BavlosuimodyTmu-Smesasiiaelanodtves R-O-R luvnziinesnimed
ginu-eamosazianslanedieames R-COO-R lngluudmelaneddinosnrely
Tnssadromtesinzdnubangu (Flexibility) snnnt lurnefianeliwedieaines
axfllassad1afiuda (Rigid) vlidaaundaussis (Tensile strength) find 39019
Fumguanisfivililassemosiansndanzduasguldind uaﬂmﬂﬁ'”miﬁ
soft segment Fumnsinai dsalillaadesnmmneninuienu (Thermal stablllty)
uaneneiy vesiwedgTmu-eamesiigamgilumsameafiaaniinosimodes

wu-Bmes esnmsiiniuselalasiausenivesneneandiauainvyasuela

vesaeldnodloavesiazorneulalasiauainnedssinuludiu hard segment @i

9.l

(%
YY) =

s ravuse AL sIuInnIe i we s 3 U-811e 5 wudieliaiy
Fouwdly WesdmedySinu-laanesavarunsamian1nlafin kA uIunenazyi

Y A& W | Aag v a v ' ~ v o a
P uslasis19nA ianisas1elassinevesinniaulaeanlanlaiu Tuumue?

WosmedySimu-dinesenvrzgninanglasaialineu nslnnudeulasenlealy

Y

o
oY 1

MusuAanisTumesiu uaraneldweddmesiudargaumginaransiuddu (Glass

transition temperature, Tg) AinNinaeldnadioainesilogun)in1sH1Buines



a5

g90u danalvirnlugdaveslosimedgTinu-mesinas delulsinnisgeuduay

lianunsansguiansilivlasesndlild venanniluhadulnndeulaeanlediwion

¥
a0

Tuuazden pH aglunmznin Fdwaliszaninveseunalnimidenlaoenluddu

9

= 6§ = a

UIn Wevhnsyusmenesmedgiinu-teames Jauinnsisaaiuusyaaulumyag

Y

vodaluaelawedioamnas MlAminn1sdanizuunuRiveaasilasnInesdinwed

gImu-dwesnusannvymsveilanieluaely

4.1.3 wandsnmswvesiagmaununszannnilledlasenlesannisdnasdaseing
H =] g aa ! L
NI MEAYTIU-LRAWR S TR R NuAN sy
< a an 5 a = 14 o D a
Fuamfviunsyuaduninmlledlaeenleuazinlus uwisigaumad

60 osrwalduaduszaziign 12 Talusazgninlumuwaaleuiioungll 450 ogen

waldeauazinswnsedulil (Soaking) MiNgaumgiidiluszesiian 1 Haluaiial

Y

WNansaaeMmUeIneslIeg g o wazaaisluaunun AUUINNSININTNUTLNA

a

FunesNgamniene 9 A 1350 fis 1500 s waidea
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4.1.3.1 Jagmaununszgnantnimieulasenled Degussa P25 #aIN1TNIN

g iumanataiy

(n) 1350°C (v) 1400°C

(m) 1450°C (1) 1500°C

(Y]

8 Tannaununszananinnillenlaeanlen Degussa P25 MHaNISLHNT

T (n) 1350 (1) 1400 (A) 1450 az (1) 1500 peALgaLsed

-0

2

g -
) inN

31n3UN 4.8 nunaneasdunuiwisuaininmdeulaeenled
Degussa P25 @1u1saduiUuazasusislainiiounulasesiannnesiilaly

mﬂammﬁmﬂm

9 9



a

4.1.3.2 Jagmaununszgnaninimieulasenled R818 waan s gaunnl

Y

NANAIAU

(n) 1350°C (¥) 1400°C

(m) 1450°C (1) 1500°C

a

JUN 4.9 Jagmaununszanininimiedlasenlen R818 naan swngaungil (n)

U

1350 (9) 1400 (@) 1450 wag (1) 1500 a9 LgaLted

= o s a o = ¢
"U']ﬂEU‘V] 4.9 WUINANWEULYUITUN W]ﬁEJ?J"G']ﬂlV]LV]LUEJZJl@@@ﬂI‘U@

a

R818 aunsndugUsarAsguTnlamioulaseseninasnlalunnamumgi
NI BYULAEINY WATUIUTUTANUNARILULLILNUAININNTITUIIUT
wisnnbnmilenlaeanlys Degussa P25 ULaziinNISWRAIUTINGIUYDY

FUIY
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4.2 aspusznauavasiggnannunszanininideulasanlys

Degussa P25

~ —_ e
) =
2 g 7 = S
5 2
1500°C n p
’:'5:‘ 1450°C
8
Py
2
o 1400°C
£
1350°C
Rutile |
1 1 | 11 1

20 25 30 35 40 45 50 55 60 65 70 75

2-theta (degree)

JUN 4.10 serUsznaumavesiannawnunszaninmideulaeenlen Degussa P25
VAINTINTIQ N INUANF1N

R818

1500°C

; (111)

?

