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# # 5872156223 : MAJOR CERAMIC TECHNOLOGY

KEYWORD: Hydroxyapatite, Hydrothermal process, Phase transformation
Nuntiwat Phewkeaw
PREPARATION OF HYDROXYAPATITE BASED ANTIBIOTIC DELIVERY BEADS FO
R LOCALIZED BONE INFECTION TREATMENT BY HYDROTHERMAL PROCESS.
Advisor: Asst. Prof. Dujreutai Pongkao Kashima, Ph.D. Co-advisor: Jintamai

Suwanprateeb, Ph.D.

This research focused on the phase conversion of 7 mm calcium sulphate
dihydrate based spheres which was fabricated by 3D printing to hydroxyapatite
(HA) by submerging in 1.5 M sodium dihydrogen phosphate under hydrothermal
reaction. It was found that at 180°C for the duration of 8 hr, the as-3D printed
calcium sulphate dihydrate were completely converted to HA without any
structural destruction. The phase conversion under hydrothermal reaction was 3
times faster than that of conventional soaking method. The morphology of as-
hydrothermally synthesized hydroxyapatite beads contained micro pore which
came from the interlocking of needle-like crystals. Then, hydroxyapatite beads
were immersed in gentamicin sulfate solution which was one type of antibiotic
drug. The total drug content and drug release characteristic of impregnated
hydroxyapatite beads which was converted by hydrothermal reaction was
compared to the hydroxyapatite beads synthesized from conventional soaking
method. Total drug content from as-hydrothermally synthesized and as-
conventionally soaked beads were 58.53 mg per 1 ¢ of hydroxyapatite beads and
78.32 mg per 1 ¢ of hydroxyapatite beads, respectively. Both of them could

release gentamicin sulfate within 6 days period.

Field of Study:  Ceramic Technology Student's Signature .......ccoecevvieennen
Academic Year: 2018 Advisor's Signature ..o

Co-advisor's Signature ........ccccceeeenee.
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2.1 NSLANPALTD

Y

nzanAne (Osteomyelitis) Wulsanfianwainainnszgnlusanieinnisinige
lnedarulngjaviduldouuniliSeauniilafnonda eoiSua (staphylococcus bacteria,
S. aureus) wagluvansdenaindoainilsls (Fung) winulsiludiues anvsvaanisia
& A | v & a & = = o i
Welinsggnaiunsaudseantidy 3 v 1. Anldeannmenseuaiionlaeiuuafiseyuegly

- = ' | a = o 9 v & o v v
nszuaden wazillensgnlusuneuisdiuinaudemeasividewuailiounsndaid
Wld 2. nsidedaenssunsegn vseatnglavsidmalinseaniinvinvseunniu wuailisy
Judluliguduanmainulavssdudiunn 3. aannsegniifissuunisyuiieuladinilia
Wenndenlnadeulifiinliwenwueiiseifiansazaunasyinlvinszanlasuifenliiiime
uihlugnisdniauuazinieadu [1] szerveensegnanienatandlusun 2.1 a1unsawys

Y Y

sonliiluausyes Tussezsudunuafiseaunsadilululienszanlaainiia 3 awnaiila

nanbitedu vliilenszaniianisindie Tnedadunisfneuuuidaundu (Acute) Tu

v
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2.2 M3snwmeeufiuseuulnaisulumnsienie (Systemic antibiotic treatment)
] (% 1% a r-i’i’ Y] €Y o (% o 1% Y o
dmiunissnuinsegninde lnenildunndgiinisinwiasiinisshwduiend

DINITAMIBRUULIOFI LAzl UURBUNAUAIEN1TIT81UTIue (antibiotic drug) laeen
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wyudeulafawas nadeuluninssinmelagisennissnvnenlnadeulumunssuaiand
(Systemic antibiotic drug) ¥inlenUfTaugarunsadifsusnafifanisiadels ogislsn

munsinwmeglieivadeulunusysuuryuidsulafialdssesiaiuiunssn winuiuuas

1% ¥
a IS A

" o & o v Aa o oA I3 )
IMQEJEJ‘LJ’i%Uﬂ’J’ma’ILif\ﬂuﬂﬁ’iiﬂw’wﬂ\lﬂ’wwummimﬂL‘ZJE)LLU“ULiaiﬂ Lummﬂﬂiz@mﬂummz

| o

| av o a Yy ooaA v oA a v aa 9] v
drunlureediduion uazussiuidanlunseaniiArldgunnyilvieufauesdnludily

