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Abstract

Calcium Phosphate Cement (CPC) has been widely developed for using in
orthopedic fixation or repair. Since CPC has biocompatibity and crystallographic similarity to
the natural human bones and teeth, it induces to form bone tissue resulting in short period of
curing. The objectives of this research project is to synthesis of calcium phosphate
compounds such as Tetracalcium phosphate (TTCP), Dicalcium phosphate (DCPD),
Tricalcium phosphate (TCP) and Hydroxyapatite (HA) for using as the starting powders of
self-setting calcium phosphate cement composite with chitosan. To improve the properties
of bone cement for the clinical applications, the effects of chitosan contents and additives
on the cement properties are studied; such as the setting times, the mechanical strength
after setting, setting behavior in various environments and cytotoxicity test. In this study,
high purity hydroxyapatite with nanopowder was achieved by the chemical method at
temperature of 75-80°C, kept pH at 9-10 and then heat-treated at 300°C for 12 hours. With
5%wt chitosan, compressive strength of cement consisting of O-TCP+DCPD and
TTCP+DCPD increased. While the future increasing the chitosan content, compressive
strength of cements decreased. Moreover, cement with chitosan could not only set in the
short time but also it converted to hydroxyapatite slowly. To obtain the suitable mechanical
properties of CPC, the content of calcium sulfate hemihydrate for the single HA cement is
50% by weight. With 3%wt chitosan in citric acid, compressive strength after curing for 7
days is 13 MPa. The initial and final setting times of this cement are 6 and 30 min,
respectively. When increasing the L/P ratio, compressive strength of CPC decreased. To
achieve the suitable handling and high strength of cement, L/P ratio in this study is 0.5 ml/g.
In SBF condition with several days, CPC was resolved and formed hydroxyapatite after
soaking in SBF condition for 14 days. After curing for 7 days, cement consist of
chitosan/brushite powder heated at 100°C  with 4%wt Na,HPO, solution had the highest
compressive strength of 18.6 MPa. For extraction method in In vitro test, it was evaluated

that the CPC with chitosan/brushite powder was not cytotoxicity.

Keywords: Calcium phosphate cements; Composites bone cement; Hydroxyapatite: Self-

setting bone cements, Chitosan
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Chow [2.6] lAwmsendmudannansinnssunadaunagim (Tetracalcium phosphate,
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CaHPO,.2H,0) NuanfuIndnmdaunsiann Wiy 4 sa 1 Swudsiaiauimniass
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FuALEFUNIWALNAN The Norian Skeletal Repair System/ Craniofacial
Repair System (SRS/CRS, Norian Corp, Cupertino, CA) 1sznaumag monocalcium
phosphate, Ol-tricalcium phosphate Wae calcium carbonate ﬁﬁ’wmmmﬁu sodium
phosphate [10] wudngunsadnsaleniely 12 Flnauaznunusiausnald 55 MPa
Fudnszgnaiaunadeuneampidunamansristuiusiaresansdszneuunaides
WogWATIARTUIAIRNNNTEAG 11 Dicalcium phosphate dehydrate (CaHPO,.2H,0 |
DCPD) , calclium deficient hydroxyapatite (Cay(HPO,)(PO,),OH , CDHA), hydroxyapatite
(Ca,,(PO,)s(OH),, HA) and amorphous calcium phosphate (ACP) &TﬂLLzﬁmﬁlum?’Nﬁ 2.1
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% o

naEnfaENsL wazunaunanlsaziduTlalduasannaan final setting time TTINWAAZGR
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|-CT 21
F<15 wii

AUANNLILINTRSTINUA FNN1IAaLILIaNA (Compressive strength) Laz

NINUNTUFABLINAY (diametric tensile strength, DTS) Masan@inuAdnsialu ringer's

solution 7 37 °C TuN19NTUNNTAAINITT L 16T

L

ARANMHAIUNIULNNANINATN 30 MPa
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NIRALTRENLALNASEINARSS [2.13-2.16]

F19NN 2.1 ADAANTANINNIN TNTBSTINUAN FENT AR

THAURITIHUG Additive (%) L/Pratio | wamsdsn | wainidn | Aosudeuss | lenanseneds
Fudy Finanysnd | (compressive
(u’]ﬁ) (‘mﬁ) strength,
MPa)
ANNNFABINIINIINIT 35 1<8 F<15 >30 Ginebra,
el M.P.et
al., 1994
90%0L-TCP+5%PHA 2.5%Na,HPO, 0.32 7 14.5 36 Khairoun I. et
+5%CaCo, 4%Na,HPO, 0.32 6 1" 35 al., 1997
0.35 6.5 15 35
90%OL-TCP+2%PHA 4%Na,HPO, 0.32 7.5 15 38 Khairoun I. et
+8%CaCo, al., 1997
95%0L-TCP+5%DCPD | - 0.3 5 14 3 Bigi A. et
Gelatin 0.3 4 10 14 al.,2004
58%0QL-TCP+8.5%PHA 4%sodium 0.35 5.30 14 36 Khairroun I. et
+25DCP+8.5CaCO, dextran sulfate al., 1999
58%0L-TCP+8.5%PHA 1% 0.35 8 15 39 Khairroun |. et
+25DCP+8.5CaCO, B—cyclodextrin al.,1999
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US patent 6,670,293

US patent 6,398,859

US patent 20,040,101,960

US patent 20,040,086,573

US patent 20,020,073,894

US patent 20,020,137,812

US patent 20,020,155,167

US patent 20,030,104,069

US patent 20,030,167,093

Porous calcium phosphate cement

Resin-based pulp capping and basing cement
Injectable bone substitute material

Inorganic bone adhesion agents and its use in human
hard tissue repair

Biocompatible cement containing reactive calcium
phosphate nanoparticles and methods for making and
using such cement

Premixed calcium phosphate cement pastes
Self-setting calcium phosphate pastes and related
products

Calcium phosphate composition and method of
preparation

Self-hardening calcium phosphate materials with high
resistance to fracture, controlled strength histories and

tailored macropore formation rates
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ANtln e graLAd Andaw CaP
ACP Amorphous calcium - 1.25<x<1.55
phosphate
BCP Biphasic calcium Ca,(PO,), + 1.50<x<1.67
phosphate Ca,,(PO,)s(OH),
CA Carbonated apatite, Ca,(PO,,CO,), 1.67
dahlite
CDHA Calcium deficient Ca,,,(HPO,) (PO,),. 1.50<x<1.67
hydroxyapatite [{OH),,
DCPA Dicalcium phosphate CaHPO, 1.00
anhydrous, Monetite
DCPD Dicalcium phosphate CaHPO,. H,0 1.00
dehydrate, brushite
HA Hydroxyapatite Ca,,(PO,)s(OH), 1.67
MCPM Monocalcium Ca(H,PO,),.H,0 0.50
phosphate
monohydrate
OCP Octacalcium Ca,H,(PO,).5H,0 1.33
phosphate
pHA Precipitated Ca,,, (HPO,) (PO,),. 1.50<x<1.67
hydroxyapatite [{OH),.,
o-TCP Ol-Tricalcium o-Ca,(PO,), 1.50
phosphate, Whitlockite
B-Tcp [-Tricalcium B-ca,(PO,), 1.50
phosphate, Whitlockite
TTCP Tetracalcium Ca0.Ca,(PO,), 2.00

phosphate,

Hilgenstockite
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ANMNAINITD L UNNTazATgaRIdsUsEnauLAaLdaNNagiNm
. o X .
pNaNTnlunsazantesaslsznatlunguuaamanneammaues iuvans
flade 1un awinaynia nsflunan uwazen pH atnglsfinuaanuaiuislunisazans
Ia9ATUFAT Iz TalEA

ACP > DCPA > TTCP > Q-TCP > B—TCP >>HA

W9 pH AN 4.2 Azl DCPD aziiluansilsynavfiatosgn uazi pH Useunns 7.2 ay
1 HA aziflugnsiszneuiiaiesngn
NTAZANEURY Calcium phosphate @ unTneasunel@i@ae Solubility diagrams 284

Ca(OH),-H,PO,-H,0 # 37°C [2.18] Asgll 2.1 wax 2.2 g1l 2.1 UAAINIIATAEUDAUNGD

%

Calcium phosphate  sinerluannzannanonsn  Inauanaiuanududuaesunaide

o 1 o 6 1

(log[Cal) fuAT pH wargll 2.2 uamsAnNduRusIzndeANdinduresaasunaanads

1
o { a =

(log[P]) nuA1 pH TmﬂLL@mmmzmﬂ‘ﬁ'qmmummmmﬁ@ calcium phosphate 7 Tiin
1oun  Tetracalcium phosphate (TTCP), dicalcium phosphate dihydrate (DCPD),
dicalcium phosphate anhydrous (DCP), Octacalcium phosphate (OCP), O-tricalcium
phosphate (O-TCP), B—tricalcium phosphate (B—TCP) WAy Hydroxyapatite (HA) @Wﬂgﬂ
fnedumnuduaansiflualugod pH unanauaziilunga wassliivivingnsdsenay
ﬁmjmmﬁmzﬁmmzmﬂmﬂ%mﬁ'@ pH anas F9a1nnsmingnalédn DCPD uaz DCP
Fhundefiflunsa dewBaudiaudu OCP, TCP, HA uaz TTCP msnznamianudusies
191 lresun s LN g AL ARSI 9N 78 AN I TR N AR AN TTIA T pH FI197]

I~ = = P . ° = = | vy LA
9 pH U7 inaalandidu isotherm [ﬂ’?ﬂ'ﬂ“ﬂtﬂﬁ’)’mL@ﬂﬂ‘é‘ﬂfﬂLL@Z@%@Wﬂiﬂu‘ﬂﬂﬂ’ﬂLﬂ@‘ﬂ

XD

N o = ' o 2 a =~ e o alay G o =R
LAY isotherm WUANAN ﬂ\?uiﬂuﬂqﬂﬂﬂ?‘ﬁ?VLEiﬂiﬂﬂsﬁﬂ::ﬂqumV]M@\i@qﬂmsﬁLﬂJumLsﬂme@\?

o [ %

uatiiuiladanisazansnesansfediumg  wananidsauagiuiladuanuaiatsennsliun

kT

E2he =S)_

TUIALBIBUNIATBIANIFIGY THATDIIBINANUNINAN AT pH wazANIIENTNWFLITe SN

Wl
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Log 4]