ﬁ (211)
= (112)

~| 1450°C " ﬂ
3
g P ~
=2
21 1400°C
9]
£
1350°Cl J
S W J\,, A AN
Rutile |
- | L Ly

25 30 35 40 45 50 55 60 65 70
2-thetha (degree)

20

JUN 4.11 serusznaumlavesiannawnunseaninmieulaeenled R818 natN1s

U

g InLAnsneiu
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1Y

iTaanaununseanininitluulaeanled Degussa P25 NIUNITINNTATIEN
29AUSENDUNEAEMATA XRD NUINTUIUANIUNISHNHUlAUABUIINN @D U A
ulaglvdaunun wudedutaanaununszantnndeulaeenled R818 Wer1unis
WU biiAnnIsiUas UL Uasva e nYY é’ﬂmﬁmaglwélﬂwé’ﬂ Weosnduinanil
a | a = A v P ) ~
anuadies liAanswdsuudaadiegnlvinnuiow lufagmaununsegnlnmilioula
aaml%ﬁﬁ’aaawﬁmﬁQm‘wqﬁmumﬁLmn@mﬁuﬁ’u ladwuidnaan1silasunladund
U%mmWaglwa“ﬁLﬁwﬁw%amaﬂasm%’mLam WA LUUNSENANTSUA s uLUaIlUNNT
FnTeirvesaunIatuwldazu a3 o lnd luseninanisikg 1e99INNsANANT
= & 1 Y a v =l U 1 1 d! ¥
waaLfeuAalsndwalviianIsdns e lmivedaun1AlusENIeNISEBEINN s
2 a a | I3 5 o8 ¥ a a a a
LNINNS OLNUN BONTLaUlUNUIgaa (Unit cell) vnlAan1S8ans ainvadban i
(Lattice) MuAsuwdasly dealviinvessyunundnussuiuiuiiiinfigeiuvsoanadly
a o & v d' [17] v 1 &[’ a o o w[26]1 Y o a
n1536A5181 A 8LA5 89 XRDY et ulusnuiddeaee J. Xu wazae?Ilavinniswiy
Tulpsiauadlunisessuidulnmdeulaeanlan WevinnsiwsgiesrUsenausanie
WIALA XRD MU BNEDLUNNANANITHUA 8 ULUAIVBITLUNIUNANLL BLAUUS U1 UD S

Tulasiauiudulaei Avaassuiu (101) Fuduiardnanad waNAYaITEUIU (211)

VLT

4.3 lassadrsganiavasiaanawnunszaninmideulasanlyn

4.3.1 BviswavesamninismsielassasiganinesTannaununseaninimitele
ponlun Degussa P25

NFUN 4.12 WUIMUTUUARNIUNITENT 1350 eAnaaTeailuuInvesnsy

Y '
a v a

Aldadinaus dinsuruiniglasanizusianyu NN LY UL UTTIY

9]
a = <

funasturuiisesunnifunuisnsuiiounannsaaneivemenii dilvneluis

AuAnduYesing §savdmanennundwswesduay Sniainudnvunnidn

ﬂszmaé]’aayjuuﬁuﬁwaﬁumu PMNNIATIVFDUBIAUTENDUMLATAIEWATA EDS

(Energy Dispersive X-ray Spectrometer) LLamﬁjﬂEUﬁ' 4.13 WUﬁlﬁﬁﬁﬁﬂle%Lﬁau
& ¢

44.29 1Uasidud 99ndau 41.64 1Wasidud fudussrusznavvaslmmiianle

20nka9 TUTUINUARIUNITEIN 1400 DIALYALRYE TVUINLASTUN I ALALDLYULAEN
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M15799 4.2 A1AULTIIIVLTISnretsiannawnunszanantniieylaeanlyd

Degussa P25 Mgy iiuanenaniu

Temperature Max_Force

Q)

1350
1400
1450
1500

(N)