Y

a PN a & | & as o a o o 1 o 1=
Ushaiinnsiawelaliunn wenaintienfuediluaisuluimesnnie siluladianny

v
) o IS

Y v aa a A A d 9 &
WutuveseUfiugnuinne Nazmdnwewuafisemduaivgvedisaoaniilavun Fed
ANULELINALLAANTAATBTINUS I ULANDLLAINSaNLE aluAT S aan lUla U Beg

[1]

2a

ISR
Y



Imipenem and
Ceftazidine
1985

Penicill ine | Methicillin Vancomycin Levofloxacin  Linezolid Daptomycin ~Ceftaroline
eln‘;%m Te"TOQ%(O]Ine 1960 1972 1996 2000 2003 2010

Erythromycin Gentamicin
1953 1967

1962 1979 1996 2001 2011
Methicillin Gentamicin Levofloxacin Linezolid Ceftaroline
resistant resistant resistant resistant resistant

staph enterococcus pneumococcus staph staph

1959 1988 2000 2004
Tetracycline 1965 Vancomycin XDR pan-drug
resistant shigella Penicillin resistant (extensively resistant
resistant enterococcus drug acinetobacter
pneumococcus resistant) ph

i s X i i Tuberculosis d
Antibiofic resistance identified JRCISORONES

JUN 2.2 unudauanan siaueuiiue [2]

2.3 Mssnw e UfTauswuuanizan (Localized antibiotic drug)

WesmnmssnwseuituzuuulnaisuluinssmeldessUszsauanudisaly
n3SnwUendeNsAneluUEeT AuhliiAniulIauAnnagldeuiuslusdiuy

n13s¥nwILuULani1zyn (Localized antibiotic treatment) Wnun158ne1UJ¥UgN 1000
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don 139 nTENsSnwkuuanzanaunsasnwInsAndennsegnlalusedu dnninng

o

Tielwadeulumussuumudeuladn sldduiefiuslunauiuianidanundanss

v o 1

lailduiuwrasianmeieldidudiindsen (Drug delivery) Tul 1985 Galey wazamy [2] 1a
MnsAnwnsldnediufawmasianvsefduduie (Polymethylmethacrylate; PMMA) #
fgnsesAusznauniaall (CHgO,), Tun1sshwidvneiliennisineuuusess 55 au lag

N5V TIuglaumdedu daia (Gentamicin Sulfate) NaudfunedLuTiawNIAT
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=

anwazdugUidugunsinay (Beads) dwansluguil 2.3 wasihdiavsinaunduddiuslaleas
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U7 2.3 inthdseuiTruegunediuiiammiasian [3]

2.4 wadlialunastan (Polymethylmethacrylate; PMMA)

[
v o ] =1

a a a N A s & g v & aa A o a
NDALUVALUNIATILAN N TIDNLDULDULD V]I‘UL“UG]'JH"I?NEJ']U{]GU'JUELW@iﬂﬁf}']a']ﬂ'ﬁG]ﬂLEU@

wuusestludihenszgniioidie \unedwesvliandsidneglunsenavetesAsanedinesd
] =3 [~ [ [~ a 6" a
sUstseaniluuuvedugiu (Amorphous) tdunaradanuszianinesiunaladn
(Thermoplastic) Aeuansluguin 2.4 Fadunarafnyfiafaiuisauinduurasuwaliadu
sUlduldlmidnase fauaniflannuludewesnnuuduss anula dmdni wifinaw
WeeNgannivied Fefloniludszynaldiluianezlnatudiu srudetan nldauau
9REMNTIN wagnensunng lunndagnssunsegn (Orthopedic) wodlufiawmiasiangnly
2 ¢ =~ 2 W Ao < | & a 1 A A
Judiuud (Bone cement) wiasaniluianiianuudussuazlufinnulufivdeiliows
waan1elusanig memgraninanedwiamniasiandsgnidenlhiduandtidely

NMISNYIUULRNIZA [3]
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JUT 2.4 Inssaonaaiivesiiduduowasidadnihdenedwfiawmesian [4]
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anusagneadunsedusenainianels auiunisldneduiiawnasianduiansiiinden
YT unndgvihnssnwdnduazdesindniiieniendinisinyiuuanizaaasaduiie
UNeFUAalNIATIINEaNINTNNLLaLTD YN TEANAULATUINNAWULAANT £ANT

agluanninie [4, 5]

ndeddalunisldnuneduiiawmesian eldiuwimnudniasiauTannlddu
fhdsenfsneaunsagedunsedueanainiunelaniendinmssnymdsasaduly
NW3Tuves Butini wazaug [6] lvinisdnwinisldwna@eudamn (Calcium sulfate) Aug
fulansendoznilng (Hydroxyapatite) Tun1sldilutaninhdseuwnunisldnediufiawnia
a = = @ = s = a ¢
San Bawaalfeudauinuarlansendornilniiduaisusznounaaideunnienisinng
faenssunszgnuasmaiuanssufoahuldiluiagmauwnunsegn (Bone graft) osnian

