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## 4872510423  : MAJOR CERAMIC TECHNOLOGY
KEY WORD: ELECTROCHEMICAL DEPOSITION / CALCIUM PHOSPHATE / TITANIUM / MODIFIED
SURFACE

SIRITIDA CHUKASORN : IMPROVING THE ADHESION OF CALCIUM PHOSPHATE

FILM ON MODIFIED SURFACE TITANIUM SUBSTRATE BY ELECTROCHEMICAL
METHOD. THESIS ADVISOR : DUJREUTAI PONGKAO KASHIMA, D.Eng, 60 pp.

Improving the adhesion of calcium phosphate film on fitanium substrate was
performed in three different kind of modified surface solutions: H,0,, HCI, NaOH. The pure
titanium metal (99.99%) with 0.8x2 cm was used as a substrate for electrochemical
deposition. The substrate was etched in 2 M-HF for 1 minute before electrochemical
deposition process. The calcium phosphates film could be formed in a negative regions of
current density at -10 mA/em’ for 5 minute. The electrolyte used in this experiment was
MCPM based 20% V/V ethanol. The major phase appeared in the titanium substrate with
H,0, modified surface was monetite co-existed with brushite. The best adhesion of calcium
phosphate film to substrate formed on 4 M H,0O, treated titanium substrates was 7.06 MPa.
After soaking in C-SBF, R-SBF and n-SBF for 1-7 days, only monelite phase still appeared.
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waaidannaans Tnedfind Wiy Gafudsnlinanistianizsendnalduiulavg Inmilos

195 uarfaunanldnsiiunsadeuialanenianududan wu angmmidasldandos
1.4 sslagunmninazlasy

- s a R a | Al = P o
mw’]’mLWNﬂ?ZM}ﬁﬂWWﬂ’]’i&Immmt‘w'ﬂ\‘ﬁ/\l@mLw’mLGIJENW@@LV\II?]‘LI%MWIL‘LJEIMJ‘LI@LM?M

et ld1gesmn1enisinme



unn 2

159AINssuNSsH

2.1 N1

wradeneeasineas wreGFundudtunadanvaammduaisdszneuatiauilen
= o o a o o Y o ¥
Hanudranyuniswsanduiagnisnisunndinaansnsatiandiduiagnaununszgnls
pry P ' = . . ) ol o o
\Hesainiaandedlanisdanan (bioactivity) g9 denaliiaainseanisluniswmun

= dl 173 & d? 1 o o = dl
uAalgaNWadWaLNe TTUN NI TUAN S NINT L wilunnenaunulanzlnmiflaauign

a

=3

i liiudagnaununsegniiuliiiagiudaslanisdaninwsanisaenszgnludeanig ag
mldnsimdeuneaisuasiinuuialavy inmdasiunszuaunisndrAnyinaliflédan
P ] =
NAUNUNIZANNHANTES1IN9TIN NG [13]
= ~e o X A o | = ) Ly
Fadasfaauinuenaaiuaslszneunguuasdanaams tnsdaulugiudo
fthmanenazailansendacwilng GeiliszTaminsnisunnduazifluntionlunisvingu
= = ol = > o o = X o
nszgniniex lansendazni mddadnatssnialfaninsiiilunsatiailunas wananids
o Ay o8 o N - = et @ A =
Hluiling Felnuaniiinisnisunndsesasunannlansendazni ng aadunvraulanas
A = & A = & a = o
wasuanslansendazni ns vise luilinduuiisvednnmfenduansn lnanszuaunis
R WA Hesana R sain langungives uaransaldindauialaneniiglssdudon

landan Tueuddetiazld MmcPm  dugidninglasd anwniaenldansatiniitiasann

MCPM luansidlaniifnisazarsaninansanlunguuaadanaasinnaansoaiu (1]

2.2 asusznaunguuaaidannadineg

2.2.1 Monocalcium phosphate monohydrate (MCPM)

MCPM ludauilsznaudiAryresgiideseams fintuainnsnsesiunesmaiu
H,S0,, H,PO, %78 HNO,

analpezunsunudnaniazaugegaulaazunsn Aaqail MCPM uaz CaHPO,

'
A I

(Willne) anmariy aqueous phase nanvAa NQOINAR 25 °C  @rsazanaidaulszney
P,0. 24.10 Wt%, Ca0 5.785 wt% WArANUUILUL AR 1.3018 AIANTII8IATAZANY AD
1.1436 Ngouuqi 25 °c uazanalaazunInuanadINI9aza18aed MCPM AZiNNIumN

DOUUNH
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ol Ve it W~

- '
]

‘3 i
i

(E T .

- e d .

x ~40rc— ” i

. '\\\ e 2

3 = "“-.\“ sorc

B

o g il .t

¢ L e \

" -\.\“‘ o™ d’?{pﬂql

g 100" C =" e

S S—T 6T 35 0 % [ 70

Grams Of P:0s Per 100 Grar's of Solution

U7 2.1 wunRnisaraneludaiiiunse ol grungiinseiueesszuy Cao-P,0,-H,0 [1]

MCPM Hipsea¥1euud triclinic uaziadasluainie usazgoidainnguuuni
108 °C il MCPA i5ansa€@4 calcium pyrophosphate baz e N ANNANNTW MCPA A
AnsiFeesnveuandu MCPM atinedne) [1]

dl' o a o dl | o a 9 1 A =

Wern Innillanduamsai e un138 AL RawAY NIHIBNIELIUNTLARDL WARLT S
Aagwnlaedaad Wil Ioeldansazansdufiresiuluwaadaunazinmn utulawmsmnlueni
uaaiHAMNdNTL 20 % TaeiFuinsdudidninglas a1sndunszfldazidunaeaiuil

el uazuglasidunan ddayaneanuuglas wasludlng aail

a

2.2.2 Dicalcium phosphate dihydrate, Brushite (DCPD)

=

Dicalcium phosphate dihydrate, Brushite (DCPD) ﬁ@jmmﬁﬁﬂ CaHPO,®2H,0 «
TAg9aF191TluLUL monoclinic AN RATUILUININTANAZNaWaadlansandazwi lns

uananil fanudideuglafaanssnazlfidulansandasn ndidundnsusigaring [1]

2.2.3 Dicalcium phosphate anhydrous, Monetite (DCPA)

Dicalcium phosphate anhydrous, Monetite (DCPA) ﬁ@mmﬁﬁﬂ CaHPO, i
Tasea¥reuny triclinic - 39lidsngdiintuuazinesdesiunisldanulunieiunnssy us
agalafimuinigseuainnisdnedion XRD dndponuduldldnaznuludindlunsegn
TutilndddnanisazanelddesndiuglainieldNeulanguugiung wazanudu

dl 1 = " a é’ Y g o a =2 a 49( 1 ¥
ussnIA ap1adnTuiling enafinauldtesndt mezdnsniaiananaziinuatneta

=2 Y1 = & a 3 ' rdl IS4 <3
nouwddnTudtlng aziatesvaandnuglasngnimgiesinau [1]



a (alrinm

Phosphorus () g: Q) ; o)

SR e N

ZX}_ Gl

- N
\
nj: EJ ( f{r‘_;n

917 2.2 TaseaFensdnGessaneazaanluluidng [1]

2.3 Tvnilan (Titanium)

AgsinTangnmislanunldenEnsulutl A 1952 Inadiunldnidluadenviiey

Tunnansunng Matiiilasanniang nnileuianauianuanzauaialsznisie

a o o =3 Yo = a 1 = 3
®oyuavuniun ‘QSLVI‘HVLWJ’]TZQVSVLV]LVILNEINNWW]’)’]MMH’]LLMHLWEN 4.5 g/cm