7.51+3.60
8.44+1.75
9.52+2.51
6.59+4.41

Max_Disp

(mm)

1.68+1.26
1.92+0.89
1.34+0.74
1.58+0.45

Max_Strain

(%)

25.12+19.01

28.39+12.28

20.48+11.20
24.30+7.41

2.37+1.26
2.39+2.11
3.69+1.23
2.57+2.00

Max_Stress

(MPa)

0.09+0.05
0.10+0.02
0.11+0.03
0.07+0.05

M15°99 4.3 ANANKTUTINNUSIBRvRLTaR nALUNSEgnIntnifiewlaeanlyd

R818 MNigauniuans1aii

Temperature Max_Force

(°O)

1350
1400
1450
1500

(N)

5.78+1.36
7.51+2.19
8.57+2.76
8.48+3.52

Max_Disp

(mm)

3.50+0.99
3.54+0.66
3.73+0.72
3.06+0.64

Max_Strain

(%)

56.63+£15.76

60.02+11.37
60.00+8.10

56.89+17.48

Elastic
0.1-1IN
(N/mm?)
1.20+1.09
1.04+1.24
1.65+1.53
1.88+0.77

Max_Stress

(MPa)

0.06+0.01
0.07+0.02
0.08+0.03
0.08+0.03
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M13199 4.4 wan1s3Asgianmaila Micro-CT vasdagnaununszanininiesln

aanlymnsanvile

Parameter P25, P25, P25, P25, R818, R818, R818, R818,

1350°C  1400°C 1450°C 1500°C 1350°C 1400°C 1450°C 1500°C

Total VOI
volume, TV 1022.20 1007.60 1163.8 993.01 993.01 993.01 927.39  847.19
(mm?)
Object
Volume, V. 10848  121.05  81.59 111.59  88.99 92.45 96.91 92.98
(mm?)
Percent
object
10.61 12.01 7.01 11.24 8.96 9.31 10.45 10.98
volume,
V/TV (%)
Object
surface 4088.00 4046.00 3148.70 3640.20 3864.40 4074.10 4007.40 3710.90
(mm?)
Object
surface to
volume 37.69 33.42 38.59 32.62 43.43 44.07 41.35 39.91
ratio
(1/mm)
Structure
thinkness 0.11 0.12 0.11 0.14 0.096 0.098 0.10 0.11
(mm)
Total
volume of
913.69  886.53 108220 881.41  904.02 900.56  830.48  754.21
pore space
(mm?)
Total
porosity (%)

89.39 87.99 92.99 88.76 91.04 90.69 89.55 89.03

Connectivity
density 40.65 37.28 22.29 32.78 36.41 44.70 47.57 43.86

(1/mm?)
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Mean +£5D Range

Trabecular porosity (%) 79.3+5.1 72.6-87.4
Trabecular thickness (mm) 0.15+0.03 0.11-0.22
Trabecular separation {mm) 0.70+0.10 0.56-0.85
Trabecular number (mm™) 1.44+0.15 1.16-1.67
Trabecular bone surface area (mm™) 16.44+3.28 12.05-22.46
Degree of anisotropy 1.94 +£0.21 1.71-2.23
Mineralization bone (mg HA cm™) 857 +41 790-906

5D values are a measure for inter-individual variation {n = 10);
HA, hydroxyapatite.

JUN 4.21 wan1siasigianninaiia Micro-CT gaenszaniileluseusinaninssingans

(Mandibular condyle) 4
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TBV Tb.5p Tb.Wi Tb.N / B; MSV
Specimen Site (%) (mm) (m) (mm ) (mm %) (mm?)
DR 1 R 7.0 0.79 104 1.11 3.89 9.86
DR 2 R 12.4 0.82 99 1.09 9.50 4.69
DR 3 R 16.8 0.68 82 131 10.26 3.07
V1 v 6.1 152 121 0.61 4.98 475
V2 v 10.0 1.31 122 0.70 3.67 22.8
V3 v 6.0 1.57 98 0.60 2.44 36.1

Trabecular bone volume (TBV) and connectivity density 3, were calculated from the three-dimensional images, and represent
three-dimensional parameters. The other parameters were calculated from single two-dimensional sections with the plate model. Marrow
star volume was estimated from three unbiased sections according to method of Versterby.!'”

TBV, trabecular bone volume; Th.Sp, trabecular spacing; Th. Wi, trabecular width; Th.N, trabecular number; M5V, marrow star volume.