& = wa Y o ¢ & A v . .
maaUsznniinuantilunisdiiueadiieeveauyudlas (Biocompatible)

2.5 lansondeznlng (Hydroxyapatite)

lensondernilng (Hydroxyapatite, Ca;o(POg)s(OH),) tHua1susenavunaido

Woanvlianilafiansesdusenauninalindienszgnuesuyed Iundnilunuunnmaey

Y

(Y]

(Hexagonal) aguit 2.5 WuTannfealduuduegsunsvateniswinuiunnssuuazdaenssy
a = = vad v o & A I3 M va v v
Wensegn Wesnndguandinidrduiilelsmaduawysdlafduazannsognaaduie
! &V ¥ le’ IS & o o v

Suneuyedls wenanilensendesnilnadegninluldlusnumeiugnainssuuas

AIINRDUAIBLIUNY Lﬁawﬁﬂlamaﬂ%zwﬂwﬁﬁmmLL%QLLNQQ a1u150g08aa18 baoInnu
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va o

5950978 HAmanunsalunisgadugs dequautddiindnundadavidediuiunni
weneudanzilensendornlndiundiedsnsduasedeng 4 Wy nsruaunislelas
masuea (Hydrothermal) UgAse1uadlnaln (Electrochemical) UgAse1iadidena
(Mechanochemical ) kagn1sazaltsuaznnmnznay (Dissolution and precipitation) [7]
dmsuansmaduildlunsdaaseilensendesnilng lnevnludenldansussnevunaideond
aunsanandkazlvwraesloasuladunaal@sudaws (CasO,) waadeulansonlayn
(Ca(OH)uazuAaLTNAITUBLUA (CaCO,) MNUASERvaIsUTENRUNYNREALNA (PO,”) 7
anunsauandauazlivoanalossuldduduidlnuidedlsmnsdnensdanszilansen

= L3 dy
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b Columnar Ca

JUN 2.5 lassasandnlansendesmilng [5]

A1997 2.1 a3RUsznaUNaAlvesansUsEnoULAaLTBNWaanNonTIdIUsN 9 Ca/P [1]

Abbreviations Name Formula Ca/P ratio
MCPM Monocalcium phosphate monohydrate Ca(H,PO,), -H,0 05
DCPA | Dicalciumphospate anhydrousmonetite CaHPO, 1
DCPD Dicalciumphospate dihydrtae, brushite CaHPOH,0 1
ocP Octacalcium phosphate CaH (PO 5H,0 133
ACP Amorphouscalcium phosphate CaH (PO,)z nH,0 125 <x <155

o -TCP @ -Tricalcium phosphate, Whitlockite a-Ca,(PO,), 15
B-TcP | P -Tricalcium phosphate, Whitlockite B-CaPO), 15
BCP Biphasic caldum phosphate Ca,(PO,),+Ca, (PO,)(OH), | 1.50 <x < 1.67
CDHA Calcium deficient hydroxyapatite G,y (HPO) +PO,) (OH), | 15<x< 167
HA Hydroxyapatite Ca,(PO,){OH), 167
pHA Precipitated hydroxyapatite Cayy, (HPO) HPO), (OH), | 150 <x <167
A Carbonate apatite, dahlite Ca fPO,CO,), 167
TTCP Tetracalciumphosphate, Hilgestockite Ca0-Ca (PO, 2

NA519% 2.1 1WumsreenuduiusvesansusenevnaaldeunaalnnonsaIu

wpatfsunenedmaiunnd1siu lnswansliiuiunalonsendornilndazUsingille
dndussniuraduuneneanedadiandy 1.67
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2.6 wpaLpugaLns (Calcium Sulfate, CaSO,)

IS (7

Laatdeudain e (Calcium Sulfate, CasO,) §UT 26 10ua1sUsznou
ailunIdniiaauansatunsarargluiinauigaumgil 25°C winfu 0.2 g/L [8] Ianwaue
lassasandniduwuvesslssenin ( orthorhombic ) Aauansluui 2.7 Inenaluumaide

[

Famnanunsaawunlanuinlulassas1aNaNveIn Il

O:SgO

Ca\o 0

JUN 2.6 anslasasavesunaideudainm (6]

azb#c o= =7=9

2
Simple End face-centered Body-centered Face-centered
ORTHORHOMBIC

JUN 2.7 Tessasendnuuveeslssentn [ 7]