£ o, < @
FIUANU TN UATIVLITAUUAN

]
o o 17 1% ' = '

" JdiasTanAeudiegs Asdusnnaeiansanilaniaaunmin (Strength  to

q

Weight Ratio) fﬂdﬁﬁ’]@x‘i

" JqnnaaNLuangaAe 1670°C dednladilulanzinuanuFeugs
(Refractory Metal) aiiauile

" pusanisiansaule v luusrainialaasialduazlugnseiunsaiio

1
o M v v 1

" gunsnAan wANninasiangeet s uingumgiiandiqaitienuds

£l Kl a 9

v vy
o o =R o a

Tarvasananvaslanemmiland 2 anmeieiaudiuanund Tasas1aNanuey

Kl a

|
=

Tanzlnmilanngungiiviasiflu hep (Hexagonal Closed Pack) LH@guuyiiNNauAuDs

Kl a

882°C TaseaFrareslavelnmitlanazitaswdy bee (Body Centered Cubic)
TanzInmiflauisgniainisnsansaiuene uaziinlanznanniauansa

Weanunung anfieiu Ti-6A-4V, Ti-5A-2.55n uag Ti-2Fe-2Cr-2Mo



#3799 2.1 anrTan1enien naaslans lnmiiias [14]

MnHtaIaTAaN (Atomic Number) 22
e (Atomic Weight) 47.90
qauaaNual (°C) 1670
qainen (°C) 3130
ANMLNLILT 20°C (g/om’) 45

WaNATINIIINLAaT (Lattice Parameter)

Inwilangan (hep) 2.9503 + 0.0004 ‘A

QO
Il

4.6831 1 0.0004 ‘A

O
Il

c/a = 1.5873%0.0004

W miden (bee) 7 900°C a=332A
@mugﬁmﬂﬂ?ﬁmﬂm a2 (°c) 882
ANNFRULENTA9INNTARNLAY (keal/mol) 5
T TN N T e NS AINE (kcal/mol) 112.5
A aunsTaIntsias s (kcal/mol) 678
ArsFELs g 15°C (cali®Clg) 0.1248
AnatihAuFeud 50°C (Wiem°C) 0.154
nsEu g 20°C (ohm-cm) 42.1x10°
ALY (VHN) 205
ANNFNLLIA (psi) 43,000
ANNER (L=1") 40
dauanuTnTFn (%) 61

Tavzuanaas mmitauanantialedlu 3 in Aa

1. Tanenanaeslnnflensiagana (Alpha Titanium Alloys) 1w Tanenanseudng

Tavglnmbaniueinsng o i lansuanefindanadasuinadu iy Al, C, O,

o o

N, Sn, Ni waz Cu AnantFreslanznaniatananasu o line Hindsiangs

v ] a ana a o o A = ' =< 1l
mmmumummimmﬂgmm@@nmmu mmmuumummﬂm Lmeﬂugﬂ"Lm

snatinalanenanilonn Ti-5A1-2.5Sn
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2. Tanznanveslnmiflengfialusi (Titanium Beta Alloys)  laun Tanznansymwdng

Tanglmmdlaniuanssig o i lilavenansfinusiiadasuinau 1w Mn, Fe, Cr,

]
o

H, Mo, V, Nb uazTa Hpmantiflaaiolife dn1dsiangengmuginsuay

Pn)
2
~

D)
pud)}

L
Lo
20
=
=
2D

frUMNNALUNaNg (Moderate  Temperature) WAYAZAAAILID

Uffisendu 0, e n1saugine HAviuwiian Ductility) 49 Tanzuanlu

=

Usznnillaun Ti-2Fe-2Cr-2Mo, Ti-13V-11Cr-3Al
3. Tavenanaeslnmmnilanaingann-tusi (Titanium Alpha-Beta Alloys)

Ieun Tanznan nmfianiusssing - ivaesstinfananoudadnasiu Geazinli

(%
o o

TAsaaF19reslansuansananlssnausqadannaziufnlumnanifenty  fadi

Auantifvaslanenaniaslssnauiadneraaiaasmiasoniu Hetiauag i

' o '

AuUNANLTI NIRRT AN waTIUANNas Fatinguaslansuani Taun Ti-6Al-

U

v Feflulavgnanaas mmidaandnisldauniniga

2.4 AN TN

WA (Electrochemistry)  iludnanfuananilarasdsial dnfaganuduiug
seudg i Aunisulasundamnaail uannisaasai i lagninlddsz g nelldlu
nMeANEIaNTRAICIMIGARNINNY Aat1adu nsAnedsngnisalnisinnden

=S I's aaa o '8 a a 6 a a oy
nsAnsnalnuazaauARiresljisean1sdunszianstunse uazetiunaddaslnily uas

g lduann1aR AN TR Azl s

¥ o i £

Tunsiedniln Fesilsznausedouilsznauddyetinetiasngn 3 dou A 4w

o

|
&R

109471382 a88LaN N7 186 T9NdulsznauNINARNE N1 TNNIEwa e douraada lnin

|
= ]

= o o A, - o a & -
(electrode) SINLﬂumm‘wmm‘ﬁ@mwmaqﬂmmmf;mm uazansazanadianinglas uazdqu

o o

aaving Ao gUnsninsadndtyynsvin Seenadudng vidanszua [15]

2.4.1 1 EaatAN WA

Tuagdni i 1 madsiaslsznaudaedalWinatnatas 2 49 quagluaisazane
aianinslad 42TWd0 1 daluasazanad@idninglasd wiesasagad (half-cell) 29988
= dl 1 dl v a aaa o A a aaa = I
i A mtie uiazeTaaadsaufinljisefuvseneBidanseu (Uisesaand) lu

v 1

ansazansaianinglas Inaddq WA Tufn TN 195U d9maaLanATau ATLTAANH

aa o

Uffseneendinduintu (medidnnsen) Faniudouelun wazdalnfinzesdnassaading
U]

v
G A o

aa X o
Arengsndunazuie dauaina
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Battery

Dilute H,50, solution

Oxidation Reduction
2H,0(l) —= 0,(g) + 4H*(ag) + de~  4H*(ag) + de~ —=2Ha(g)

77 2.3 nedpumadiai I [16]

3 = 1 | a 9/ A e A L a A
AR i i 2 sfianiuninreasad Ae wadunainyieisadioan,
an uaviaadBianinglas
- a = a P o gy o v @
adunantin wreadlnanian iusadmioutin lindsuliiy Suilunazes
nsiinUfAsenda linisaesreumadesnasailiasadiane Winnislnazesdidnnsen
andqueluallfdowatneg Tnanusari ianieuen

wagadninglas iWuaansesldndsanulniitanaeuen Tunsinldandjisen

%4
=< o

IS a @ « v o a aaa 1 pry °
Lﬁllﬂ.l’f]\‘m%‘ﬂL@ﬂi‘l’lﬂ@ﬁﬁ]’]ﬁﬁlﬂ\‘m'}? m?mLuuvl,ﬂ"nmﬂgmmiummuﬂmmmmmuﬂ

e i lugaesdnen a5 [15]