JUN 4.22 Han1siasieviniameiln Micro-CT vasnszanitlelusavisulsudiuuany
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AN5197 4.6 DIAUTENBUNMLALIvRIENsUsENaUlansandaznlng

AMLUINAIUTAMTEIVY  ANLUUTULTNID

" Sldnmsou (eV) (Mass Conc %)
O 1s 531.00 40.41
Ca2p 347.00 29.52
Cls 285.00 11.00
P2p 133.00 19.07

M50 4.7 ssRUszneunaeiivasiannaununseantnnitludlaeenlen

ALANATUT ATV AUV TULTLID

" Bdnnseu (eV) (Mass Conc %)
Na 1s 1071.00 16.62
O 1s 529.00 24.58
Ti 2p 458.00 15.09
Ca 2p 347.00 1.83
C1s 285.00 15.46
Cl 2p 198.00 24.33
P 2p 132.00 2.09

4.7 nsvagauaNduiiviasenie
ndsmirfannaununsegnlnndeulaoonledvisasseiaugadluarssiass
vosaaluseneduszerioe 4 dUasifigungd 37 ssneadea antduriinig
AesgsimuTinasnlavgntindeiades ICP-OES evihnsiisuiiieusaandudy
FEMINATALAUINTFIURA AN TavAI8M0818 NUIANAL wansinlddsnlane

PINUBINNILAZ WAL EUNATULUAITINaDIUD AT USINIY LARIFINNS19T 4.8
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Juluansinanaveamailuganieg
Calibration Sample
Sample Analyte concentration concentration Result
units (pg/L) units (pg/L)

SBF Pb -1.615+1.016 -1.615+1.016 ND
control Cd 2.882+0.466 2.882+0.466 ND
Degussa Pb -2.702+1.144 -2.702+1.144 ND

P25 Cd 0.391+0.150 0.391+0.150 ND

Pb -1.455+2.554 -1.455+2.554 ND

R818

Cd 0.385+0.094 0.385+0.094 ND

uananigildhasiaoseanalusuniefiiunisusvesiagnaununsegn
Inndesleeenlediaesinduszezim 4 &ani ileRasansnisazarevesnsad
EmLﬁmﬁ‘ﬁumﬂmiasmmaﬁuami’a@mLmuﬂiz@ﬂ wuiilewSeuiiisuiuansians
Tushamedildriiunisuy lifnnsfianisiasuslasvesan pH Aatu Fawandlumsned

4.9

(%

M1397 4.9 A1 pH Adeuuvaslufiorinsugdunuiagmawnunszgnduia 4

dUana

Sample pH
SBF Control 7.656+0.021
Degussa P25 7.655+0.012

R818 7.632+0.022
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\Anveawadgsninfannaununsegnlnmnilelneenles Degussa P25 uansfagudi... 3
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GN
Y
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XPS wuINEluFUN LTS WUAST SUARTULAAIFINTIN... F9LAAN
a = T D & w1
nsdnasaraLAa@eunaslsanvimihadeuluiviglunisvasy
(flux) Fea1ntun1sT U Tannaununsegnilarunsanseudulay
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M1599 5.1 KANFIATIEITUNUMAUNYRITAgMALIUNTEAN RE18

fgmAtA XPS

Position BE Mass Conc
Peak Atomic Conc %
(eV) %
O 1s 530.00 55.09 40.38
Ti 2p 458.00 20.67 45.34
Ca 2p 348.00 0.73 1.35
C1s 285.00 2351 12.93
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Pattern : 00-021-1272

Radiation = 1.540600

Quality : High

TiO2

Titanium Oxide
Anatase, syn

Lattice : Body-centered tetragonal Mol. weight = 79.90

S.G.: 141/amd (141) Volume [CD] = 136.31

a= 3.78520 Dx = 3.893

c= 9.51390

Wlcor=3.30

Color: Colorless

Sample source or locality: Sample obtained from National Lead Co., South
Amboy, New Jersey, USA.

General comments: Anatase and another polymorph, brookite (orthorhombic),
are converted to rutile (tetragonal) by heating above 700 C.

General comments: Pattern reviewed by Holzer, J., McCarthy, G., North Dakota
State Univ, Fargo, North Dakota, USA, ICDD Grant-in-Aid (1990). Agrees well
with experimental and calculated patterns.

Additional pattern: Validated by calculated pattern.