2.6.1 upaldenams woulensa ( Anhydrus Calcium sulfate; CaSO, )

wraideudas weulansa Wuuea@oudamailuiiieglulassadawdn &

14 1
o A

ANuaInsalunisazasiIndInIwealsudamnlalainsawazradeudainnig
Alawse Inemluwea@eudamasdailuaiursanulalne N luniusssuenf we

a £ 4 o = o N | v o dl a
Lﬂ@GUULﬂJQU']LLﬂaLGUEJN‘?IaLW@LSNIgLﬂﬁﬁ‘l‘UN']UﬂigU'JUﬂ"lﬁlﬂﬂ'l']iJiaumqm‘ViQQJ

v

11NN31 500 °C danandlugui 2.8 auldndnuaadeudamniisisgaumeiuanaind

= v

= o o = ~ s
L‘V\lﬁLLﬂaLGUEJlIGUaLW@LL@u‘lﬁ@ﬁa(\]gﬂJﬂquuLﬁﬂﬁﬁiuu’]‘mﬂaﬂqﬁ8?’1’371]9]14&63 qmwﬂll
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JU7 2.8 lnezunsuuaadaudamniasuiluan1izanudiulazgamniiaa (8]

2.6.2 upaldeaamn lalswnsn (Calcium sulfate dinydrate; CaSO4+2H,0)

[

waafendamalalawmsn wiensdndulaeraluludesudy (sypsum) Wu
~ ) o~ Ao s I 9 o a T Ada
wra@endamnguuuunieniivieglulassasiwdn dauanansalunisazaiey1i
fudulasuanudeulunisiunldlusnursunsndmsuasiedaneasaunduszey
natuuswdateefndeandlugun 2.9 (a) wag (b) pgglsAntunutguilu
n1slggudulununeaseImsiiosnauandalunsazargnfdvilvineunIng
P = ) a Y] = ' Y] a
mmumamaaLmawsmaL‘Wmmmmiwa‘v]maaqLmaizammmu"LUmLLamﬂug‘Um 2.9
(©) wag (d) elaTnurAanazlasuatsUsenavnealdaudamaluiduaisusznau
wAALT YN ALNALBI9INATUTENDULARLTIUNDZNATANNAINITO L UNNTAZA8UN
7911731 TwauAdeva9 Sassoni kazay [11] lavinn1sAnwin1silasumawaaidew
Fawalalawnsadulansandoznilnddaduniluaisusznaunra@euoains Iy
LEFUIUBAaLR e uTatneastuatsazatelakouludeulalasaunodane
(Diammonium hydrogenphosphate) 21nNAA1SNAGDINUINLDUITUIIULAALG B

Favlnaaluwrluaiszazarslawanlufioulalasiaunaainn waaideuda LW naziina

msWdsumaldifuuaaidoulslasiounoawa (uglev) Calcum hydrogen

phosphate ; CaHPO,+2H,0 wagiilousuiitesvosaisazarelimduntsunniuaie

wouluilsulansanlannuaveslansendoznwilndiintu lnea1susenauwAaLte

]
=
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A15U5ENaULAALT s UN B AL N AT NURITUINUL8UINUNITALAN8VDILARLT YL

FaNaNIEdNaATUINULAAANULES 8 LA DNAE

JUT 2.9 (a) waz (b) WusegsermanifinisliBudulununeaseennis () uae (d)

Y ' PN =~ a o
WUAIDE1NDIAISALAAANNLFINILINNNTAEA1UUBIT U [9]

av a o

uaﬂﬁ]'musm/wmmﬁ]ﬂmimﬁ'lﬂ'ﬁﬁﬂmmﬂ%@ﬂ%’umLﬁuﬂsz@ﬂLﬁaw%%muﬁ
n3gan LﬁawmQﬂ%’uﬁmmmmm‘lumsgﬂ@m%’ué”méwmaié’uazé’qmmdaa
LmaLs?iaulaaauaaﬂm%asﬁwLﬁ'aﬂizmumia%ﬁaﬂiz@ﬂ%um‘lwﬂ TuauIdevea
Tsuchiya wazmug [12] ladnwin1siedeuiiveadaumafoudamnlalamsniigey
¢ A < ) < =~ Y] A v & o &

wilnduieanainuiirlunisaaedivendannal@vudamanldiduduudnszgn
o YY) AV Yo a ¥ ) =3 = o I

dnushwinseanilasuanudenesmensidawaalgeudamalalawmsalugly
arsavanglaleifeulalasiauneainnioungl 20 3e 60°C lagnun1siiaumanyny
Indgunusiiuseuiteuniaunadeudainalalansnainisaesgamgd uinuing
gaumnadl 60 °C fUsunavesermndiunnit FanaezmlndiinduuiaziAnan

a U a d‘

nMsnueasdaainnsazatseenuluasazateeamn Woansazanewoaima
dumlumeuradeulensusziiansvidjisendunazanazneulusznilndau lu
NUIT8VD9 Baek wazany [13] dnslddudunauiulansendasnilndwisasady