2.4.2 UNUINLTIAALAN LW

lddrazidumadunannfinusaimasaianinslad nasfindisanisiuuaszas

a @

d@l 3 Y a Y v a 49{ dIQ £
aanmreulugnrazany 3annliinanisvaresnszualuneasld Feafiniuiiontiaes

v
o

Aol iy Inalesauainansazansdidninslasfesinisinaaudnaviagnianiung
- o Y . a | 4 oo % | :
Aonnaasda il dewnazifianscuoudsiiulszqusedidnnsoudiusessasendng

an3azansiuRanTinaada lHNdu [15]
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31 leaaulugansazans (mass transfer)

laaauaasansdianinslasluansazans gnwaliédsdandaasinlnfnlgdaanaln 3
WUUA2eAY Ae Tuingduw (migration) N1TWWS (diffusion) WAZABULINTUNTENITNA
(convection)

Tuwnsdu (migration) un1sirdeunveslessunielfaninavesaurnlning
- X Y 4 .z d Y
nntuluasazanatii Inglesauuaniedaeuiinnidlay wazlesauauadanllniedquan

& Al A o A A a o > o X o

ANNLFI229N197 laeaulARe W dN Y1 WTeLaeuaanaNNRInEN28999 TN anaLNNTWYTe
e e o % Y
ARRIANNLAANET AR YRad AN T

o 44 » 4

nsung (diffusion) ilunisrdeunvesleesumilaluanaluaisazaiaainisnmi

= b7 ¥ 1 o a dld 7 ¥ OI 1 ! 1 a 1
HAMMNLANUUGININ ldfarFinaunianududunindn aundtazldifinanuuanstazes

1
a

AHdind dRaAdnmiFaresnsundiudndaulnenseiuandndunsinaiy
AAULINGY 1TAN1IWA (convection) N197i laasuluansazaragnwidinm vieaan
ANt i SudunaainAuLANFA e U INTaANNMUNLLLTaIANTA YA
A v ] A !
wrasaanalnaneuen i Tnanisau vidaetnansazans [15]

NYUAUNIN R vEN T AN

Tddnlesauaasansdidninslasd azgniiwiainansazanaundeiouiiaesdnluin
y dny v 4 e da X d s g% 4
foenalnilinanauiudavdelifiniu nszuaunisiiiauiassiaudivesdonia daiu

saesiaszudnvdaininAuatsazaradidnnelas Wulhlldluedlaetnmis dwanslugly

1%
o A4

2.4 pNUAR

fleaauvratszannseiiontindaiiln a1u1snd NTREARTEUINNENTATANS T

q

a

a 2 i’/ i// = aaa o a d?{ aaa = &\ dl

Aontidalnfntiu uaslidjisenaeenisfunazae@ianaseuiniu (Uiseisaand) g9
duldarnngresised Fonnszuaunisiifinauildn “nezuaunianiman (Faradaic
process)” HaANFI29NTAANTTURNNINTmaNATR AN AR Ivareanszualu

agasraaasai Asiule Fendfia nszuanisman (Faradaic current)
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faluir  sr7arany

ff— Red (n)
e % —_— ox’ N3NNI INAT AN
‘ 7
Red=0x"+e’

DI

(8)

NIruINNMIaAY Iy

DO

DO

(uauMIINABN)

DO

717 2.4 uamanszuaunisiaTuda lnin [15]

'
a

o = = a o Y = : o Woa .
fnleaaureiszqignnilnieniiaesdalwin Weeusigngadulinsnmusense
1a9a17azaneniuda i lidgisesaendiinau Inadszangngadulilinsasionss

a = ) a A o = = A o X |
UTLITUTBREF DU Iu?Zﬁqq\jﬂq?Lﬂmﬂ’]?l’?ﬂ\?WQNﬂ’]?Lﬂ@ﬂuLLﬂ@\jm@\jﬂ?ZLL’&ﬂ?@ﬁﬂf_ﬁﬂ/\lﬁqmuum

a

P A = v oV i a o a X X,
ﬂLﬂuLWﬂﬂ“ﬁquXV]ﬂq?L?ﬂQM'Jﬂ\TVLNﬂ‘[5] FENNIZUIUNINNATUIIN “NTTULIUNITUAUNITT

a ) ” da X o X o ) a
AN (Nonfaradaic process)” NTTLANLNAAUTIUUSULTEIND NTZLAUAUNIIILARN

(Nonfaradaic current) [15]

243 °f|’$'ﬂ1/~|“3§|’l(EIectrodes)

WA WWudqauilsznavaeusazasaaastal A HausinniusanunTudn

6o [ 3

paliansynInNansazatedianelas wazginsniindnyoyniluiln e lkasussastviln

aflusiaaidn lnflat1etias 2 49 Aa douaTun wazdquaTng

b

nagndfisanad Wi dalnfisaesdainatadresiuidninnunnsneiu tng

T A uileazgnldidwiesdansdeia liasussasinfwintiunudy o dalingnsial

o

NasunaTus Fandq Wit “dqlnfne19849 (reference  electrode) ANHLLLANIZIBY

)
v

T INA1E198e Aa Adndaasdqlidlaanizildulsninnisvavsesnsznalusgas

dnfudafiuuuueninanlsdluganas nslasuudadlaluaisazatsduiunaann
a aaa o 1 a 1 1 o Cs a i’/ AJ 4&' o 2 all 3| ?/

nafnUfiseveansiaesng aziinaserAndaasdndaninviiagaimnsndudauaine

2091988 wazFenTadn “dr i 14w (working electrode) [15]
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Tuunamatiaanflusasidn Wi saidniuaeas 3 49 Fanda AR LIUN1E97
2N

919980 (counter  electrode) utinfilanizaasda WinFan aziflugidaslunsdaeinu

a

AdanATau vizanszwa laedn i 1t Tnslufaaniuda IndNdn9Beaadqas
AN A ad N Aa 49 lWHNE9R9 d9 AN F 91 wazda WA Nl

nsasramtAn WA e A9t w Wuwinazdaulsznaunldluni1snida WA T i awiu
wasanda i ndugaun ldinnsemenscudvansazanadianinslas wazeilnsniin

Ayryraulila druaasdalndinfisadugnsalfndyyrudniduasnsatiiivedsie

o
v

adnmsaulilfiginsniin anduaesda i nduluarsazanadianingladidoulsznau
wansinsiuldauusdngsrasdananigldanm

dn WA E1984

'
o

axadld o :I/ ¥ a A J o oAl 1 1 A dp
AuantAnneludneizaasda iing98s Ae HArdndnuduen luudsveauiu

a

nalasulasresnssnalingas lHautudaullsenaurasgnssionting 4alnHla19aenAfas
Haoutlszneuassn Tulasuulasiadaiuly uasliulaasunugnmnisog

Tuwmafladaad AT ugfeesmdr IWAdnan98e Wadoae limasiad A psLa9as

Yy a

duiaindsiiaanlddn Wi danas-ganasaanlss wuda Wingeds

A9l Ang1989Faas-daaiaanlesd iunaanuianiasnlanziiuquaslu
ansazansdnsnvasinunadannaaelsd danaiaaalsd doularaaasmaasuialuuedungu

Tuanwduuds Audovaesinumadanaaalssiuansazas [15]