91 2.1 A uduiugseudganndndures Ca waz pH 1849 Solubility isotherms 284

IN&® calcium phosphate luaniazauna 1895201 Ca(OH),-H,PO,-H,0 37 °C [2.18]

71l 2.2 paNdNRUsIEYdeAMdndUIes P LAz pH 284 Solubility isotherms 284

IN&a calcium phosphate luan1azanna 1@95vUL Ca(OH),-H,PO,-H,0 137 °C [2.18]
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g1nsnd

EHAR (WUL/W)

LATANLATINULLAIINIEIAN

Twlszmna (H319um 2 F)

FRUAILIANAINNTL

Soil Testing Siam Co., Ltd. (Matest)

ATUNTNTUIA 63 THIATLNRAT

HAAN (Retsch)

e ingoamni 1100 °C

Elite Thermal Systems Limited

LA384 Inductive Couple Plasma Mass

Spectrometer, ICP-OES

PerkinElmer Model Optima 3300 RL, S/N
069N-na

AT X-ray Diffractometer, XRD

Phillips (PW3710)

LR399 TEM (Electron Microscope)

JEOL (JEM-2010)

dll A a o 1 ¥
LATRNLANRLNIRNINENN ﬁ]’)ﬁﬂ’ﬁ]@@‘u

(lon Sputtering Device)

JEOL (JFC-1100E)

NA839ANIIAUBIANAIAULLLIZDINTIA

)Scanning Electron Microscope, SEM(

JEOL (JSM-6400)

c |8
IDTHLET

MITUTOYO (Diamond 0.02 mm)

#7849 Universal testing machine

INSTRON model 5565
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szinngnsg %‘m’ﬂﬂﬂ’]ﬁ‘ﬁ’] Qﬁ]?Lﬂﬁ FUA/ANTA ;jmﬁm
Trisodium phosphate
(tret) decahydrate Na, PO, «12H,0 97% Fluka
Calcium chloride CaCl, 2H,0 99% Riedel-de Haén
dihydrate
s Ethanol C,H,OH 99.8%(w/w) AnalaR®
Ammonia solution NH,OH 37% AnalaR®
Hydrochloric HCl 37% AnalaR®
ansazaneild
HMRRET Acetone CH,COCH, 99.8% MERCK
Alpha calcium sulfate OL-CaS0,#0.5H,0 - Siam molding
semihydrate plaster
AR Chitosan powder Poly[[3-(1=>4)-2-amino- Medical grade
2-deoxy-D-glucopyranose f degree of AugANINHAT
deacetylaton Tt
mmzma'ﬁ"lﬁ Deionized water H,0 Analytical @u?ﬂﬂ?’mﬁ@ 1
Wuaaamaalu WANENAY
QREZEHY walulasgaung
GEn] Disodium hydrogen
phosphate anhydrous Na,HPO, - Riedel-de Haén
Citric acid C,H;0,eH,0 - Carlo ERBA
REAGENTI
Chitosan p0|y[B_(1> 4)-2-amino- Medical grade AUDANINEAT
lugnsazanangs 2-deoxy-D-glucopyranose in g degree of Aot
Fman AnNdNdw citric solution deacetylaton
3% wt
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3.3 28N19NARAY
ADUN 1 msm?ﬂumsﬁaﬁﬂumsz%Lﬂi’]zﬁ%l,uuﬁl,%"aunsz@n
1. ngwmsanaslannatdannaginm lalawnsm (Dicalcium  Phosphate

o

Dihydrate, DCPD, CaHPO,.2H,0) asNNARRIUURY CalP = 1 [3.1]

Na,HPO, 0.5 M CaCl,2H,0 0.5 M

A 4

NANANTATANEaAaalatin1gvitn Na,HPO,

asluansazanees CaCl,.2H,0

150 pH itiaenan 4.2 ausalilas Wansmnnznau

!

i 14 1 ¥
AansnAnAzNaufaeiINAuAIL|AY

AuNsIa pH Wunans waatinldeun 60°C

v

DCPD HNIUNNTLARAZAAUUIANIY 230 L

A 4

AIIRRRUAIULTZNALN LﬂflLLZQ:ﬁJ‘Lé’] ABUNIA
® X-ray diffraction
® FT-IR

® Scanning electron microscope




2. nsimsaNasuaatrlasuaaldauna®wm (O-Tricalcium Phosphate,

O-TCP, Ca,(PO,),) NdAdUUa3 Ca/P = 1.5

1 M CaHPO,.2H,0 2 M CaCO,

)

NANANTINAeUA2E Ball mill

Q !

deengamna 1350°C aan 4 40lus waziaaslidusnluen

u

3. MamsaNdsansziAatdannaginm (Tetracalcium Phosphate, TTCP,
Ca,(PO,),0) HdmdIUas Ca/P = 2.0

1M CaHPO, 1M CaCO,

!

NANANTN A8 WA Ball mill

!

tndmngungd 1450°C Wunan 6 dalus uaztldealfidugoniauanian

2e1939A139 (quenching)
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v < aa = al a o '
4. ﬂ']'i'a\'iLﬂiqzﬁﬂqi‘lﬂﬂ’i'ﬂﬂ%’ﬂzﬂq‘lﬂ'ﬁtﬂﬂqﬁV]']\]LﬂNVlﬂqm'VIQNﬁlqﬁ‘gﬂ’?']ﬁﬂ'l'iﬂgﬂ"lﬂ
223 Na,PO,.12H,0 uag CaCl,.2H,0

41982878 Na,PO, +12H,0 0.03 M 419828728 CaCl,e2H,0 0.021 M

WiAanuFaui 75-80 °C

v

ANTATANENAN

I " ]

Uffsainaunialsianiazng uasi

Ui ninunelsianiazgaonia

75-80 °C wazi 75-80 °C

v v

arsazanagniiuduogn 90 wiil uas

arsazaragniiuiuingn 90 wii uaz
AILIAN pH 71 9-10 Angl 30% NH,OH

AYLAN pH 71 9-10 fael 30% NH,OH

«— ANAILUNNAU 4-5 AT —>

Ianuaufigoaund 200-700 °C WianFaungmgil 200-700 °C

AN

\ 4

AAINLFaARE XRD, FT-IR, TEM 4ae AAINLIFaARE XRD, FT-IR, TEM 4ae

ICP-MS

ICP-MS

i v
UM 3.1 UHuAIUaAITURDULAZAENINAREY
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5. MsRILATIERANSIRUsEnavae Taladw/lanpaidannagine Talainse
(cs/DCPD) 1meiAG Co-precipitation
o2 e &
Hdumauniamzauaasa i
- . o PRy v v
1. 1F3UNA1TAYA8U84 Chitosan 1 ninluansazane CaCl,.2H,0 Nilanudndu
0.5M 1/3u1mg 100 ml
2. WpIaNAN98zany Na,HPO, NdAududis 0.5 M
3. ApwANANTAzant Na,HPO, adluansaranaues chitosan T CaCl,.2H,0 tnadl
N17NUA17REN9ANLEND LaTLl5U pH 189d1saN1f A 4 TnanisiRngsazane
NaOH ffANdndu 2 M
4. @NTATAILATANAZNAU NINIINTDIALNE LATANATNEUNAIL|ATIFEUINAY
5. HnznaunniuniInsaslileun 60°C wwman 12 dqlug

6. UADNATILATIAUELNUALINTG 230 11T

AAUY 2 N15IATIERANTAUDINIRNTAIAULDITLNUALTANNTZAN
N1TATITHANLTRG 1N 7 2evnansndunszildaunsaudalfifu
1. N5AATIENIPNIA (Phase) UDININFIATIZRLA
wnaeanunndis (X-ray Diffraction : XRD) slwuflumaiian’ld
a - - = v Aa o =1 =< .
WAz uavsryesAlsznauniuail uazlasaaitsaesansiidneniun@n (Crystaliine)

1
o o =

A = ¥ o ~ A A ~
LL@m'&@VINMWNLﬂumaﬂgwﬂumﬂﬂmmﬂw\lﬂ (Peak) 1’1’63\7 LbA S LA L GLungV]Q@@‘VINﬂQWN

' v
o A

\unanan vizeduednigin (Amorphous) tiuazianmUza89NA (Peak) NA1 uazndne s

WATA XRD HUAINNINRATIEHLFT9N (Powders) wazuAnA < (Single Crystals)
lunnsmsansaasneildamansisaemaiall dndlureaudasiaasing

fadenunsunsaeingdg (Mortar) visegnua (Pestle) navinliiluneazidaanauazinnig

AP NAINTUNIN198AEeAIat19NFan1TAA T lun ldsaasine (Sample holder)

wAAN LAY pasieaas XRD (Siemens D500, Siemens AG, Germany) Toald Ni

| o .| o 0

lusiansaefed Cuk,, , A = 1.5406 A, 20 = 10-60 © uaz scan speeds = 0.5 sec/step LAY

1 FauiAeuTU Joint Committee Powder Diffraction Standands (JCPDS)
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m13719 3.3 N151d JCPDS Tun33iAsnsvianasiasimnee

Sadns JCPDS Card No.
Dicalcium Phosphate Dihydrate 01-072-1240
Dicalcium Phosphate Anhydrous 01-089-5969
Ol-Tricalcium Phosphate 00-009-0348
[-Tricalcium Phosphate 00-009-0169
Tetracalcium Phosphate 00-025-1137
Hydroxyapatite 01-74-0565
Ol-Plaster (calcium sulfate semihydrate) 43-0606
Gypsum (Calcium sulfate dihydrate) 33-0311