TansindelUsiu bone morphogenetic protein-2 (BMP-2) Fodulusfudinsu
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2.6.3 upaldandaia adlawmsn (Calcium sulfate hemihydrate)

v v

waatduudaiatadlatnsansefiandulaeialiluie Yulatanes

3
Y
(Plaster of Paris) 1usUuaa@sudamaniuieglulassadiminiiisiniafe?

CaS04+0.5H,0 Hauadssniamesiulauniindnauwazianungudilulaseaing

[
= =

nan waadeudamnydaidgnidenldiluaisisiulunisdunsieiaisisznau

waaeuveamnyineineg luauddeues Nilsson uazany [14] lavinsusuuss

[

Fuusnszgnvideyuszmilnaindniuainueayile suaaideusloaia (O-TCP, Oi-
tricalcium phosphate) ImamilﬁmLL%LS‘E&JM%LW@LaﬁlmmmmiﬂmamLﬁaﬁﬂﬁﬂuuaz
wilndAnsnsuiidvunamifudululassadsganianueaieudauin edlans
semsthludasluasazarelaleionlslasiauneans (Na,HPO,) owuwoany
TnsupalfouneamnfinauuradoudamneilowmsaasiUudluaisazarelaloion
lalasouoan nuinmaseanilasuaadouneamnaziuasumalydulansen
Fovnndfiviawaaidenlulaseadie (calcium deficient hydroxyapatite, CDHA)
Turasiiueadsudamneilownsnrzdsunaduinadoudamalalowmsn way
idlonarlunisudifivannuwuin L*V\Ialamaﬂ%aswﬂmﬁﬁﬂ‘%mmﬁugqsﬁﬂmmzﬁ
wanrafeudamalalawsaiiuiuinanasmasnuinateaideudamnedle nsn i

Liwaeuwaly duupadendamalalawmsalusinandniesduanduu 2.10
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JUT 2.10 AmnuduiusvesUsinalansendormlng (HA)

wraeudaneilawsn (CSH) wazwraeudanlalawmss (CSD) [10]

[

Tuwideves Qi wazang [15] WviinsAnwinistugUudusaaiiodenis
3MINT3U (Scaffold) A1ntATaIRuN 3 Afnsuaatduudainaeilowmsauasuiy
1019 (Mesoporous bioactive glass, MBG) lagialuiilaunaidoudainniadls
wsniufAsefuinagiiansdsuailuseadoudamalalomsn Fsluni
msunnduaalendaminlalawmsngnlidudwudvainsegnlunissnuinsegnillasu

= - v & = 1A =~ @ 1
anudemenseldilunsggniiion wiidesanuaaideudainnlalawmsnliiiany
= N [ a i i st ] o ]
wdesluaniiendanuiunse daudedhnawadlusanieniiassanieanuise

aanswazgadulasuiuly vlnludedeslunislduna @oudaumnlunissnuw e

wwaAnn1sUTuUssandRvesuaa@eulalawmsnsinduuindinim 9In3UN 2.11 uang

a aaa A& a Y | =~ Y [ aa
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Bioactive Glass Surface Reaction

JUN 2.11 wiuseailelgemadamnssuiinnuiiginim [11]

2.7 msdupszilensandesnilng

1%

Tutagtuiitslunisduesisilansendesniludeguinunevaleds Feluwsasisiiden
wazdenssuanaieiuly lngvluaiunsanusussiannisdunsieilansendoswilnale
pontdu 2 Usstanman Taun n1sdauaTgdibuunife (Ory chemical process) Fatdunisdansizi
Tngldfinsldansazansvoanavseldthadnteslunsdunsizians nseuIun1sduATILi
[ Id [ 3 v 1 o ¢ v aaa N a =3 ) v
Idun1sduasIzibuulie Wunsduasziseljisenadidena waznswanin Wueu
lunsfuasgiwuullon (Wet chemical process) Lunszuaun1sduasIziiualsazans