] '
Qu/doﬁLQII Ce

VANANE

o

Andinlninanes-danasaanlss 29inmlda1sA0NduduaNs) 2990

'
=

dalWinaasianes-danasaanlsfiuainiianne uazulsangumgRlaia

WA Fanas-gdanasaanlss 1daulaacineandieaieuinndda lindnsaeniia

=

Bu ApnuanTRlany Ae

1.nugnmnAligea 275 asAtai@as wsnzunn1suisesEaNTauneadeg

1 o

2. Hﬂmn\?m_lmmvmtl‘vmu’](aqueous meiuum (non-ageous)

3. auaveeda A udnagn

2.5 ArsazananianudnturadlasaunlnalAssnuasazaeluiaa auaany e
(simulated body fluid, SBF)

\Weaann Kim et.al NA199IN92LUNNIAA bone like apatite UUIAANNANNT R

q

N9TANINAINTTLRATW LA LW simulated body fluid (SBF) Af d13azaneiiadnsiduduaes
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leseuiilndiAnsiuansazanelutindessesuyed Tnadaguszasiaaanisld SBF & 2 4e
wan< [17] Ae
1. naseumadasuulasrarasuaadaareaiadndeinfanmnauwnulddnllly
fmeresyetasfansdauasngllanifavielsl
2. ldmmasauninddsumaresaaifaureamniduesnnnduazldvuns sy
fjm"l,fmqﬁqmw‘lumiﬁﬂnaxqﬂmﬁmﬁmmLmuriﬂuﬁ'%ﬁﬂmimm@m‘luzﬁ”m'mmm
simulated body fluid (SBF) Qﬂi%mhmwéumﬂLﬁ@sﬁmm@ummﬁm bone like
apatite LLFagnALNY a1needl 2.2 C-SBF asillessuresnaelifiigs uazlenauses
lalasiauanfuanisnninluindestesysd dau RSBF avillessuzesnalssuas
lalasiauanfueiwminnituazgandn Amasu il 2004 Takadama et.al léiaue n-SBF
?ﬁq@mmmL%’m%’uiﬂﬂﬂum@am@@iﬁ‘mﬂlﬁwhﬁuﬁwLﬁ@mﬁumwwﬂ' wazanAIANNITNT YD

lalasaupfuein lwindy C-SBF [17]

19797 2.2 innaanudndureslesausieinuluansazane SBF aliasneFauimiey

fill blood plasma 1898y [17]

lon concentration

2+ 3-

Na’ K Mg Ca Cl | HCO™ | HPO,” | SO,”

human blood
142.0 5.0 1.5 2.5 103.0 27.0 1.0 0.5
plasma

Corrected SBF
142.0 5.0 1.5 25 147.8 4.2 1.0 0.5
(C-SBF)

Revised SBF
142.0 5.0 15 2.5 103.0 27.0 1.0 0.5
(R-SBF)

Newly improved
142.0 5.0 1.5 2.5 103.0 4.2 1.0 0.5
SBF (n-SBF)

2.6 NAIUIAEDY ] NLNEUD

AsAnEINITPAaLRANLAALEa e p LR InmTaNduginsa e ga R lnHn &
ANTANHIBENNNA191919 wanAeTulUanszua WA wazdianTnslasnld 1wy sousa

a A a6 = ¥
grunniuaziaan lunispaeLNdNwAamLNaamnsge
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annsAnEnNsede L duLAadsnnednuulnndanduansnlnadgial N
REmAn inawlasid

J. Redepenning uazanz [18] T A.A.1996 FAnwnsnaauuglasfunlansaunuy
nalneAaiailliin uarldansazanedusaaes MCPM Whiddntnslas Irinszualniing 1-50
mA/cm’ azwudAauglasfuulavzausuaa wazazaoudulansenteswindifletinlud
14 simulated body fluid

J. S. Chen uazatie [19] 1 A.A.1998 lHAnenaiiauaadaunagmauulnmilay
Fuamsalnedtedlni lnefinnadneniueaadlulugdninglafiiefingnsnisfanan
5031 TaeldAauansdnem 5-25 V ifluaan 1 90l nudrAnmasedlansendosnnng
uazug lauulnmitanduamgm

A.Osaka uazaAtie [20] U A.A. 2001 laAnensiinezn insfuulaves nmillay
soamailaad Wil Taeld caNo,), udidaninglas wazudsnisldnszualniniu 2
Funeu Tagludunauusn axls anodic voltage 705 v ifhuaan 1 4alue ndsanntisls
cathodic voltage #-2.0 V 1fuiaan 10 w7 asnudnduiidauulanenmidtouazidy
Ca(OH), ndeanmiurinluuglu SBF aznudnfansuaeuadylansendeznnng anely
12 gl

M.C. Kuo wazame [7] T a.A. 2002 laAnEn3annsiedaulansandazninsdlneda
AR Tanszuaunisedidiududsnnsfiinanla Hesannaiunsavnlifiguimnitedis
‘LumuﬁﬁﬂﬁﬁmiﬂﬁﬁudﬁLﬁmug”LsnﬁTLﬂuLWwa”ﬂﬁmemiwﬁ‘ilfm wazaziiailunaneslans
andezwindfinszuglrnnndy 10 maem’ 3ol Taeazilrnauiduidenedd 106.3 MPa

= @ 2 a A ) 2 y  aa 9 4 ¥ A
F9aZL]WANNNTEARANANIN A9UNITARDLALYIE Plasma Spray @ZlﬂﬁqﬁquLﬁUL'ﬁ@u

'
=

\deagf 50-60 MPa uazfniflunisiedeudaeda Soi-Gel arlfirnAnududeuadneri
20-30 MPa M1NasL

J. H. Park wavAnue [12] 1 A.A.2005 THANHIANHLLIRNIZIaINANLAALT S
eawmuulnimfonduansnned it uuazsiunisdaudsiafae H,0, ANdNd 5 Tu
af lunan 24 dlug ndsanntiuti et uansanerirnuuasllinunnsfaulsfiann
aeUTfuLAaEauNa g AdaensyLaLn A Wunan 1 9alue TnalFAanusing

o &

Anel -2 v Inelld modified SBF @ilsznausae NaCl, NaHCO,, K,HPO,.3H,0 uazKCl i

' |
o

nawdudianmslas {1 pH windu 7.4 wudndalidliiansdaudlsiiagon H,0, aviiaiily

Wdnassuaaiaunaamanidnwusldidunaninaiunavrasuglosd Seazilawdunan
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paslansandazwinsla ldmin usiledunisdaudsiiafae H,0, udadaziunaiunug
a YV o = o a [ =® a '
Aoldiunnidanduaimsauazazifadunanaaslansandazwi ng

W. J. Shin wazAnue [21] T A.A. 2005 THANINITARAUNSNLARTENND AWMLY
mndenduamenlaedsindinfntaeliacns1edngn 10 v guugil 60C  uagld

a o

A198za18 MCPM Avidind 0.04 Twanf dudidninglas wudnlfinasesuglasunians
Ty wdsaniusin e tuansefiiiuniseaeuilduudanurliluaisazans
Tdenlansenlas Wunan 1 4ol nuduglafifansdauadulansandeswing

aziudnanneaseiinuan bidglananafednrnznianieninaesiuiaidy
waadeneaiman udl a.a 2004 1ETaA%E909 019381 [22] RANEAAINNLANAN
vasdianinslasieniafinfidy uavdneuriuiiresdlduaadauaamnuslnmioy
Fugimsn Tnenudniieldansazanedusaaes MCPM lueniuaa 20% laenBuinsiiludidn
nslad azifnluinduazugladiafaGeuninniinisldansazaredusaes MCPM luri
daudidnenneaasiitss@ansnmlunisin i desndiaidninslaflussuuansin usili
uAdiag Henueaiiies 20% e Bunaswiniy fiediheFunaafesdnias