2. msaAsisiNendutaniy (Functional group) IRMITLNUANAILATIZHLA
wallndunssagilningalni (Infrared spectroscopy: IR) ilu
a 1 d‘ dla a ' a s =K dl o
watlnatrauienton1dlunisiinged asaasy Agal uazAnsfaaiuluanasesans
= , @ & & o @i v : a o > X o
fanaazag luaniuzaeuds vraaeamas viraulanld wilun1sidsluailiazionis
a '8 ldl [ (=3
Ansziansniluaeaunds
= o/ ] dl ¥ o o a Y a da/ A =
Asmsanfaet e lddmiun1saeszisaamnaiiail Ae Wy
T duwiuidunansizunemin < Anundszains 0.01-0.1 mm e liuaeiuld §35n1s
wirenlaa M inunaideniuslust (kB dadluarswandanilawlas Ineldanssaasinai
FAINT3ILATIZHL TN 2.0 mg WANAU KBr Uszantw 100-200 mg uabiidnnuluings au
Wudleweaiu Weunsudaninldldlursesdntadandn die wdaun die ldidniazesdn
lalnsan (Hydraulic press) Iagldusesudseanns 15 fiu Tnandszanns 3-4 w1h nagann

< o 4 o = , ve 4 A a "o e
UUAAAITNAU LLZQ%TJZW]Lﬂ?“ﬂ\‘l@ﬂiﬂiﬁﬁ‘ﬂﬂﬂ@ﬂ@qﬂ die Qgime‘ﬂﬁl’NV}LﬂuLLNuW@NUW\‘]

antiuinlddssisaludasiasasaunsigasilningaingl Iaelddaaaats 400-4000 cm’”




P99 3.4 UARNINENITAAUTIRaTFWTANTUNAANALLAIEUNI1LIATEY HA [3.2]
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| = -1
TGIARY (cm )

Wariduidanitues HA

2700-3700 OH uaz NH stretching
1631 OH bending
1450-1550 NH" bending
1300-1450 co,”
Absorption bands of COBZ_ associated with the symmetric:
1440-1560 Stretching mode
870 Out of plane bending mode
1445 B-type CO,” substituted on PO,” sites
1550 A-type COSZ" substituted on OH ' sites
1040, 1062 N |
PO, stretching
1031
1027
603, 610 PO,” bending
566, 570

F1979 3.5 uanstaspauaesieiduianfnganauuasdunseae Chitosan [3.3]

T99ARL (cm )

Wanduianiiaes Chitosan

3450, 3100 Board —OH stretching absorption
2990, 2850 Diphatic C-H stretching absorption
1220,1020 Free primary amino (-NH,) at C, in glucosamine
1647 Acetylated amino group in chitosan
1384 -C-O- stretching of primary alcoholic (-CH,-OH)
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3. N5IATITNLUIALASAN U UDIBYNTA (Particle size and morphology) K4
& v do PxY al . .
ANTAIAUNFILATIZALANIELATRY Scanning electron microscopy (SEM)
WAz Transmission electron microscopy (TEM)

nswsiraNFaetnalaeinnesiaagnelsTinne 0.1 mg NANAL
lenueaL3ans 50 mi wdairlldnieiesganrlefin (Ultra sonic) Wuiean 15 wil
Welienszanadaanniuinadedliles (Dropper)  AAANIATANLYUHINIEARIIUNTA
(Gird) Baifluiildiating ATl udrdailldieies TEM (JEOL, Tokyo,

Japan)

4. NITWIBASIRIUSTUINLARLTENAaNDaNDSE (Ca/P ratio) URINITLNUA
@annszan

nsnBunireasAadanLaznadana 4 a1u13vn talae
wARANFEN4" Inductive Couple Plasma — Mass Spectroscopy (ICP-OES) Fanaiiail
amsovFununatesnn ) 14 InevinnisnrauineuFunuaisinn ldaniaseaiuans
mmsguinuANdadunuiuen  wazdedeilddmiumatia  1ICP-OES  siaaifly
AN7azANe

~ P 9

NSPTENANTATANENINTZIN Ca war P NiAudndy 0.2,
0.4, 0.6, 0.8 4Az 1.0 ppm AINTATN FNTFTUNANIATANENIATFINULLNAN TEIINT3T]
\wWnasazaaumsgIu Ca nAMNdndu 1000 ppm 11 10.0 mil adluandntiunsaun
100 ml a1ntidfudTnnnsanls 100 ml azldansazane Ca PANNENYR 100 ppm 9N
\RERTUUNNTETENANATANE NN P

a1ty Dulratsazaeninsgiy Ca way P AdAudndu
100 ppm BENAE 2, 4, 6, 8 AT 10 ml a3 MIATALFNIATINIA 100 Ml AINTUNINN9LSL
1Bumsauld 100 ml Ineudazanazimududuees Ca waz P winfdu 10, 20 waz 40
ppm AINAAL AnturhansazatennsguiwsaN iFin lUAmanzifaeieses ICP-OES
d . d e : . o . v de
WenudunsnuIngguees Ca uay P Indenszndnepanuidndy uazAipnuduuaandn
16 (Corrected Intensity) TngAanuanAfLLasR IinmadnANduLgses Ca = 412 nm
WAL P =213 nm

g e b a4 o dy N

NIEITUNANBENT  FONTINUAToNNTEAN  NAATzilANN

0.005 g vMn3azatelunsalussn Ansdudu 5% ww Tuiinau lusaadatiuinsauna

1 v 1
500 ml UAIRINANG HA azatauuauan 1vlfuFunmnsdastinnauaulsliunms 500 mi
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el AL At 1Az isasesad ICP-OES ianisunmnsauad Ca way P Iagiin

A A ldnFauinauiunsNInsgIuLes Ca uaz P iivesnAtnuiueusialy

AAUY 3 NSLATENTNUALTaNNTTAN
LUNNNINARBIEBNLIY 4 @91
=2 = a ' e a ¥ !
1. ANELAT TN UNATRIANTBNEN (Additive) 2 1ia 1A
pakaanInandmes (Alpha-plaster) wazualalngny (Chitosan powders) NXNase
anmTang wazialuniadinsa (Setting time) TaeANLFuniaTRNUGS (Additive) Bt
ludae Famar 0-50 Tessiwdn  warldinndwdureawanluniswsandwus  Tnsld
FRT149ULDUNAITLESTNUALE) L/P ratio) Winfiu 0.6 ml/g TnaRdunauiazasnimaaad

wanglugiln 3.2

A1919 3.6 AVUNANUBINSTLNUEN 1 1IN13AN =N

qms AVUNANTDILTLUUG

TTCP+DCPD 71% wt TTCP + 29%wt DCPD

90TCP+10DCPD 90% wt O-TCP + 10%wt DCPD

95TCP+5DCPD 95% wt O-TCP + 5%wt DCPD

Single component | HA
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BN loun wearwangdines

= L3
ARG PO walalmanu

: = ool o v o = . o Ly
HaNANTEMINEs TN AT R la T ua RnuAs ludnsdiudaaas

0-50 Taeitinutin

\4

d’( = & k73 %l q'/ a =) &
mmugﬂmuum Tagldinnauduraavanlunamsa g

el L/P ratio winfiu 0.6 ml/g

Thdunnanudann laluuwuy (Mold) Aawna

WuluAuENae 6 mm uazen 12 mm

\ 4

' v
a

Wusetaluaniazausasion et goung

a

37°Clugn9981 1 uay 7 1 A5eas 5 fAaasing

OGN
1. AU ¢ ANAENUNNULINA )Compressive Strength)

2. walunsdmsia (Setting time)

\4

AT inuanyuZImIE

1. 40n1A 1 XRD

2. aalns9aing : SEM

917 3.2 WHUAIUAATURBULATIEN1INAREIADLT 3
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= a a JRp = = sy
2. Anwansnaresansarataldiduaaananlunismsa N s L
nsndsan a13azanslalnaulunsadmsn Anudndusesas 3 Inatinutln wavansazansls
al b v v 901 o A YV o = 6 o

waaide N laaunaamn Andnduiesas 3 Tnasnuiin Inadenldansdauresdiuuiiy
ANTLANWFIANNNINARRN 1 AL IEBRINEIUIDUNAIFADNSTINUARAS (L/P ratio) winAy
0.6 ml/g WedunanialasuudasaniRidana (Compressive strength) 1anlun1sdnsia
(Setting time) WA¥AN1A (Phase) UDITLNUFANALTAGA

3. Anmaninaves L/P ratio 1Hwn 0.6, 0.5 0.4 uaz 0.3 ml/g ABA1IAIN
v . [~ o . . dl 1 1
A1UNIULINNA (Compressive strength) LAZIA NN RARA (Setting time) m@glum\mm
Tun9uiasiaiEudiu (Initial setting time : 1) Uszann 5-15 wiit uazianTunsiiasaauysnd

) ) . a o aa =

(Final setting time : F) Uszunnd 15-30 w19 Iagldansazataiaanainnisnaansn 2

AINNIINARRIN 1-3 ALAINITONIILDERINAIUY IR RN LA UAZ ST L5
NFAzA s nannauiagnsazata R A NSUNTFTINTINUR wazdnandou LP  Nld

AUFUNTFTENTLNUAN W ANANNFAIUNIULINNA (Compressive strength) uaziaanlunis

=1 % . . dl o v rdl' il/ o = rdl a ¥
VIRMA (Setting time) ‘VILMNW:?’&N’&’]M?‘LISIJLNLLML‘ﬂ‘ﬂllﬂ?:ﬁ@ﬂ mnuummmummmaﬂmmn

1 '
aaa

gnandaunaNgnaINNINAaeei 1-3 N1AnselunMAaesi 4

4. Anwanalaauudaseesdnnin uazANAIunIuLInATesian et

a

T lugnsazananadnereuanlusnanie (Simulated Body Fluid: SBF) Aeniunil 37°C

9 U

Wwman 1,7, 14, 21 uae 28 Ju
SBF Aa arsararendsisdudu Indiaasiuniaes (Blood plasma) Tu
$19ne avlsznevlddaanlaman (Na') wunadas (K) uwunides (Mg™) waaideas

(Ca”) mnaru (C) lalasanduain (HCO,) lalaswaanasn (HPO,”) uavdawms (SO,



1997 3.7 uAAILFHNMUATANLFgVEIEsANTAN T I sTuN SBF saatsazans

1000 ml (Ayako O. et al. 2002)

GREITH AYNLEEN/% fFunnaesasadl
NaCl >099.5 8.036 g
NaHCO, >99.5 0.352
KCl >99.5 0.225
K,HPO,*3H,0 >99.0 0.230 ¢
MgCl,-6H,0 >98.0 0.311g
1.0 M HCl - 40 m
caCl, >95.0 0.293 g
Na,SO, >99.0 0.072 g
TRIS® >99.9 6.063 g
1.0 M HCI 15U pH winfiu 7.4 - =0.2ml