{ & [

vaaailagliufisenintuluansasas nssurunmsdunsenndaidunisdunsnsieuy

IS 1 [ (8% s 3 2/
Ton Wun1sdunsziaen1snnagneu wagnsyuiumsialaswesueaidunu

aaa IS

2.7.1 nszurunsduassinieuisenaiidana (Mechanochemical process)

aaa

nszUIUNIsAuATIzmeUfAseadiBenadalunisdaunsiziuuuunig
sUnuunflandnszurunsdunsnziufisenaiannvewds (Solid state reaction)
TnvardausadenanianusududinszdundsuniuiiveseuniaLiiogiess
UfisemeslulauiinuSeisendenuan (Kinetic) veseynaliiinlddieunay
wsadanadildlunszuiunsdunszizduitisadsimiuneynirainnsnsznu
) A vy A Ao v w ] v X awv L.
i Wieasiunidulaseninseunaliny lunuideves Tabrizi wazan [16]
lanaifatafvenseuiun1s mechanochemical Iaunsadansiey lansen

Fagnalndlaainarsusgnovunatdoureaiinydndugivu uglyn

(CaHPO,+2H,0) Tuillng (CaHPO,) waa@aulnlsweas (Ca,P,0;) wazaln

a15UsENaulAaL@susindulty wAaLBuuA1SUBLUA (CaCOs;) laganu1sadaasIeH
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lansondoznilndlalunaiau daldsed gnniTsnsdunssiwuulen anyue
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windndilgdvunadnlusefuounauluuns udiidedesinalensondozmilnd
mmﬁmmsﬂmﬁaumﬂQﬂum%ulﬁ agalsinudsnisdauasigimeujiseeiiang
Finsgnldlunisdaunseilensendornilnduuuiiesinfad uidu Waeeiu
(Fluorine, F) waunlug (Lanthanide, La) @nsausfisy (Strontium, Sr) ashulu

Tassasenauandlugun 2.12 WeUulpnaautfmuanuuduss anudundnuas

[
Va2

Auansalumsyiiiwadnszaniasaivlavadlansendosnlndlinvuainisa
wanninuigusumdnvedlansendeznilndnlaasduivgungdnldseniig
N13FLATIEAEIgURLITY [17-20]

FHA Crystal structure Ca (PO,) (OH), Ca,(PO,)F,

30" FS o R
X' odc 0@ §:c>«§1-7°2§i§%";
o i i ht o
,\ﬁ OR of T}o vV)

OH ™~ Groups F~ lons Hydroxyapatite Fluorapatite

JUT 2.12 wuudnaedasasnidnngeslsesnilng [12]

2.7.2 NTEUIUNMITFUATIZNAENIIANAZAOU (Precipitation process)

msdaaszsifenismnnznoudaunilslunsyuiunsdaunszinuuien
(Wet chemical process) gunuunilalaglénalanisiinufisenaiiogaieluguuuy
yesansazateiininnd 2 viimhufisenfusuinnisanaznoudaansluguil 2.13
msdanneishensanazneuidunisdaaneiilifirnuduneilesannuaniasi

¢

nlanendnisduangriiudiwazgungiinidlunsdansiznazdindt 100 °C &
Ay v Y] fY aa = v ) a a =
nalnflaann1sdAsIZiene IS NITRnAznaulIziieNTaInunalnn1siiniieales n1s
sausanutdudiinded (Nucleation-aggregation-agglomeration growth
mechanism) wazn1siaulaluidundn dadunisduasizilansondaznilndaae
& P U A a P o ' a £ o v |
nsvuIunsiasivadeninertewmalelady Wy AmuuTansvesansnanu A1iiey

Yosansazay gauuiinidlunisdaunsied anudilunmstuniuans Je1avgdma
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FUATITABUULIAY TuauITeva9 Yelten-Yilmaz wazame [21] latdansazane

a -

whawaulansonleainufisendunsneesinneanasniieduasivsilansondagmn

4 1 a

Ind Inpdinswaguuvasladenldlunisdunsient wu gaumgiinldlunisdauasien
AnusIlunIfinasazatensneesnoanasn FaMuINANULTMTUTINAY B9
Wanlensendevminduardnuazsuiwdnilalianuuandeivegadaauiednig

WasuwUasadely 1w gamgiilumsdunsien [22-24]

0.29 M Di ammon| ium

hydrogen phosphate
Ammonium Hydroxide Hirod
(NH,OH ) solution
to maintain pH 11 / - Hydroxyapatite
\ { | suspension

Hydroxyapatite powder

yapatite by wet precip

JUT 2.13 NsgUIumsdunswisensanaznau [13]

2.7.3 nszviunsialasmesuea (Hydrothermal process)

nszuaunslalasmesueaiiunsyuiunisiidiassanneduiiuuasussinie

e

Tusssuwfvedlanun nenisliduanuvesudadegneldansazaeiifioaumgiuay
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Anusulegs auseunegnglussuvle dadunildduyiseduaseiuuuden
wet chemical process Ingarusaunazausuluszuulnazsidudiadieufisen
Yosluaingndsean (Supercritical fluid) Wetisissdnsnsiinuiisewadllistu
Infu TeRvesnszurunislalasmesueadadunszurunisdunsiziaisussnau
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Andulala [25] Tutagduanusaduuntssnnlalasmesuealdnunalnufizend