Q. Zhang wazAndy [23]1T A.A. 2005 TEANEINNTAReLLAATE NN g ALLIany
Tty el 9aaed i Aaausedng 2.0 v ifluean 10 17 uazldansazanaaes
NaCl, CaCl,, MgCl.2H,0, NaHCO,, uay HCI dudidninglas Inaneuiaztinlans
Inmilanlldunszuauninad Wi ddnTavglnmdenliuglu H,50, uaz HCI Wuan
1dalue fguuunfl  60°C udearnduneinlfAzeaR Infudanudn Eiduilsuses
octacalcium phosphate (OCP) vutnlang nmidia

Z. Y. Yuan wazAnue [24] 1 A 2006 leAnmnisinialansandaswalnsdun
mnianduamsnlaeddnd iy Taald ca(NO,),uaz(NH,),HPO, Wuasazanadianing
Tasf wazlfiAuAadnem 13V aznudiAnuantedlansendasnnndiAsauuufiaze

Tangnmislaudugamem
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electrochemical deposition
surface
Name current Adhesion phase
modification electrolyte
density
J. Redepening ) Ca(H,PO,),,
N/A 1- 50 mA/cm N/A Brushite
(1996) MCPM in water
J.S. Chen CaCl,.2H,0 + HA,
N/A 5-25V N/A
(1998) ethanol Brushite
1)anodic
oxidation Ti
used as
anode 9.5V for 0.042M
A.Osaka Ca(NO,), and
N/A Thr. 73MPa | Ca(OH),
(2001) 0.025M
2)Ti used as NH,H,PO,
cathode
at -2V for 10
min.
1- 5 mA/em’ 0.042M Brushite
M.C.Kuo, Ca(NO,), and
N/A 106.3 MPa
S.K.Yen (2002) 10- 20 mA/om? 0.025M
HA
for 5-40 min NH,H,PO,
NaCl,CaCl,NaH
J.H. Park,et.al. 5MH,0, CO,,
2V for 1 h. N/A HA
(2005) for 24 hr K,HPO,.3H,0
and HCI
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electrochemical deposition

surface
Name Adhesion phase
modification current
electrolyte
density
W.J.Shin (2005) NaOH 1 hr. 10V 4 M- MCPM N/A HA
NaCl, CaCl,,
etched in 48%
Q. Zhang, MgCl.2H,0, OCP with
H,SO, and 2.0V
Y. Leng NaHCO,, N/A thickness
18% HCI for for 5-10 min
(2005) Na,HPO,.2H,0 of 100 nm
1h.
and HCI
Z.Y.Yuan,et.al. Ca(NO,), and
N/A 1-3V N/A HA
(2005) NH,H,PO,
A.Rakngarm ) MCPM in 20% 7049
N/A -10 mA/cm Monetite
(2004) ethanol (4.12 MPa)
HCI, NaOH, -10 mA/em’ MCPM in 20% 120 g
My Work Monetite
H,0, for 5 min ethanol (7.06 MPa)




unn 3

A8ALUUN15IAE

. - e X A . =2 a A e =
TrgUsrasAraanuleiinediudganistinfnsrudnslaniaaidauneau i
= % ] o a = o/ 1 ¥ K o 1 &
Inmianduangalnaninissaulstiorasnmianduamsnnauuaiagsinldeun1aeaay

Aduupaldeunagmaaed s IWin

3.1 9@puard1sART b lun1sNaaag

3.1.1 nsaandstiauaslmniianguainsm (Surface modification)
Yusulanzlnmilan (99.99%) 1u1m 2x0.8  wuFNAslUudluased Tnelu
NAdatiazAnn lunalansanaasn (HC) lamanlansanlas (NaOH) waslalasiaulas

aanlas (H,0,) NAoududu 4, 6, 8 Tuang unan 24 dalus Ngmunnivies

3.1.2 nMswmsaNalaninglas (Electrolyte)

asdeduresnineiandidninglad e luluwaa@auneanalululainm
(Monocalcium phosphate monohydrate ; MCPM  Fluka with purity = 85% ) Huazans
Tuennueaniianududy 20 % TnetFunasauldifhuasazaneduda daneld 24 dalus
nsesnznauaanudalfientzdrularesansazansdus uazldansazanedusaaesluly
uraidturaamalululamsalueniuen 20 % iuasdedulunsind§izeedllvitonn
A%

3.1.3 Mawasanda i

seilauglnmidoadiinunisdautlsfiaudavinnin A uda Wi 1%au (Working
electrode) Taeminusinlavy nmiauanidendaaaanasunsuaziinlildluvasauda uay

finsneng (aradite”) Aagii 3.1
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AVANDILLAN

NARALAY

n1q

Tanelnmidlauneinunissnustiaugn

77 3.1 wamsda i Ideunwzanantans Inmidia

ﬁ@ummﬁ@u’?\lﬁunﬂﬂ%ﬂ azdewinaauavenainvesusulane lnmosisinunns
paullsiaudasnansalansengin (HF) 2 Tuans iunan 1w derianuazenaialany
LavindaTldunanlafiiAnTuANL83INT A (native oxide) Uninreslanzeaniliauanniiy
sl udgralurinfiiunssuauninesdessluda Wunauu s Wit maldirsesdusa

bkt
3.2 MsLesaNNaNLARLTaNNa®i WA

nswanianuaadsuaginnaz s i Inaglnsainldluntmasaaily
wisaslninuTeaaunn( Potentiostat 31 PG-30-Metrohm ) § Ag / AgCl electrode  1ilu
dqlANE1984 (reference electrode) waLld unammsin (Platinum) 1udq lnfngan (Counter

electrode) viaaiai WA ldlun1masauanslugly 3.2



PS

&)

©

RE WE CE

Electrolyte

RE: 92 Wiin8ne5a (Reference electrode Ag/AgCl)
WE: Fa 1w 14 (Working electrode Ti)

CE: daln#san (Counter electrode Pt)

PS: winudeaausn (Potentionstat)

V: Tasidimas (Voltmeter)

A: wantlmas (Ampmeter)

Electrolyte: Saturated MCPM in 20% v/v Ethanol

2117 3.2 SNl adiA T WA

al

22
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drusunsznd A nldlun smsanidunaadaunagnm TaaldiaTasininug

aaaunniuunasatanszualiin Aa -10 mAem® unan 5 w9 U7 3.3 azuanIunull

iaelneagy

utiulanelnmidlan (2 x 0.8 Tu.)

A

siaulstinTane nmitlan
#ngl HCl ,;NaOH and H,0,

Ngunnivies e 24 dalus

v v S A, a a
ANfanEUNITLINNNTTeIdend luTa

A

Inwlendugdingm

A 4

wWuaan 5w

nszuaunAi IdN Anszuglndn -10 mAcm’

Aduupadaunagnuulnmilanduamsm

Wil SBF
#137°C, pH 7.4, 7 T4

A

ez RduLAa T auna g e
- ﬂ&'m@@mmﬁmmm(ow
- peaendisdanunendu (XRD)
- ﬂé’ﬂa'ﬂ@mmu‘%Lﬁﬂmﬂw,mm'mnmm (SEM)

- vedeusesdngal (ASTM D-2197)

NM3LATIZHAN LS

- XRD
- SEM

7U7 3.3 wnudauansnsdnudsiuinlang mmifanuaznismsaniduunaimes

Weamauulavs lnmidanduamsnsnedsinil Wi lnsasl
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3.3 N9ILATIZRANITAANLTIY bioactive material

fNTufatinganda 3.2 winel3lugansazaraniizuinsleaaulndiAsany
ansazanalutiaanaeasnye (simulated body fluid, SBF) tneluwanuddeiiAnmily C-SBF
(conventional simulated body fluid), R-SBF (revised simulated body fluid) Lkaz n-SBF
(newly improved simulated body fluid) edunanisiasuulasduguinanvesildy