A v o A o p o 5o
AN719N 3.8 LAANAINNLANAUABDNANTALANUNANLITINNE I@ﬂLL@ﬂULV]ﬂ‘UﬂUHqL@@ﬂ

(Blood Plasma) Iu'iWQﬂﬂﬂNiéHFf (Ayako O. et al. 2002)

AHLENTW/AaA lNa (MM)
laeauuasng — —
U8R (Blood Plasma) ANTRTANLANNYTINNE

(SBF)

Na" 142.0 142.0
K" 5.0 5.0
Mg’ 15 1.5
Ca”’ 2.5 2.5
cr 103.0 147.8
HCO, 27.0 4.2
HPO,” 1.0 1.0
s0,” 0.5 0.5
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= s v o 1 w o N o a >
NITLATHHANTATANLUNARETINNNY ‘Vmiﬂtmﬂ‘ﬁﬁ@qﬂﬂﬂ ANRNTINN 3.7 AMNUL

NINITAZANLALUINAY 700 ml NN1THANAN T ARTIMNALazUInAWludnnasinatnlnay

(Polypropylene  beaker) % 36.5°C  “@a9anNa1sARNanNnazaned1iuuwaa 1l 5y
v 1
ansazanentu 1000 ml AoesinNAL

TunnsudsnatinasluansazartAdnasianie In1TNIULASATIEIUITININY

9 '
a o o

NUNRNFUTZUDIF08N9 ARA1FAZANEIAANLUBINAY WinfU 0.1 (Geasee et al. 1993) Tnsil

2 '
A aa o o

N1IATUINUN AN N ATV NN IZLBN A ENN1T

o o

WNuPRnduds = 270 + 27Trh (3.1)

e T = 22/7 visa 3.1428

r= SANYe9wWeAnatng (URWAT: cm)

h = AINENY YTRAMNNLNUBILYINGIBENT (LEUFLNAT: cm)

NSLATENAIRENNAINTU LT bUF19azae SBF (In vitro)

1. NNINARDUAMANTANINAIUNNGIAA HA (Bioactive) 18HLNUANAINNT
Wm0
nasRaNetnafianagaL Bioactive wisiatns@ansnsialdann

~ s v o Ay o o o , Ay Y o o ol
ﬂ']?[ll@llN\‘]sﬁLNumLL'VNﬂ‘LlGﬂﬂ\TLM@QWI%LW?ENTLNumﬂLuﬂW?’]@qummﬂﬂﬂ’]? AINUUUITEN AN

1
1% 1 Cy

nanlianasllluusuiy (Mould) AdawAEURNLANTNAUATAINGAUVINTL 0.6 cm UaY
o [ o ‘ﬂl 1 v & o % a @ o
1.2 cm ANAAU nasandesliEmusidnsalu Mould udqiszinns 5 Wi inanisnen
o o Qg’ v Y oI/ ¥ o g 1 1
wisdinuseanan Mould Aaliusiatlszann 2 dalug udatuvesinetnutluaisazans
SBF gaung#l 37°C lunan 1, 7, 14, 21 uaz 28 Ju tnelauuansazane SBF 90 7 3 44
antutuvisdaetinglinaaaufaeLATas Universal testing machine §u Instron 5565 6iagl
. o 4 L . . 4o
8m31N190AN 1.0 mm'min’ A ntuin linaaeufaneses XRD  iBANHII)NIAT09
fiael 1y MATUT luansazae SBF NRansg 7
= o . = s v o oy A A

BTN ANt 19 TAENITNANESTLNBARF AL IRUNAN I L ATe N T L6 1
o dl % zj/ o d’g dld o [ 4 1 6
fnadaunsesnis aniui ldaugnidnrusidunsanssusnauiaduninugutnans
Wi 0.6 cm waziAEnuIWingy 0.4 cm Aeliuiatlszann 2 dalus wdatiuvisdaagng
wiluansazany SBF grungi 37°C iflwnan 1, 7, 14, 21 uaz 28 Ju tnanlauuaisazane
SBF #n <13 41 antuiinlidesdieirsed SEM 1aAn=nginssun1sannanyes HA 7

dgj aa 9 ] o 1 o 1 dl '
WUNRIVENTUHUAI LY VAT IATaZaNe SBF Naasing i
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2. N1INARBLNNIAANE (Bioresorbable) 1B9HNUANAINTTIERAA
= o 1 = & £ 4 o dl }7% = =

LATENANALNNIALNIINANNSTLNUALFIN LR NAN 1T LA TRINT LN 1
o | A o Y e X Ao =7 | s
dnsnaaunsiosnis aniutin lauglndansusidunsanszuanauiadunnugugnan

2 1

Wiy 0.6 cm waERAMNUUIINAL 0.4 cm RelFuiadszann 2 dalaug udatnuiasaesing
wiluansazane SBF guuni 37°C uinan 7, 14, 21 waz 28 U aniuiiaisazaned
nan 7, 14, 21 ey 28 Ju ieAnE N ndasulladres pH wazd3unoues Ca waz P 9

AU A9U9941982AY SBF UAILT 1Ud17aZae SBF NNaNs1g d pnelLAaad ICP-OES

i a Ly a [~1 >
naun 4 f’l”l‘i'JLﬂi’]%ﬁﬂ&l‘uEl“ll’ﬂ\‘l%l,ﬁduﬁﬂﬂﬂ@']ﬂﬂ’]’ilfﬁﬁlEI’J

e

1UN193 AT LA N AU AT LU LANAIRINNITHAN AL VDI NAIN LT LA eI

¥
Yo a

TusLan aunraudelasail
1. N1FAATITEANAINNBNUNIULING (Compressive strength)
Iumﬁmm:ﬁmmwrﬁ’hummmﬂmmﬁLuuﬁﬁﬂum:@ﬂ%ﬁﬁmi
NAFAUANNNINTFIULBI American Standard Test Methods (ASTM F451-9a) (ASTM
1999) ﬁf;'atmmfﬂumiwm@m:ﬁgﬂéwLﬂuLwi\am\mizu'aﬂ (Cylindrical) fitliunaAay
gesiaidurinuguanans (Height/diameter ratio) Winfiu 2 wee gagawiniu 2.5 uazldszuny

a

= ' o 1 = ¥ = c Y o
NATLATUNLENIAIBEN mmmmeimmnma‘mumsﬁmumLLmﬂu

Y P o | oy 2 o ol Y |
2a0UAN LT NTNUE e RIda1FaenT anuinTnusinan lidnacld luuwdiuy

(Mould) ARIUAEUNIUARENANUAZANGUVIAL 0.6 cm Uar 1.2 om MINAIAL
o QII ! = & o ¥ A & o ] s
nasanilaes liuudiEndalu Mould udesznns 5w Avinnnsnenuviadinusiasn
310 Mould 7islusietlszanme 2 dalue waztwrissneteliiulinaniazsiae o ldud lu
1 ¥ 1 v !
anzansiafaglenn uazluansazane SBF 7nansing o) antuiuriesienafitdiunig
NAABLAINANY NIUTAdEA1TazANEazEIn (Acetone solution) tluiaan 2 9T ianen
U[isen wasannuguvissinasinafneansazans Acetone udaelliudiailuiaan 1 4alue 7

a

g 37°C antiuriuvieinetnelinaaeusaeiaTas Universal testing  machine $14

Instron 5565 #a8fRIINNINAT 1.0 mm-min” IAEANUIUAIDELNG 5 Tusa1 GAFIaLNN LAz

ATUATLANAINANUNIULINNA ASANNNT

ANANUNIGLTING = 39 (N) (3.2)

Y o

X A o , 3
NUNWRUIBALBIRIBEN (cm”)
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2. Msnageunan lin1infareadiuus (Setting time)

lun193mzd uaznagaunanlun1adnga (Setting time) 109T U g
WEIANNNSHANAETa AR 1R T uALAD Aaemalla Gilmore Needles Taeivinlil
WAYRTNININARBUATNNINTIIUTIEY American Standard Test Methods (ASTM C266-89)

(ASTM 1993b) @3N 1sHarlddna lunsdnsiaaediuus (314 3.3)

31/7 3.3 199 Gillmore Needles Am3udaaN luNNIERFU09T MW

(H-3150, HUMBOLDT MFG Co.)

'
aa ! o

Gillmore Needles WluAzasianisznauseduniunming1aiu 2 du

'
= = o

AR LINPHUWIN 113 + 0.5 g, WUNIWARINANTUIA 2.12 + 0.05 mm TIazHANAL
0.3

o—

YNy 0.3 MPa azld@a1uiudananlunisdnsagaausn (Initial setting time: 1) wasiduNy
NN 453.6 + 0.5 g, WUHUARTNANTWIA 1.06 + 0.05 mm TIRTHANNAUYINAL
5.0 MPa aglddmiudnnalunisidnsaetinsanysnd (Final setting time: F)
o [~3 % = & © = rdl o
nnsdaanlunsdnfarasduus vinldlnaussqdusnnaniurasman
= A A \ Aoy -
N lunI9wTNT LA e nsanssuanNiEue uaALINa19TWIA 10 mm UAazga 5 mm
warlun1admsalutaausnaztiuiniesadumiin 113 £ 0.5 N5y asuudusLaaludifia
dg’ dla % = & ql/ A [~3 o 1 dl [~1 o
FREURNUNRINEN1STNUA HRAaa TuNTEnmAd9wIn (1) WaZLEaINMIN 453.6 +
o = & v ra ;il’ AQ v = & oI/ A [~3 o s
0.5 NFNASUUTNWALAS [N AR LN LN TN 0 9T 1uE TuRaa lunsdnsnanysnl

(F) Tneinnisnasaungung ey
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3. NM9IATZUI)NTA (Phase) TBTLNUAAINTTEAFY

Tun9AAEd) AN TIUIMAINIEARD  siantamageLTiue

1
a

i ! v
svatnatnenivlinaniazsing o MHud uannas@nsadaelen wazluaisazans  SBF 7
BANENN 7 AINTUEUIFRRENTINIUNIMAGELAINGTY  NIuTfreanTarateasEiny
(Acetone solution) tuan 2 dalug Lﬁ@ﬁﬂqﬂﬂﬁﬁ?‘ﬂ’] NAIANLTLYNFNDE AL AN TAZANE

a

Acetone uhnielBlukadlunan 1 dale figruvnd 37°C wazthunimagaumipaa
Frunauusane  laenisissefetnaien1AsidaeiAies XRD  iwiReafunns
AT RST LT

NN feeaiy Fewinuidudnuadasdaalng (Mortar)
Wisagnue  (Pestle) T b TN T o T L T AT PP JEPFY SR, JU M. YR
Fnatiaidieansinmziaslufildfacing (Sample holder) udaaainlAnssidaaiates
XRD (Siemens D500, Siemens AG, Germany) laeld Ni iilusansaefe@ Cuk, wazld
wFauAsuiu Joint Committee Powder Diffraction Standards (JCPDS) lansandaznnlng
(JCPDS No. 74-0565) Laaninanalaas (JCPDS No. 43-0606) Wazitldu (JCPDS No.