WARTUNEIUNTZUIUNSERATIZY TawUseanlasanaludl [26]
1. nezunundamzilalnamasuaalatalAanisdansfaadALan
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NSEUIUNTALATIEVLAYDIREN1TEANEFVRIALan LWUASISULSNALD
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aa ~ ¢ A a v v | ~
nsaLesaulnaelummAsEeNsTRAN 1SUANNNIT AU BULNANTAZAYU]
AT UTUNINTUIINATTIEMEnatelule asuaa@eunisuandian
(Calcium carboxylate) agLinn15aa 1862 wazuanddulessuluasavane
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WUTUTIEI0 HANLAALTYUNDAMAILLAANITIIUAILALIATU NTLUIUNS
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dunsensigisnsaanesiiveshianazlasuninlans endevmlndnidudu
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¥

nsrUIuNSduATIRilageAunsaaieiivee S el venfeyeiiiua pH
Iuﬁ’]iazaﬂﬂLﬁ@gﬁﬂLﬁﬂﬂ’]iLLGlﬂﬁ’JL“f]ul@@@u NNTLUIUNTELATIZILAE

[ o A

nsaAsuendaniluditeuneaouleseuliluiofoaiu uiidewinen
pH Tuansazanedirnegi 2-4 IneUszana@adua pH Nlaasendezmilnadl
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fianaaties nsaangivesyseluasazangliidn pH u1nndt 4 Jsaunse
] ) & a v @ a < =2 0 X
Prelilgnsondaznilndiinnissiudduuaziiadundnladdinedu a1n
Uisenisazateuaznisanagneau JUTRaNvedlansendasnlndla

PNUFsenNsaaeivesgseaslsuTwandurunsuaglngninisou q
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asndidiuusisslunmsviujise lnenisihaisazaefiiveadoulosain
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lnense n1elagaumgiinginda 100 °C lagdl pH Yesa1savateliinduas
Juivuiserniavunieluszuulnevuevesndnlansendoswilvdinlaain
UAsensanaznauazivuinillanninisnisdunsisiaieUjisendu

Tngmiluiasiivunegiseauuily

4. nszurunsdunsizilalasmesusawnal@euneaalaelduizen
wenaaIERETh
nszvunsduagiunadsimeaialagliufAsemenaaefetiniu
FBnsdunszilasnismunugungivienn pH ieviliunaidoy
Woawladiduansdsfuifanisazasnasiinnisanaenoulmidnass
Juleasendoznilng lnvuaadoureamadldiluarsdaduly
nszuIUNIIRInaUsznaulume wradeunsamnuuuadugiu (ACP)
lawpawsuoamnuaulensa (DCPA) wislauaadeuaanalalawnsn
youokAA@yIaaNe ouelalnsa (MCPM) waawaulnlsWaaina

(Calcium pyrophosphate) taziaatgeudatns (Calcium sulfate) 11

Ufisenlurisemmall 37 s 450 °C

2.7.4 nsyuirunsiwalamesuea (Solvothermal process)

nszurunTlwalimasusatdunszuiunisdunsizinininuealedu
nszviunstelasmesuea ualdivinazareflulyunlunisdunsiznujisenlae

& °

) & o o a [ P |
druninaziludivinazateidiyanendn aruisasswenatgiduleladine gy
Loanagad (Alcohol) 3o axdlau (Acetone) WisliiAuiounnalsazaisauinnig
I o § v a Y q' i 1% o 5 1%
seignateluleszilnAnwssduloniuinniinisldaisazaremiuin dwalv
WnufAzenvedlunaingnisernnuinniinszuiunisialasmesueaniduniieldy

AT luNSANATIEATIINAU

9 Y

275 nszuaunislalasimesueadisadululasian (Hydrothermal assisted

microwave radiation process)

nszurulalasimesusamisrdululasnmidunssuiunisdunsisvnldnau

v
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3 Y 4 2/ ! 1% ~ o g o
llliﬂiL’JWLﬂum’ﬂﬁﬂ’l’]iﬁ@uLLﬂﬁS‘U‘U@'ﬁ‘EJﬂWiL‘VmEJ'JLHGU’J’EJLﬁﬂﬁi@u‘ﬂ@ﬂuqmﬂ‘iﬁm bana

a3 ARNS A URAN AL AT UAINUSaUTU FIANUSoUNARTUILLIAATY
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nngluszuy Mililiauwandsainnislianudeumewmisuiidunisiiaiy
Fowannneuenidnludnelussuuduansdugui 2.14 anuseauiiindunielussuy
ag1951AL g lARanmALTaudeIn (Superheating) inlaungiiniely