= o/ 1 dl a a) =
whamnuneamnuazdunnAnuuAnAtssninlastllasdug uInanrasianuAamay
luudazansazaraniliuinlesaulndirssiuaisazatsluinfaennesuysed N19EIes
A v a o T - o

arsazaraniiinnnleaaulndirasiuaisazataluiiaenaasuyeed inlaanisuas
a17uART9NAlUA1379 3.1 Ael3NIRTEn 1000 Radans taaldrnntunszuaunisTinesd

204 lNTa

at' = a =< Y v gy o Ao
F1399% 3.1 AT NUAAIANTIAN AT ANLFAN U0 T AN M A sazane NN LEN 0L
TeaaulndiAeaiuansazareluiniaenesuysel 40n C-SBF, R-SBF uaz n-SBF saisunms
11 1000 Hadans

C-SBF (conventional simulated body fluid)

Amount
Reagent Purity
C-SBF
NaCl 99.5 % 8.035¢g
NaHCO, 99.7 % 0.355¢g
Na,CO, 99.9 % 2.036 g
KCl 99.5 % 0.2259g
K,HPO,®3H,0 99.0 % 0.231g
MgCl,®H,0 98.0 % 0.311¢g
HEPES 99.5 % 11.928 g
CaCl, 94.0 % 0.292 g
Na,SO, 99.0 % 0.072 g
1M-HCI - 39 mL




R-SBF (revised simulated body fluid)

Amount
Reagent Purity
R-SBF (from Kim et.al.)
NaCl 99.5 % 5403 g
NaHCO, 99.7 % 0.736 g
Na,CO, 99.9 % 2.036 g
KCI 99.5 % 0.225¢g
K,HPO,®3H,0 99.0 % 0.238 g
MgCl,®H,0 98.0 % 0.311 g
HEPES 99.5 % 11.928 g
CaCl, 94.0 % 0.293 g
Na,SO, 99.0 % 0.072 g
1M-NaOH - 1.5 mL
n-SBF (newly improved simulated body fluid)
Amount
Reagent Purity

n-SBF

NaCl 99.5 % 5.404 g
NaHCO, 99.7 % 0.355¢g
Na,CO, 99.9 % 2.036 g
KCl 99.5 % 0.225¢g
K,HPO,®3H,0 99.0 % 0.231g
MgCl,®H,0 98.0 % 0.311g
HEPES 99.5 % 21183 ¢g
CaCl, 94.0 % 0.292 g
Na,SO, 99.0 % 0.036 g

1M-NaOH - 40 mL

25
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1
a

Tusnddsazldioanlunisudn 1-7 du neldamund 37°C - lugau (incubator;

a

Heraeus instrument) AMUIAN pH N7.4
3.4 NMSATITHANBULADINANLARLTLNNARL WA

Panwpadanagnuslnmidandusinsanlsaninda 3.2 waz 3.3 N13ATILH

aneouzianislasldmaiiasalilil

3.41 né’maawssﬂﬁtmuum (Optical microscope ,0M)

N&a99anIsATLLILLAY (Olympus BX60M Microscope) diiiadiasnziiaaiummn
al a d” a al 6 = ?;/ 1 [
PDINANLAALTEINNDALNA LA ZATIRADLNUHIUBINAN AR TUNNDALNATIINBULAZUAINT

NARALIDEAAUIU (scratch test)

3.4.2 na"ﬂafiamsﬁﬁ%Lgnmauuuuﬂ'mnmﬂ (Scanning electron microscope,
SEM)

NABIaNIIANBLANATDULLLARINTIA (JEOL-5410LV) 1 lun153iasievilasaaing

A e = o a & o | Y o v o | R Ao
‘i@ﬂ’]mmi/\l@:uLLﬁ@L%ﬂNW@@LV\Im Imﬂm’]ﬂq?mmﬁumrJﬂﬂqﬂL‘ﬂf]ﬂ‘l_lﬂ']urlq\'imrJﬂEl’N AINANTH S

[~

Wisdnsananuazlinulnglminiaanfues (carbon stick tape) anntiusinluaiuiia

a

FinaeiaAaEnad (gold, Au) WWaiNaNTR lun1sun AN 1FfufAaesng

3.4.3 wsaandisdanunsndis (X-ray diffractometry ,XRD)

di e o o ¥ dll =2 ai o % =2
wrasendisdanunsndu IdieAnenaanulaseaiieueenan (crystal structure)

a

wazingrasNanwAatdaNNagNaNAAIu TusuddatayldiaTasiandisadanunsndy

Qd‘d

(Bruker, D8-Advance) 1nald554 Cuk, fignnszsuanuaaniandisdaiand Cu 1w target

De

¥

o lE AN NFA9ANT 40 KV NTAATsInaIasNaNLAaLEaNNa AN AT TayaarnnIILTId

a a

Tudag 20 = 10-70°

3.4.4 nsnedaunisinnntaINanwAatdannaginauulniniiiay
FUALASA (Scratch test)
N A g om - =< a Al = o
naneaausesdntouiieldinsnzinstinfnssudaiduupadaneamaiulans
Tnmdlan lunimageusesdndquilasld Balanced beam scrape adhesion and Mar
tester (SG-8101) MNNIATFIU ASTM D-2197 Ingldnisnaaindaguislaaunanuuiie
Fnaeing InaliinminEusun 10 nfuuazdanasesaasnsdntoulngldndasqanssiiuy

WAI ANANNLALRAUENITD AU IFANNANNNTRa T T



a
1
> <

ANNLALLAAL (Uramna)

7 1
= o o

aa 2
NUNNAIANUNRURILLT (LNFT)

Wa (HR)
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unN 4

N@ﬂ’]‘a“V]ﬂ@’ﬂﬁLLﬂz%@’l‘iniNﬂﬂ’li‘Vl 2N

Twanuddail ianisdiulganistinfaszninailduuaadanasinauulniniay
fuangn toeldnsalalnsaansn lonaulansanlas waslalnsiauilesaanlas inasauls
X a ~ H 2 Al e P ~ A o
Nutnaaslanelnmiilan antuedeuidunaadaunagmnuulane nmiauntiunissn
wilsRandafqeRaAR TN Fiaszianeizienizaasianaatdanagmnuwinmide s

Fuawmsn loun wa lassaiieqania uazn1stinfnueaias

4.1 lnimilanduginsanniunisanndsianlaldinanlansanldn (NaOH)

4.1.1 NuRrraslnimiiandusiasanttunsaanlstinaelananlansanlaa
duculavglnmibenlluglungalansanaasnNAududy 4, 6 way 8 Tuans iy

a v

181 24 Falng Ngrungiivies

au

L &l = et = o = £
4.1.1.1 AaNBHUZNNNLENINAINURITUALATANNIUNITARLLSHInQ8

Tananlansanlds

4‘ ¥ ' < 1 dl ° o IS4 a &
Wanassagailan azdaunmindnleninisaaudsioselanenlansenlos

v 1 = = dl = a o @ A a a [ % o
uda nudlanglnmiflenazinisidaeud IneNaneuzidud Suuazdussduiuuasanene

#9319

411.2 nﬁ'mfa‘awieﬁﬁﬁtgnmmmmudmn'a‘m (Scanning electron

microscope, SEM)