33-0311) Ineiyu 20 751419 10-60° A3 TUN139R 0.5 step/sec

4. nTAIITHIUNALAZANELE  (Particle size and Morphology) AA
TaseaFrereadiusaadng
naaauazdnezqatasaieldlaaldmetin  ndesqanseml
AannTauuLLdaInINA (Scanning Electron Microscopy: SEM) @awflumaiiafliiuaany
a dl [~] a dl dl o [ U
fign wasannilumaiaatunsouassnmnniassenegals

NN9LATEINFRN9 TR LVNT LN UAN NI UNIIN AR AL AT NATUN LI

i v
¥ = o o a o

" 2 dad da 2 o cal o P
A A A NTURTNUARIUENTeLWANIFEL ANNBRUNTUT I NUARLANLAIRATR AL
A 174 . . 3| all va QD o 1 o o :J/ ) o alldas/

naawaed Ineld Siver paint WluresuasildRndusaesineaiugfu annthsinasuntgy
s 1 '4’ £ % £ % v 1 o = v v dl A a %3 1 v
Faat e lF L LAfAREUILARELAYENBIAIEATRARELRAFaEN9A 98 laaal (Ion
Sputtering Device) §14 JEOL (JFC-1100E) tag/ldnszualuiln windu 10 mA iflunan 8 win

Y . o o ¥ v dl' | a &
AMNTUNAFUNARDUNDIUALELATEY SEM 18 JEOL (JSM-6400) Tuaniaz 20 filalaas

(kV) anaNnNa9a8neN 500 WAz 1000
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5. NISNARALAMN LT UNIDIRINANAlAANA2D 19T U
nagau (Test on Extracts) lngldidasaasfilauaifuasuyssd smuansgiu 1SO
10993-5: 1999 (E)

' v
= a/l/L?J o 1 a

nnagauAuunresdsnanaldanfaet19tunaaay wnig

Usziliunnsaauauasaaga s yetiradenainlfaindaetinannaasulngiaisnnainnig

QNYNAEL89TAN AINANEUT3UTN (Morphology) 28iaaa

saeiiafldiiassinasay:

ﬂéﬁ@n@miﬂmmmm %1lA Phase contrast (Leica DMIL, MPS 60)
nssNABNNseiTa:

Gramma irradiation dose 21.5 kGy wdannasiunsainge Tiwunis

o o

wWasnulaseeinsidedndny (gu 3.4)

an1azlun1snaday:
4 .z . N I I Z N R
1. 1AFANULANINNALNUNITH TR AL A B RIH TR AL ATRITNa T

85 R (autoclave) Ngrungd 121°C unan 15 W nswisex

= & 1 ¥ o U A
ﬂqMW?L@ﬂQLGﬂ@@ﬂ'ﬂuﬂq?i‘ﬁﬂqu ﬂﬁ‘zmqﬂqﬁllm@ﬂfﬁ:ﬁﬂ@ﬂm?ﬁﬂiu
Microbiological safety cabinet uazsnE1An pH 147 7.2-7.4

v |
2. dupaunIILinmIg (incubation) AMLHiUNTAALILATEY CO, incubator

a

gruNgR 37.0£1°C , 5.0% CO,, ANNTUANRNS 95¢5% Tung

u

)

'
& a k4

NAanLIAReaAN oA IARNY R ATuIUTARLINA W st
NAAAL 6.8 x 10" cells/ml Ineitlsyanny
. . dl v 1 dal e

3. Extraction vehicle Nl ln1snagay 18wA 81913Lasawmas DMEM
complete medium 4 fetal bovine serum (FBS) uay antibiotics
n1901 extraction ANLN3Tae 1 extraction ratio ( surface area of
test article to volume of vehicle) Runnzan Ine extraction ratio #1
HA 5 UTUIUAS 1.25 cm2/ml %iIN13 extraction AneLAZaY Roller

a

mixers NQUNYH 25+5°C luwna1uu 7242 dalus neunimesed

a
(% '

R R IR I LI B R L AR R A A L It L N TR Y
1sAanFnatieNnagay (Blank cultured media) Az ldiiluga

AYLAN @R Thermanox (Nunc) cover slips azldiflugaaiuax
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negative control material LL@::'?@Q Portex positive plastic strip A&
I flugaaquAxN positive control materiallaeianiswzasniels
DA ey ey L XS o wey ., X
anazidupgaiudnesiy alildaiana ldanfaetaiueaunagay
wazgpAruANTaNaN lineasutaelilavianisaauulas
4. NIUNANNIT Extraction  WUAMFNDENNYIN5 ARaLiNg INANITLANGD

wazuaauaatly extraction vehicle THNARBNNTILATIZYNAGOE
N8 LM AINNI9NIBNAIRENIAIE NIZAIBNIBIIUIA 0.45 LUm
waz 0.2 m auadu newrilineagay (Aegii 3.5)

5. NEUAIAARINNIINARALNNEAT 4 T TNGANARBLTIINNA WY

% a v dl A o aaa a s

n1slaNAae neutral red WREUEUNNINTINLIRITAFIAERLATIZY
HAGNENADY LM

6. Anuzaea i lun1magey Taun TCC, 6-well plate waziianis
A o

fuUsUNAlANIN1IMNAZaLAINAN A lFANNFatNTUNAZRL AU

FNBENA 6 TANALAL

NI UNTAARY:
RananaldanndiagaTunagas HUINIAHUNIN AR LANN LT NS
WU Indirect assessment é’N%\‘immﬂﬁu‘*ﬂ@\‘l ISO 10993-5:1999 (E) Tnen1nasunlas

|
)

U19dou Wivelsziiunanisneuauassaiasaaa lauarasuesnysed 1aanaialiann
Fatanagaune lnaAduREN9 cytotoxicity vidald An1snmAgey Test on Extracts
R @ ada A ° P A v a ° -
AuflnsnaanianllunmeaaeuiEelssdufaan 13N TIN1IYNNNA N 1B ARAIN
ANEUL Morphology 189LEa8
TunsnageuldafiunisiamuivellFauineunisidfasuldasees
1 1 1 v
Aaneuz Morphology 1editaaniiunaannmadeufaa@ananaldainsiee1siunnaas
NUNARBITAAILAN negative control, reagent control LAY positive control Tneldnng
ATILTTIAUNINALNABIAANITAUULLLAY LM AARINNANIENAINIINAADUT
[ o o v a t;‘ll 1 s 1 zi/ 2% tdl |
FLULINAT 2 LAY 4 JURINANAL T lunnsfnAuiNeaiinsaet sTunaaeulinanilu
= 1 1 1 N ol o 1 o
Wsamad liwn nstinasinagaugnyinaneliuinnds 70% Taa monolayer a849tasH
anmnuziilu Rounded cells waz/vira lhanysallnainisnlasuuilaslidain morphology

semasng wazfaat1sinadauatunmnliuaniidunsseltas [Wanaaes monolayer 184

LIAAN IEMAAALITIY 6 TALAAINAAINTN 50% wansdnunien lianysnl Tnadinisaauulag
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ldanansnie morphology 189 aaNLnG waziietiuiunan1Imageyl aziFauiauNany
1AAYLAN LM negative control Az reagent control 4azliuaniualn 189n19Minane

LIA& WA positive control TIATULAAINATBINIIYNTNAETDILTARDENTALAL

ol ool B
oll Hojef o

71l 3.4 AnwausTuwunlsngienuazuds Sterilization



91 3.5 ANHUTIBITUINUNIENAINTT Extraction
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UNN 4

NANITNANRN

AAUN 1 NTRIATISUANTAIAULUNTIATENTLNULTANNTEAN
1.1 M3IATIzRANANLBLIaNIzEe A9bannadannasinalalainsm (DCPD)

AINNSAAIEAIgNIAFILLATEY XRD Wudliians DCPD NHANNLEgWS ek

n1saLngug 60 °C (gLl 4.1)

w0

Lin (Counts)
& § & &

&

8

|

!
-1 ) - | i L E . T
i I ety S SRS T 5| X S GNP N SO

30 40 50 &0

n

2-Theta - Scale

EllFite: DCPD A-3 good raw - Type: 2TITh locked - Start: 10,000 * - End: 50.000 * - Step: 0.020 ° - Stop time- 0.5 5 - Tomp.- 25 °C (Room) - Time Started: 0's - 2-Theta: 10,000 * - Theta: 5,000 * - Chi .00 * - Phi: 0,00
Dperations: Smooth 0,150 | Smoath 0.150 | Impart
[Wa1-072-1240 () - Brushits, syn - CaHPOARHZOJZ - ¥: 36.23 % - 0% by 1. - WL: 1.5406 - Monocknc - 5 81200 - b 1518000 - ¢ 6.23500 - alpha 90,000 - bela 116,430 - gamma 90,000 - Body-centered - 2/ (15) - 4

gﬂ 4.1 XRD pattern 98464 Brushite (Dicalcium phosphate dehydrate,DCPD)

AINNTIATIEULUIABUNIAGENADS Scanning electron microscope Wi

ANBUYIAINN DCPD dansnzildiaunayniaeaalszunns 1-2 m Geinisinnziu
3| % ] o o a Y ° o dl dg{ 1% 4
udeuauasine)iu (Al 4.2a) uazannistinssisaindsaeneigeaudonnded
Transmission electron microscope WL41AKNNARTUNIALANNEN 0.9 Lm uazdnIsinnziu
Wudeuuuumaane (Agel 4.2b) neitldiannnisnszuaunisanaznauazlinaiaug

aynAdnuazinaziuw ldunazinziuuienuacu o



(a) (b)