Temperature of data collection: Pattern taken at 25 C.

Additional pattern: See ICSD 9852 (PDF 71-1166).

Data collection flag: Ambient.

Natl. Bur. Stand. (U.S.) Monogr. 25, volume 7, page 82 (1969)

Radiation : Filter : Not specified
d-sp : Not given

SS/FOM : F30=74(0.0116,35)

2th i

25.281| 100
36.947 10
37.801 20
38.576 10
48.050 35
53.891 20
55.062 20
62.121
62.690 1
68.762
70.311
74.031
75.032
76.020
80.727
82.139
82.662
83.149
93.221
94.182
95.143
98.319
99.804
101.221
107.448
108.963
112.841
113.861
114.909
118.439
120.104
121.725
122.336
131.036
135.998
137.391
143.888
150.039
152.634

-
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ONO-_2NNO-_2N=_2=2NOO-_2NOONO-_2=_2NOO0OO0O-_ON—_0—_2=_00-~000
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Pattern : 00-021-1276

Radiation = 1.540600

Quality : High

TiO2

Titanium Oxide
Rutile, syn
Also called: titania

Lattice : Tetragonal Mol. weight = 79.90

S.G.: P42/mnm (136) Volume [CD] = 62.43

a= 4.59330 Dx = 4.250
Dm = 4.230
¢ = 2.95920
Z= 2 Vicor=3.40

General comments: No impurity over 0.001%.

Sample source or locality: Sample obtained from National Lead Co., South
Amboy, New Jersey, USA.

General comments: Two other polymorphs, anatase (tetragonal) and brookite
(orthorhombic), converted to rutile on heating above 700 C.

Optical data: A=2.9467, B=2.6505, Sign=+

General comments: Optical data on specimen from Dana's System of
Mineralogy, 7th Ed., 1 555.

Reflectance: Opaque mineral optical data on specimen from Sweden: R3R%=
20.3, Disp.=Std.

Vickers hardness number: VHN100=1132-1187.

General ts: Pattern reviewed by Syvinski, W., McCarthy, G., North
Dakota State Univ, Fargo, North Dakota, USA, ICDD Grant-in-Aid (1990). Agrees
well with experimental and calculated patterns.

General comments: Additional weak reflections [indicated by brackets] were
observed.

Additional pattern: Validated by calculated pattern.

General comments: Naturally occurring material may be reddish brown.
Color: White

Temperature of data collection: Pattern taken at 25 C.

Data collection flag: Ambient.

Natl. Bur. Stand. (U.S.) Monogr. 25, volume 7, page 83 (1969)

Radiation : CuKa1 Filter : Monochromator crystal

Lambda : 1.54056 d-sp : Not given

SS/FOM : F30=107(0.0088,32) Internal standard : W

2th i

27.447| 100
36.086
39.188
41.226
44.052
54.323
56.642
62.742
64.040
65.480
69.010
69.790
72.410
74.411
76.510
79.822
82.335
84.260
87.464
89.557
90.708
95.275
96.017
97.177
98.514
105.099
106.019
109.406
116.227
117.527
120.059
122.788
123.660
131.847
136.549
140.052
143.116
155.870

=N 22N =N a
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-
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=

PO WRPRWOANAOR 2 2P ORAWRAONPEPPRONNWWLWNWONNN=SN= =

=
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Pattern : 01-082-1943

Radiation = 1.540600

Quality : Calculated

Casggs(PO4)s(H20):2

Calcium Phosphate Hydrate
Hydroxylapatite, syn

Lattice : Hexagonal Mol. weight = 960.97

S.G.: P63/m (176) Volume [CD] = 533.21

a= 9.46000 Dx = 2.993

¢ = 6.88000

Z= 1 Vicor=0.84

ICSD collection code: 078047

Remarks from ICSD/CSD: ATOM H 1+1 4.00 Atoms not located in
unit cell.

Remarks from ICSD/CSD: REM  F Position of (O H) group was not refined..
Test from ICSD: Charge sum slightly deviates from zero.

Temperature factor: ITF

Data collection flag: Ambient.

Jeanjean, J., Vincent, U., Fedoroff, M., J. Solid State Chem., volume 108, page
68 (1994)
Calculated from ICSD using POWD-12++ (1997)

Radiation : CuKa1 Filter : Not specified

Lambda : 1.54060 d-sp : Calculated spacings

SS/FOM : F30=1000(0.0000,31)
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