U7 4.1 nawene SEM wansdnsnszaesinmilanduamaniitnuniasaulsiasion

Tnpenlansanlas
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o

inudulangnmdsnldudlulsfonlansenlas nacududu 4, 6 uaz 8 Tuans il
1941 24 d9Tue Nguundvies Inagiin 4.1 Renndauaasdnszaesukuiane lnmitoun
] o a % = & o =3 P2 é’ a = o
drunissaulsiiadae Tnnenlansenlss aannmdunaivlidnnuiissasmmiaanasann
o a Y Ao | Al Py X a = dl ' A
poutsiouds AdnwurldFey  Tassafrevesiiuiinnniflanazlasusendteiiuglu
Tnmanlansanlas Wasnainfianiswuiumylansania fsaunig [28]

TiO, + NaOH —» HTiO, + Na"

4.1.2 nmsinaNanwAaLdannaginm

nasa Nt Inmidlanduamsainnunisaaulsiosae lananlansan laswaoni 6w

Aszuaun AR AN Taaazlinszualidng -10 mA/em” Wlwaan 5 wii

4.1.1.3 w3aaandisdanunsndu (X-ray diffractometry, XRD)
wndTanunsnduunnnFurasianupa@auna gawnuwlnmisiaudy

atnsaneriuntsdanlsiasoalainenlanseanlad azuanslugin 4.2

M = Tuilingt

T Ti = Inmidiey

£ % I'd
At 8 Tuang

YT TR R P

Y I3
' Audndl 6 Tuang

~ ANt 4 Tuans]

Intensity (Cps)

3 4.2 uaavendisdanunsndu (XRD)  wnniiisuresiduuwnaiiaunaamnuy

~ o R o a v = -
I/L‘V] NLUEINTURALAN AN Nquﬂq?ﬁmLLﬂ?NQﬂQHIﬁﬁLmﬂmiﬂﬂ?ﬂﬂi“ﬁﬂ
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4.1.3 nstnnnuasNanwAatdannNagmiianulanzs e s
AfuupaidaunadmnuuEn nmRandugnsaNiun13s Al s s bR e
lansanlas Navndndu 4, 6 uay 8 Tuans HAmusiausanalaine 10 niu Tnaangiliviuga

Walritimini 10 nfu Wduuaa@aunesmnazigaeanaunun Asuanslugli 4.3

. — 3989A

-

—> Aau

dl ! ¥ e al & = dl
717 4.3 AMENEAINNABIANITAULLL LA LA AT TALUNANLAA TN ND AL AN

' =2 a = o A o v =
mummmmummmmuuiw LN TUALRATAN Nﬁuﬂ’]ﬁ‘mﬂLLﬂﬁ‘ﬂ"JEIIGﬁLﬂEINVLEG]?@ﬂ

laanANNENDL 4 Tuans Walditinudnne® 10 n¥u

4.2 Inwnlandudinsanurunisanuilsianlansalansanaasn (HCI)

&’ a = e ﬂl ) e a L d a
4.2.1 wummaﬂw L‘VIL‘NEIN‘II‘U’&Lﬁl‘a‘ﬁl‘ﬂN’]uﬂ’l’iﬂﬁLLﬂ‘iNQﬂ’JEIﬂ’iﬂvLﬁﬂ‘i’ﬂﬂ@ﬂ’iﬂ

Puculangnmidanliudlunsnlansapaasniaonududu 4, 6 waz 8 uang wilu

1981 24 Falue Ngungivias

4.2 1 1A NBHUSNNALNNIRINBRITUALATANENUNSARLLUSHIAE
nsalansanaasn

dl 1% 1 o @ | dl o o a v a

HaNaIsgAan azdanaiudNenIn1snulsiafqansalansanaasn
wan nudInlangnwmitlanaziddswdud Rumdaunaunisanilsia wadnesiafiw Tui

ANNEUIN
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4.21.2 na”mfagamiﬁﬁﬁLgnmauuuudmnmﬂ (Scanning electron

microscope, SEM)

P = ' o , ~ Ry o a
sUNn 4.4 ﬂff]ﬂ’]Wﬂ’]ﬂLL@@\?@ﬂng"ﬂﬂﬂLLNut@u:VL‘V]L‘V]LUEN‘V]N']uﬂW?QﬁLLﬂ?NrJ

a

fneinImlansanaasn

(N) AIHTNTU 4 Tuans (1) AN 8 Tuang
= \ Ao o \ o = o dl
717 4.4 Anene SEM Ainndeeng 2500 i WARPNAN UL N TUALATAT
HunNsaaLlsRasntngmlansanaesn
o/ =3 7 dy a al o/ o a k% a o 1
AnANFNaFulFI N URas InmRauuasa naaulsRouAn JanwniyluiFey
o 1 a [~ dl 1 a dl v v I's 1 1 [~3
LmzmwmqmmLﬂugwguiummmLmlummiam@mmﬂmmmmeu 8 Tuans usasinalef

2

pxnisiTanelnmdanlluglunse dalilgnisianisulazasanglnmion deazinli

ANLdausIANANTRd AR AuUARaSlA [27] wazazwudnsalansenasinidunsaiid

ANAINID IUNN9TEANENAReL Y visaReanilsnean et wililscAnEnniiga [28]

422 nmsinaNantaatdannagine

nasa N Inmiandugmenniiunissanlsiasaensalansanandniaaniniu

AszununIAR AN Tasazlinszua ldlnf -10 mA/cm? 1{lungan 5 Wi

4.2.2.1 wnsasandisaanunsndu (X-ray diffractometry, XRD)

dll s a o/ al & a = o all
wzaatandistianunsndurasianaamanna g U nmlendugmsni

Hunnsaautlsinfaansalansanaasn azuanslugild 4.5
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M = Tuiling

M M T (Ti Ti B = uglas

fudiu 8 Tuans :
sty 8Tand | v o S

v I
Audndl 6 Tuang

Intensity (Cps)

mmtﬁ’u%’u 4 Tuang

T T 717 "~ T T 17 " T 1T T "~ T " T 7
10 15 20 25 30 35 40 45 50 5 60 65 70

2-Theta

U7 4.5 wndisdanunandi (XRD) unniisuaasianupadaunasmauulnmition
Fuamanfitinunsdnulsiafaansalansanassn

A1ngU7 4.5 nudAsuupadeneamnifiauulnmBenduamsnidiunisdauls
a v a d‘ Y ¥ 'S ¥ v ' = =
Aadinnanlansemaesniimnuidndu 6 Tuand wazponudndu 8 Tuanfaznuieanainen
Wil Ae Tuillng dounaoindiudu 4 Tuand wudad 2 wa Ae uglas uasluiting Inad

TuinAifdumandan uasdimavesugladiluagiduinasas

4222 nﬁ‘maawﬁﬁﬁ%Lgnmﬂmmudmnmﬂ (Scanning electron
microscope, SEM)

nnsaAIzilasea¥ieqaninresilanupaidaneainsoundesqanssml
ELﬁﬂmﬂuLmudmﬂmmlugﬂﬁ 4.6 LL@mﬂmm?waammmimLmﬁﬂwﬁ’ummmﬁﬂmmiﬁm

utlsRindqensalansanaasn (HCI) Anuidnds 4, 6 way 8 Tuans
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(A) AN 8 Tuans

2119 4.6 Nawane SEM wanalpsaadieqaniprasianipaideunagiauulnmiiey

a q

duamsnficunisdaulstiafaensnlansenasinianudndusineainiutiunszuaunig
A i nszualnia -10 ma/em’ iuinan 5 wid

A1ngUn 4.6 wudnlasea¥eqanipresiidauunadenaamniifingu ansoziiy

'
o a

panuunuisuaziiunanglidnauiaiannszanalnaguegiiniozeinmienduainsn

o

wananHganugngulngIuLBiANuAaE N Ha AN AAE

4.2.3 nsaannuaiNanwaatdannNagiianulanslninilan

AsuupaidaunadampLuRnras nmidandusnsnNe1un1s LR AN NTA

a

lansanaain NANNdudu 4,6 L8 8 Tuanf NAmusensanaliie 10 nfu (0.59 MPa) mel

A1ngui 4.7 wiudndaliinming 10 nin Aduueadauveamnazigaaanauinn
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.