31 4.2 mwd’m@hﬂﬂﬁﬂnmﬁ?ﬂﬁ'ﬁmﬂm’ﬂu 28964 Brushite (Dicalcium phosphate

dihydrate, DCPD) (a) SEM micrograph and (b) TEM micrograph

1.2 NMFAATINAUANLALRNISUVRIRTIARTELARLTEN Wagiwem (TTCP)

a

1%

AINNN§IAINERIPNIATRING TTCP NAATILE wudalla TTCP ilAN

EGVIEHN

a

Lin (Counts)

9
8

pagil 4.3

»

LA S B B s

3

20

2-Theta - Scale
[AFile: simple 1 .raw - Start: 10.000 ° - End: 60.000 ° - Step: 0.020 ° - Step time: 0.5 s - Anode: Cu - Displ.: 0. mm
Operations: Smooth 0.150 | Smooth 0.150 | Import
ECMO(PO‘!)Z/ACaO‘PZOE - 00-025-1137 (*) - Calcium Oxide Phosphate

31l 4.3 XRD pattern 18919ARszwAAGINNDALNG (TTCP) NdIATIZT LA

41
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AINNNTENENINBYNIATEY TTCP NddmszilAfaendes SEM wudi aynial

anwouniiunandzldliuiveuiazineiuiufauniauinlszann 4-8 Um (Asgil 4.4a)

dl o a L% ¥ dld o o 2:’ ' o
BAZLNAUINIILATIENAILNARY TEM memmmﬂggwu WUINRUNTIANTITNVLAS

1%

dsznausivaennialdnT Uszanal 80-100 nm (sagl 4.4p) TINTLUIUNT NIRRT

TTCP 1lunszuaunis Solid state MiAANgUNAge vin ey AR iR suareudnglug

q a a

[ o

1 < 1 ¢ﬂl o tﬂl = & éj 1 1 1
’ﬂ?;qu‘ill?ﬂ mm@umzmiﬂ HaNNaLT TN AvFaatin mu"Lﬂ NIUNITUALASTRLNTL

ALLN 230 LT ANAS

71l 4.4 ninedendesqanssAiBiannIal 1eNARTELARENHAALNA (TTCP)

(a) SEM micrograph and (b) TEM micrograph

1.3 NM5AATITNANANLALRN 2R8NS waanlasuaadan Wasiwm (O-TCP)

Annseziigniaresnaueanilasuaa N Waamn wudnldianes o-TCP
dld a Qr [ 3 a o 1 9 = dl
MANNLTgNE (Aegd 4.5) uaveunIARANEEARLINNNY HauneynALRAelseNn
3

-5 lumsau (31 4.6)
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|

| |
LJM\«MW Lillhs MM

10 20 »n 40

2-Theta - Scale
[EiFite: 2 raw - Type: 2THTh locked - Start: 10.000 * - End: 48,280 * - Step: 0.020 * - Step time: 0.5 5 - Temg.: 25 °C (Room) - Time Started. 7 s - 2-Theta: 10.000 * - Theta: 5.000 * - Chi: 0.00 * - Phi: 0.00 * - X: 0.0 men -
Operations: Smooth 0,150 | Impont
[®]00-009-0348 (%) - Calcium Phosphate - alpha-Ca3(PO4)2 - Y: 98.40 % - d x by, 1. - WL 1.5406 - Orthorhombic - 4 15.22000 - b 20.71000 - ¢ 8.10900 - alpha 80,000 - beta 60,000 - gamma 90.000 - 16 - 2671.21 - F30

71 4.5 XRD pattern 2844 uaavlasuaadauveamandansnzils

71 4.6 MwanadandesqanssmiiBiannse SEM aasnsuaainlnsuaaiiunaainm

A9 1500 Win

1.4 aannisnaaasdansnzianssiasud miuldsailumsuidennszgniun
Dicalcium phosphate (DCPD), (-tricalcium phosphate ( O-TCP),
tetracalcium phosphate (TTCP) NAAMNTENEEIUAT Hydroxyapatite (HA) 9

A~ dld a Qr [ aJdl a OI 1
VLﬁLﬂu@’]?VINﬂ‘J’]NU?@‘Wﬁ m\‘iLL@:ﬁ@’]N’]?ﬂ@\iLﬂ?’]:ﬁ‘lﬂ@%‘ﬂqmﬂﬂmﬁ]qtﬂﬂﬂ’]?&l’]uﬂqi‘

au

aU7 300°C weanslansandazi s lddaunaynIAEnawIA 10-50 w1lu

WRIRagLl 4.7
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31/ 4.7 Transmission electron micrograph #83anslansandazil nsn

1
a

HAUNNFRLNgUNYH 300°C

1.5 aNn1anAaesANENGANITNNIN AN FauTesNans lansandasL Ing

Tnannsaunsansigungszudng 200-700°C wazldrhundimszinisasuulasaasma

a

AQEILATEN X-ray diffractometer (XRD) was FT-IR spectrophotometer WudﬁLﬁﬂiﬁ@muﬂN

a

4991 300°C Wansulaauulasaneseanslansendeyi nditlesaininismind §isen

a

o

fulnnanaaalss (NaCl) Midunanuanasyld (by product) a1NnNNsdamINziansna
Uizen (1) uazyinliiiama Cay(PO,),Cl uaz NaCaPO, selfjiisen (2) 4ay (3) AMNaIsL

a |

feazilangieaueansidanszilangumngiinanndt 300°C aullfsnanisiimsziisas

Kl a
1

wi3ad XRD (31 4.8) Matidfluatinatiandiesdnelaimhannaa lssnouaztinl dssamiu

= o A ' 1 = QI . .
Fusvireneullenuauiun1sTumesa (sintering)

6Na,PO,.12H,0 + 10CaCl,.10H,0 + 2HCI + 4NH,0H =
Ca,(PO,),(OH), + 18NaCl + 4NH,CI + 94H,0 (1)

Ca,,(PO,),(OH), + 2NaCl = 2Ca,(PO,),Cl + 2NaOH 2)

Ca,(PO,),Cl + 3NaCl = 3NaCaPO, + 2 CaCl, (3)
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A Nac
O Hydroxyapatite
® Ca,(PO,),Cl
[B-NacapPo,
A M cac, W e,

700/10h

A 500/10h

& 300/10h

200/10h

0 2 3 2-Theta - Scale 4 5 6

71 4.8 XRD patterns 7@<anslansandazi lavinssesluaniasine
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2-Theta

e

71] 4.9 XRD patterns 784913 HA W liannnisdaimszad Ngoungi 75-80°C Tu

a '

1998N1ALUNR NAUARNTTEYINTL (a) 200°C, (b) 300°C, (c) 400 °C

q a

WAz (d) 500°C 1uaan 10 F2T89 AINAFL (4 = HA)

b)

a

70410 XRD  patterns  789u9 HA  Ndainsziflin Ngoungi 75-80°C

Q a
a

UssENALING NeUuYRnITNT (a) 600°C uaz (b) 700°C uaan 10 dalus ANAAL

a

(A =HA B =TCP uaz [] = ca(OH),)
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a

N ve o A o . cel o
N3N 4.9 uanalimidiudn iWatINe HA NaAnzingungi 75-80°C NUs98nNA

Unf NAN1sAILAN pH T34 9-10 WLINNIAT89 HA iienatnaimes wanslifiiind NaCl

1% o 9/9:/ 1= dl a dgl dl 1 % =X (4]
ANANABNANNEHI HA ZQ\‘]LV’]?'WSV%@VNVN@ LL@:MNL‘V\lmummmmmmumma‘@um 500 °C

1
=

uaziflelfAnuaufigaumndl 600 waz 700°C hunan 10 9alue Fouanslugild 4.10 wuwle
189 TCP  uaz Ca(OH), W1NTu ﬂﬁﬁ?mﬁﬁm%uﬁmmm uanalFmINANNNIT 4 uag 5
AINAAL
Ca, (PO,),(OH), —— (2, (PO (OH), + 3Ca,(PO,), + Ca(OH), (4)
a,(PO,),(OH), + 3Ca,(PO,), + Ca(OH), — 6Ca,(PO,), + 2Ca(OH),  (5)

a

AINNITIATIZURS HA Wiﬁ@qﬂﬂ’lif\i\ﬂﬁﬁ"]vﬁﬂﬂmﬂ ’ﬂ\? 6L‘L‘l@'flu_ll NIA AILIAN pH
9-10 Fa8ILAsRd FT-IR (g1 4.11) WUFF 200-500°C 1AafiATadlansenlas (OH) 7 345927

-1 ~ -1 A | 9/2// = +
WAT 1642.03 cm WAN 1430.01 AT 1412.60 cm ‘VI’&']N’]?QL‘]Juiml]ﬁ“ll’ﬂﬂLL@ﬁJINLuﬂ (NH4)
WAZANFUBILA (CO, ) WATWATN 1090.41, 1029.85, 958.90, 603.64 LAY 562.03 cm  TBINY
Werduiangians PO,” WHaUAUYNEUUANITINT WANENNAUANAT 1430.01 waz 1412.60

-1 dl (o] o ?:/ =2 = dl a 43 Qi -1
cm MWEIT]J‘VI 300-500"C muummmmmﬂwmmﬂmuw 1430.01 WAL 1412.60 cm  (luwa9

wyAeriduiandilans  NH, 189310 NH, aziian1saaafionguuni 150-260°C (Anee

Q

T.K. et al. 2003)

1642.03

345027

1028.35

164203
345027

4l 1030.03

1642.03

345927

1030.03

164203 1412

3459.27

40000 3000 00 130 1000 4000

ﬂﬁ 4.11 aA9NI N FT-IR UR9KS HA mimmnmafmLmﬁmmmmaﬁm 11

a

ATUTUINTA ARLAN pH 9-10 NN NTeY LaZHAUAINNERUT (a) 200°C, (b) 300°C, (c) 400

Q

°C uaz (d) 500 °C Wman 10 $alus AuasL
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AINNNIAAIZIRN HA NlFannnsdaimasinguungdl 75-80°C Tuussenig

UnF AUAN pH 9-10 FaeAzad FT-IR (31 4.12) wuda# 200-500°C iniavaslansanlbs

1

(OH) 9345927 UAY 1642.03 cm' NAN 1430.01 WAy 1412.60 cm’ Na1ursalulsisaaq

wanluiile (NH,) uazAm1fuemn (CO.S) uasiinfl 109041, 1029.85, 958.90, 603.64 uAz
562.03 cm’ veemyilardutanes o, wileuiunngaumginisin uansafuiiie
1430.01 UAY 1412.60 cm’ maiﬂﬁgmmﬁmﬂm 300-500°C iflnan 10 Falug darduis
mmmm;ﬂﬁmﬁﬁmﬁuﬁ' 1430.01 WAY 1412.60 cm’ Lﬂum@wgﬁqﬁ%ﬁ@ﬂ%ﬂmm NH,

189970 NH, azifianisaanasiananmnil 150-260°C (Anee T.K. et al. 2003) iiuipeniuiy

13 HA Alsannnnsdaimanziflugoyoyainie Asuas pH 9-10 Ngoungivies

164203

3459.27

J 1020.85
164203
3459.27

id)

T
3459.27

603,64
s62030a)

1030.03
164203

3459.27 603.64

4000.0 30 2000 15m 1000 4000

77 4.12 uananNa N FT-IR 20489 HA Aildannisdaimsnziinigaimni 75-80°C lu
U99eNALNR WBENUANNTIUN (2) 200°C, (b) 300°C, (c) 400 °C waz

(d) 500 °C 1WA 10 Galug AHAFL
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N@m'ﬁLmﬂzﬁlﬂ@ﬁﬂwﬂmmumﬂﬁ’m Transmission electron microscope

WUNRednTeN UL N AL nRwazENLNNTaLR 300°C TRtaansnaumanL TNl
10-50 lumsausgtl 4.13 (a) uazainnismeaetinusidam s linaniuiinduie sy
Wutius Wunan 1 dandd (dagil 4.14 b) wudrayniadawalugaulaadniaasoyaes
- o o 1 ~ = = P
nIueen MuReqLasinIfnsdaiueInIL  lwansnularesansiunantedlansandas
U ndunte  wanelEdiudnceansieraslsgnnnrninnmsaddudimud s lnainnsdm
fowdauiuyularawmaiiauisaiasaliiesainassesiunesaiames aaiuan1aznig

= T v . o o @ o o A =
WRTENANTANRMY  Hydroxyapatite ZQ’]V]T]JLﬂusﬁLNumUﬂ‘ﬂNﬂﬁzﬁﬂWﬂmfﬁﬂﬂ@ ﬂ’]?l’[ﬂ?ﬂllslu

ussenAUNG TnanisatuanganRanziiaLlizen? 80 °C uazkinun1saui 300°C

51l 4.13 Transmission electron micrographs #8xaans laasandazinng Mszanlu

usseNTALINARAZENUNNTaLT 300°C (a) as-prepared powder, (b) after mixing with

water for 7 days

AAUN 2 KAMSNANBLATENTNUAITANNTZAN
HANNINAABITNANTFAUNENAIN UM ST NT AT ONNTZAN T
dsznau InaAnsnaresfFunnlalnsuneldwssnduiiuufidalsznay wanainidsls

= a v a i’/ v A o a a a dl o o
AN INATRINNTANANTFAN WA A AUT LN UA N T LA LR LW@ﬂ?Uﬂ@Q@M@NUWWWQﬂ@

'
= 1 !

2R9TNLs LA @17 Calcium sulfate hemihydrate (T9azldsagiad1 CSH) vsa Plaster
(CaS0,.0.5 H,0) LazAnMINATIaIaNsfaFNNaIsan1sanuantasans lansandazin ng
Tfunuanaasanslansandazinng (HA Seed) uazlapaulalnsiaunaama (Na,HPO,) sia

¥ < o = o’dl Y o 1 1
AITNATUNTLLLIINA LQ@’]I‘HH’]?LGIJ[?I[}"I’JLL@&L‘V\I’&?J@Q?]LNH[Z‘]V]LLMM@Q@’W NIUNITUN
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HANNINAABILFFE NN WA szNaUAN DCPD + O-TCP uazlalnau (gu 4.14)

WU AR UANNITD AN A NAUNIUAB LN ATRIT LN e HaLRAN 11 TN 08 5%

. N X o g u v . ° &
chitosan LazNIFINLENIUNINAUAZNN ITANATUNTUAAUINNARAY ufaﬂmﬂuiﬂimsmu

o o

FannlfnalunnsdnfaresimusdiEudu (Initial setting time) 13931 wat ldgnusanilddim

o/ dl 1% %
[FI'J@NU”?G,?LMLQ@’WIM@QHW?VL@

15

—
=
T

Compressive strength
for 7 days (MPa)

"

71 4.14 ANANRUTITUINANFUNIULINA (7 T1) 2esTiusindsznandos 95wt%

O-TCP + 5 DCPD wazdsunmuaaslalnanulureman

5 10
% Chitosan content

NEMINAIUTDUNAIFRHSTLNUFLA 0.3 ml/g

15

for 7 days (MPa)

Compressive strength

- single HA cement

T T T T T
-@-95 alpha-TCP/5DEPD cement o

71 4.15 AVINANRUTITUINIAMNFIUNIBUINA (7 31) T0ITLHUE 9501
TCP+5DCPD ua¢ Single HA futffunnaeslalamuluzeman

NEMINAIUIDUNAABESTLNUAWES 0.3 ml/g

5 10
% Chitosan content

15

Anuanain lalaanuiasdnandausiaeiulunsadssnidudu 10% Ineiwin (gu

4.15) WU Fnusnlsenausag 950-TCP+5DCPD way 5 wt% aadtaTmanusin lEd s
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ANHATUNIULINNALANAUL 7284 12 MPa wain9in laTaguaslumdiiusnlsenasoe
. o v 3 al 6 1

single HA v l#aanufuniuusanaresdiusanas wudnlalnoudunn 5 was 10 wt%

AN IHAMHAIUNILLINNATBITLNUARANAY kazi BTN lAlAg U NI ZaNAD 3%wt

v 1
uananunIAN e lpauludiuuanlsenausag TTCP+DCPD v lsinanlunisidnsaaag
v 1

FiuuiT1w wan AN e lpsuludusAnlsznausag o-TCP + DCPD v lsinanlunng
< % al 6 i o

1 FFURIT LN UL FIA1TI9 4.1

o

A1914 4.1 waraslalagiusananlun1sEnfres i N uANNdounNaN189 DCPD+TTCP LAy

DCPD + O-TCP

No. Composition of Composition of L/P Setting time (min)
cement powder cement liquid ratio I.T. F.T.
(wt %) (ml/g)

nc 29 DCPD+ 71 TTCP | H,O 0.36 20 60

5cnc 5%chitosan 0.36 6 >60

5cnc 5% chitosan+1M 0.66 7 >60

Na,HPO,

na 950L-TCP+ 5DCPD | H,O 0.3 18 >60

5cna 5%chitosan 0.3 26 49

10cna 10%chitosan 0.3 Tddn | Tlidm

nb 900L-TCP +10DCPD | H,O 0.3 19 >60

5cnb 5%chitosan 0.3 27 50

10cnb 10%chitosan 0.3 Tddn | T
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NJ'L-V-'*HJVQW'WH"-‘JI Iw'rlwl ILI.L""I I‘I‘Nﬁ“"n"'& L \"'r"\m!'-" ‘J’I’\-"JW'\’J \ml W‘»Ww\\\ A
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. I|- nat waier
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1 | ™ 7

il \ 1 Mmoo "
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|
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2-Theta - Scale

71 4.15 XRD pattern 284%4 95TCP + 5DCPD fagifsunnszedlalngnusialuzesman

ANEANITILATIZTNG1R9T N 950TCP + 5DCPD Mzﬁ”ﬁmﬂmu‘ﬁm 5wt% LAY
10wt% veslalAT uazHUNTLAT 100% AanaTY grungi 37°C Wlwnan 7 Ju (3
4.15) WU TN s AnTuma HA wasfpawanFunos TCP ¢ Fawuan
Anaugdy 10wt% vadlalnmuazinlfninasumalliiy HA 1étiaaas Gaganadesiung
AR BN LTI NATAT LAY 7 51 W9 nsean 10%wt 39 lalAmsin AN
AN UL AT sT AR el Feueniuntsuan g 5wi% 1adlalnmu

nnaiinlalnmuaslud usTiseneudas Single HA e eafludiuwudids
sznay wudnnnnin ialnguin it sdnsadnas Ingazlinanlunsdnso

anysaliinngn 1 dalus BelduanTunisdasunAulllunisin il ldanunisnisunne

A9 4.2 NAN1INARDIANEIHATR LA TAT e AUANTR IS TINWFTIFTENAN Single HA

No. Composition of cement Composition of L/P ratio | Setting time
powder (wt %) cement liquid (ml/g) (min)
LT. | F.T.
S Single HA H,0 0.3 4 >60
5cs 5%chitasan 0.3 6 >60
10cs 10%chitosan 0.3 10 >60
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HANIINAREY (ANTN 4.3) INBANEHATENAITN Na,HPO, AeantiRue9Tiuwslid

srnaumranannanslansaniazidnnduaslalngy  Walnamnuandadadaen 3, 5,

o s 1 -] v [~3 o QI v = 6 a [~3 49{ 1 1

10% wt AINAIAU WUIN Na,HPO, MnlinaidmsiaGusuaasimudidelsenamioau wela
anunsavinlidnsa et sanysaflunafiseanis |

= 2 o o = A

AN914 4.3 NANINARNANHIKATaSNANFLaLasdalfaTaRaN lainsaunad N L se

) al e‘d‘ = = a al .
ANLAUDITLHUANLATENAIN HA LWENTUALALI (single component)