—> Wau
—> 398190

s

—> Wan

dl 1 g . a6 = d‘ 1
g‘l_h/] 4.7 ﬂ’]Wﬂ’]EI@’mﬂ@@\T’ﬂ@V]?ﬁ‘ﬂuLLUULL@QLL@@Q?@H@@UMW@NLLﬂ@LsﬂHNW@@LWﬁmN’]uﬂ’]?

= a = o A o Y - ol
Wm@@unqﬁ‘ﬂmmﬂuuim 8 Luﬁlllsﬁ‘]_l@Lﬁ]ﬁ\m‘wNquﬂqﬁ‘mﬁLL‘]Jﬁ‘ﬁ'}ﬁliﬂtm?lﬂul,ﬂﬂ?@ﬂﬂisﬁmw AN

Wndi 4 Tuang Waliinuinne® 10 nFu
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4.3.2.2 ﬂﬁ'@mawiiﬁﬁmanm’;‘@mmuﬂ@ani’m (Scanning  electron

microscope, SEM)
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434.2 né’m’iawsiﬁﬁ’&gnmifauuuuﬂ'mni’m (Scanning  electron
microscope, SEM)
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QGLIIMI) Designation: D 2197 — 98 (Reapproved 2002)

Adhesion of Organic Coatings by Scrape Adhesion’

This standard is issued under the fixed designation D 2197; the number immediately following the designation indicates the year of
original adoption or, in the case of revision, the year of last revision. A number in parentheses indicates the year of last reapproval. A
superscript epsilon (€) indicates an editorial change since the last revision or reapproval.

This method has been approved for use by agencies of the Department of Defense.

1. Scope

1.1 This test method covers the determination of the adhe-
sion of organic coatings such as paint, varnish, and lacquer
when applied to smooth, flat (planar) panel surfaces.

1.2 The values stated in inch-pound units are to be regarded
as the standard. The values given in parentheses are for
information only.

1.3 This standard does not purport to address all of the
safety concerns, if any, associated with its use. It is the
responsibility of the user of this standard to establish appro-
priate safety and health practices and determine the applica-
bility of regulatory limitations prior fo use.

2. Referenced Documents

2.1 ASTM Standards:

D 609 Practice for Preparation of Cold-Rolled Steel Panels
for Testing Paint, Varnish, Conversion Coatings, and
Related Coating Products?

D 823 Practices for Producing Films of Uniform Thickness
of Paint, Varnish, and Related Products on Test Panels?
D 1005 Test Method for Measurement of Dry-Film Thick-

ness of Organic Coatings Using Micrometers?

D 1186 Test Methods for Nondestructive Measurement of
Dry-Film Thickness of Nonmagnetic Coatings Applied to
a Ferrous Base?

D 1400 Test Method for Nondestructive Measurement of
Dry Film Thickness of Nonconductive Coatings Applied to
a Nonferrous Metal Base?

3. Summary of Test Method

3.1 The materials under test are applied at uniform thickness
to flat panels, usually sheet metal of uniform surface texture.
After drying, the adhesion is determined by pushing the panels
beneath a rounded stylus or loop that is loaded in increasing
amounts until the coating is removed from the substrate
surface.

! This test method is under the jurisdiction of ASTM Committee DO1 on Paint
and Related Coatings, Materials, and Applications and is the direct responsibility of
Subcommittee D01.23 on Physical Properties of Applied Paint Films. Current
edition approved Feb. 10, 1998. Published October 1998. Originally published as
D 2197 - 63 T. Last previous edition D 2197 — 86 (1991)<".

2 Annual Book of ASTM Standards, Vol 06.01.

4. Significance and Use

4.1 Coatings to perform satisfactorily must adhere to the
substrates on which they are applied. This test method has been
found useful in differentiating the degree of adhesion of
coatings to substrates. It is most useful in providing relative
ratings for a series of coated panels exhibiting significant
differences in adhesion.

4.2 Studies performed in a laboratory using the loop stylus
specified in the previous edition showed meaningful adhesion
data were impossible when loads of 10 to 20 kg were required
to break the surface of a solvent based coating. The chrome
plated loop stylus chattered and skipped across the coating
surface when loads of this magnitude were required. Similar
meaningless data were obtained when powder coatings were
tested that required more than 10 kg to break the surface.
Therefore, testing under these conditions is not applicable.

5. Apparatus

5.1 Application Equipment, as described in Practices D 823.

5.2 Film-Thickness Measuring Apparatus, as described in
Test Methods D 1005, D 1186, or D 1400.

5.3 Balanced Beam, Scrape Adhesion Tester (Figs. 1 and
2), consisting of a balanced beam to which is secured a
platform for supporting weights, and a rod at an angle of 45°
that holds the scraping loop. The rod shall be set so that the
scraping loop contacts test surfaces directly below the weights.
The loop shall be Vie-in. (1.6-mm) diameter rod, bent into a
“U” shape with an outside radius of 0.128 *=0.002 in. (3.25
*0.05 mm) and hardened to Rockwell HRC 56 to 58, and shall
be a smooth finish. The loop can be either chromium plated,
nickel plated, or heat treated polished steel, as agreed upon
between the purchaser and the supplier. These testers are
adjustable to accommodate flat, metallic, and nonmetallic
specimens to 0.5-in. (12-mm) thick and 4 to 16 in. (100 to 400
mm) wide and long; the specimen should be at least V2-in.
(12-mm) wide.

6. Preparation of Specimens

6.1 Apply the materials under test to panels of the compo-
sition and surface condition on which it is desired to determine
adhesion. The panel material (6.1.1), surface preparation,
thickness, and number of coats shall be specified or agreed

Copyright © ASTM International, 100 Barr Harbor Drive, PO Box C700, West Conshohocken, PA 19428-2959, United States.
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was removed, is the adhesion failure end point.

9. Report

9.1 Report the following information:

9.1.1 Load in kilograms at the adhesion failure end point,
9.1.2 Panel material and surface preparation,

9.1.3 “U” shape loop surface finish,

9.1.4 Dry-film thickness, and

9.1.5 Any deviation from the specified procedure.

10. Precision

10.1 Correlation—This method was developed when corre-
lation with other methods of assessing adhesion was consid-
cred to be of cqual importance to the agreement between
results obtained in the same or different laboratorics. It was

established that when materials differing widely in hardness
and adhesion were evaluated by a number of experienced
personnel in several laboratories, the adhesion results obtained
using this method correlated well with those obtained with
several other methods.

10.2 Precision—If sufficient cooperators can be obtained,
an interlaboratory study will be conducted to establish preci-
sion.

10.3 Bias—No information can be provided on the bias of
this test method for measuring adhesion because no material
having an accepted reference value is available.

11. Keywords

11.1 adhesion; balanced-beam scrape adhesion tester;
scrape
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9.1) Monocalcium phosphate monohydrate, MCPM

91.2) Dicalcium phosphate dihydrate, DCPD

91.3) Dicalcium phosphate anhydrous, DCPA
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