No. Composition of cement Composition of L/P Setting time Compressive
powder (wt %) cement liquid ratio (min) strength
(ml/g) | I.T. F.T. For 7 days (MPa)
97s Single HA + 3% HA seed | H,O 0.3 4 >60 1.6110.02
95s Single HA + 5% HA seed 0.3 6 >60 1.60%0.03
90s Single HA+ 10% HA seed 0.3 10 >60 1.1940.05
97s3c Single HA + 3% HA seed | 3wt% chitosan 0.3 7.4 28 1.64+0.01
95s3c Single HA + 5% HA seed 0.3 10.5 35 1.3610.03
90s3c Single HA+ 10% HA seed 0.3 15 33 0.6610.08
97s3c1 | Single HA + 3% HA seed | 3wt % chitosan 0.6 55 50.55 | 1.50%0.03
95s3c1 | Single HA + 5% HA seed | +1M Na,HPO, 0.6 6 >60 | 1.3740.08
90s3c1 | Single HA+ 10% HA seed 0.6 6 >60 0.6310.1

NSANENAURIRITAILAN Calcium sulfate hemihydrate (CSH) AiagNLIANIG
NARUBITLNUARNN single HA

NN AARATENTLNLANLIENBLARE Single HA LAZLANATINN AN
A9 CSH AneIfiMINE913e1909 0-100 wt % W91 NFLAN CSH NANAUALDT 90Wt% TLNwsT

AZAAMNFIUNIUUIINANAIANIERFT 1S 7 Jugeaus 30 MPa




Compressive Strength (hPa)

21 day
BT day
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e L TR R S R

1} 10 20 30 40 &0 60 YO

490 100

Cormposition of Calcium sulfate semihydrate (%oat)

71 4.16 ULARIANAINFNUNIBUINATOTINWA HA Tnainas CSH 0-100 %wt tnerld

2 (@)

Wnausanauialudng g 0.6 ml/g uaziiunan1aydusinsaelen Nenmagi 37°C

dl o/
N 1Uas 79U

u

dl 1 o = rdl 14 . ¥
A19199 4.4 uassanlun1aiafaesTinusnlsenausas Single HA a2 CSH mgl

ARTIAIUFN]
%wt of CSH Initial setting time : | (min) Final setting time : F (min)

0 4 10

10 5 12

20 5 15

30 6 20

40 7 25

50 10 35

60 18 45

70 20.45 55

80 N1NN31 30 N1NN31 60
90 1NN 30 NN 60

100 N1NN91 30 NN 60
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H
8@ 1amm

71l 4.17 naweng SEM 299511167 HAUAY Calcium sulfate hemihydrate (CSH) tagidl

o

ARnIdautINAUsBNIUYINAL 0.6 mlg waziiuNaniIazdusasaelatinnguugi 37°C

(e 7 34 (a) 100 wi% CSH, (b) 20 wt% CSH, (c) 50 wt% CSH, (d) 100 wt% single HA

RINNNINAFBLNATIUNIEAFNTeIENUA single HA AN CSH Tudmandansing
LA P e a4 ey 4 -
PUANNAANLFTNIUIR9 CSH 11N N1 N Aa NSRRI aTINUATIAY  WAZLH NN
139104 CSH 17004 80 wt% wudanlunisdnsialumunzanlunisldanunianisinmnel
ANuaNIIAAziatasainesEinuELsznaufan CSH (Aegyl 4.17) wudnqataseadng
209 CSD \funangliduinliinauudeussneadimusls WaiuEuns cSH Tudwus
\ 1 , X PRI @ \ P o
(31 4.17 b) wudraalasaieilitlownay wazinangiduees CSD TN eUes
WTNLE  LazaINNITATZiina1a9TuAuaanIsdnsa 1 54 wuwaaas csH lu
Tusnlseneudag  10-40wt% CSH  WATWUIWNAU8Y  calcium  sulfate  dihydrate
(Cas0,.2H,0,csD) dsngiuluiiwusinsenaudan CSH Asus 50 wiv 1wl (agd 4.18)
o , - o = e = X P
LAZUAIANNLNTLNUAILIAT 7 94 WUINTHWAN AN LINBIaNINTY Wiagannmad CSH

WAafuma cSD WnTw (g 4.19) AiuANLIIUTITINUAALANTLHNE CSH 1

dfiseniuiuazifiaiuma CSD wnau



CEH 1003wt

osD
CSD 050 csp ST
CEH 805wt

csn

CEH 80%wt

(23]

CRH T0Ewt

G50y 5D czn

CRH 0wt

(331

313 REE ma
C5H CSH # 3 CEH 505wt

c§o Ha
Csn 131} Hi o opsD HA

Ha
Ha p HagpyHa
CSH

Ha

CEI 40%wt

CEH S0%wt

Ha g, Ha

Ha

CEH 20%wt

Ha

CEI 10%wt
Ha g Ha

Ha

CEH 0wt
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71l 4.18 XRD patterns 289TLNUH HA UAZ 0-100 %wt CSH Inaididnsndouniindusie

HUWiniL 0.6 ml/g waziivnaninzdnsasoslan Ngouugi 37°C 91 1 5u
(lifldryanend = HA, CaSO,. 0.5H,0 = CS, CaSO,.2H,0 = CSD)



CEH 1008wt
osp C5D

CEH 80%wt
CsD CSD

CEH 80%wt
05D C5D

CSD CsD
osp “‘:ﬂcsn CBH 70%wt
CsD csp G5O CsD
Ha CSD o5 Ha , Ha F5D C5D GSD
csD oS50
CSD pnep CEH e0%wt
osD o o oSD gsp
Ha oS50 HACSDHA CSD
CsD CsD
CsD CEH S0%wt
o Ha CSD
CSH csp  Ha ) Ha CED ma  Ha CSD g,
ssm osp_ ma CRH 403wt
Ha
Ha
5D CSH . esD T CsD e HA 4
e CRH 309wt
CSH [:13:] Ha  C5Dc0sH fbHA T
C5D i3] HA osp Ha Ha Ha
e CRH 209wt
CSH
CSH Ha HA e
oS50 CS[| Ha Ha Ha Ha
CEH 10%wt
Ha
B ot Ha Ha  Ha Ha
CEH 08wt
Ha
Ha Ha
Ha Ha Ha Ha Ha
LI N I O L L I L L O L B L B LB B B B
10 20 30 40 50 a0
2-Theta
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71l 4.19 XRD patterns T84TNUA HA 4aT 0-100 wt% CSH Inaidnsdautingusie

i 1 v
UL 0.6 ml/g wazifiunaniavansasag levnngoamni 37°C unan 74

(lifldryanenl = HA, CaSO,. 0.5H,0 = CS, CaSO,.2H,0 = CSD)
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o 1 day
| T day
14 —— e
‘a‘ 12 b 3 5m s 30 E-.................E.................% ................. E ................ -t
e
= é i 5
5 [ e e T SRR PIEE S SPPL PP ................ i
= 5 : :
) : : ;
£ : ' ;
E T o ................. e ................ J
- T B . S P ]
g 1 s .
PR S WO N B b ]
3
2 i | i L 1 1 i 1
B : § § § =
a5 > =1 U 5] 5
= g :
5 ik : s %
= 5] = = E s
: £ g
E: E 0o
g s
B &
217 4.20 ATAINANUNIUUTNATBITINUA(Single HA : CSH = 50:50) NNdNAea1TazaNe

a
v 1

519 ] uaziiuiianiazansadianletin Agaumni 37°C e 1 uaz 7 9u

L/P ratio 111711 0.6 ml/g

A19149 4.5 1A UNEARIUR9TINUA HA 50 wt % WAY CSH 50 wt % LianaNsos

ANIATAEFAN ] AVEEMIEIU L/P ratio 1L 0.6 m/g

AN1TATAE Initial setting time : T (min) Final setting time : F (min)
=+ 30 (sec) =+ 30 (sec)

water 10.00 35.00
Na,HPO, 7.10 30.30
Citric acid 10%wt 10.15 35.00
Chitosan 3%wt in citric 10%wt 6.00 30.00
Chitosan 5%wt in citric 10%wt 5.30 28.00
Chitosan 10%wt in citric 10%wt 3.45 24.00
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ANgUN 4.20 WudAIAZANE I IRANANANUNIULINNANAINEA AD A19AZANE
TaTmegnw Anudind 3 % wiw Navanesmaansazatansadmsn Wud 10 % wiw Ing
TawsinanAaaansazarailliAnaanuudanss (Compressive Strength) WAL 6.63 WAy
13MPa 71 1 4az 7 41 AMNATAL BaNAINTNITNANTINWA single HA Fnaasazaneau fi
N FAN A NANUNIULINALBITLNUA I LANFIRANNNNTHANAILUINAY WAZAINKANNT
NedaLRan N RFMYe T UANLTENa LA single HA: CSH = 50:50 NaNAa

1 1 = Y a a é’ ) v &
A17azA8ANT WU saNTUAa L EN A TrT s lunsaEFTN NN T Az T NS
ERFRL59T% (119749 4.5)

AINNIFAATITTNAVBSTLNWANAIRINNNTERFD WU NARINTLUFURINN
saadainfals 1 9w feasdangulazes CSH (gl 4.21) uaziadnsials 7 u dengwla
299 CSD NNAUAINAIAU (31 4.22) annisnaassagdlfdnaausiiuniuusinaaes
= & :al 49( dl nz'll = G s a v o £% [~1
TufNNIwlenaudnslalng e wsesdutiuuslszneuidatan nnlfanuudauss
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PATNUA NN TULA AT TN A AN 2 a N AU 1E I UN N TunnsT fatiannnig

|
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di/ U = md‘ 73 oA = rdl
naaaledsu TwusniAuanEnvnzanlun1sldnun1enisunndgae TuueEm
13znaumae 50wt%CSH LaNAE 3%w/w chitosan MIENTAZANEINTATHATNLINDY 10%wW/W

FINANAHAIUNIULNNAT 1 LAy 7 TUAD 6.63 LAy 13 MPa AuasuLazdnanlunig

[ %

FHF9 6-30 U9 881913 AINATANNNATUNIULINALNTUDE TUS R TAIULBILUAFREN
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HA

e o Chitosan 10%wt in citric

10%wt
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Chitozan 5%wt in citric
C 10%wt
C Ha

e Chitosan 3%wt in citric

C c 10% wrt

© Clitsic 10%w
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71 4.21 XRD patterns 2@9TLuU6 (Single HA : CSH = 50:50) NNANF9881905 A6
waziiunan1azandasiaglatin Nguungi 37°C luwan 1 91 uaz L/P ratio winfiu

0.6 ml/g