Y

FTUUVBIATAZANENE WL TN dwmaliinujisewedlvaingeBaentuld
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(b) (& 8

Microwave
Irradiation

JUN 2.14 nszviumsdsasigilalasnesueameniululasiin [14]

2.7.6 nsgultunislalasmesueanlsusaaii@ana (Hydrothermal assisted

mechanochemical process)

nszvaulalaswmesusamensuaiidenaidunszuiunisdaunsizrntdusatiu
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2.8 NM135WuN 3 8@ (Three dimensional printing; 3D printing)
n3TUIUNSNAALUUANTANTER (Additive Manufacturing, AM) 1Humilslunszuaums

HAININTTRLFeYaRYLINIINNSFUIUNSHARLUUA AL TanBen (Subtractive Manufacturing)
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P81 U MINA9 WE Aa td Weselu 282 [27, 28] lngnseuiun1saun 3 Aadmduniialu

a =

nszuIunsHanLuuNsinian lutegtunnsiiud 3 Saduisnistugunlasuaulieuwasd

Y

a
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gnwairguiilndifsatuusivuuldunian dmiuisnistuguiunuvesnisfiud 3 TReed
anauanestulumuusaznadaildlunisiugy Tnsasnaunimaseunaztaneiuifu
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2.8.1 maviuasdamileruunsian (Binder Jetting)
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WapAUseNauYaItuuAaINIuly 24 $alua (v77) [17]
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1-8 H1u9 91NM15199 2.2 nudaneadsudamaiadlansainnisiasukdasduma
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Faialalawse lnegundnegludnvaznausiiuauinlugnguuunalngnelulasadg

A15197 2.2 WaeerusznaunnuludIuanunsanseuansiegna [2]

Table 2 Summary of the EDXRD experiments. GYP = Gypsum,
BAS = Bassanite, HAP = Hydroxyapatite and MON = Monetite

Experiment Temperature Beam Reaction time ~ Phases observed
(°0) position (minutes)
El 100 Edge 242 GYP, HAP.
E2 120 Edge 64 GYP, HAP.
E3 130 Edge 109 GYP, BAS, HAP.
E4 140 Edge 115 GYP, BAS, HAP.
E5 160 Edge 83 GYP, BAS, HAP.
E6 180 Edge 57 GYP, BAS, HAP.
C1l 120 Core 485 GYP, BAS, MON
C2 140 Core 469 GYP, BAS, MON.
C3 180 Core 212 GYP, BAS.
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Iy a a a I3 ~ &
JuuNsINsruenwmisuanwaaideulansaenlen (Ca(OH),) WATLARLTIUAISUDLUR

(CaCO,) Mnannldanueanin tnetuudasluasazanelalaneulalasunamnnaing

a

ANty 1 M waztluiunszuiunislalasmesueaniaumgll 180 °C Wuan 7, 24 uag 48
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Tuuaufiwisutuanuaadeulansenledfinaniudunumalesauaulag
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=

i . I Sp—

N W U DY

20 40 60 80
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Calcine c X Aragonite
C Calcite

Intensity
(@)

Calcine

20 40 60 80
2 Theta (degree)
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mMsdaaseinuly 24 Pluslurasfisunungesslnlusliienisiisulanadionan
Tumsdansevirinuly 24 Sluswirfusisuansluguil 220 aunaimaozslnludlitions
Wasua oradnarnaezsilnludiianuaiesiunnnimausaledilildfianisazaiy
aaﬂmv‘]’wg‘jﬁ%mﬁ’umiameameﬁagjiauq Turasfiawaalesiauaiuiselunis
azanwoonuiUATefuassaerleaminmiaiiogsey o ldAnidsamnsadsumaiule
asenTevnilndlaanin waviledisuiumsduaseiildueadonlonsenlefduaisiadu
nuFunuilawnadouaveunansnddsumadulensendesnlndldesauysal
meluszezafivifusansiiiuiiseuaiusalunisazasveunauaaidouaisusiund

fAnlanraoulansanlan
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] X ¢ llydroxyapatite
No calcine
X X Aragonite

X X
X X o ¢ Calcite

ISOLC 24 hr

Intensity
-

Calcine

180‘C 24 hr

c

c ¢ & © i cc cc
. T : 1 : 1 .
20 40 60 80
2 Theta (degree)

JUT 2.20 WlaesdUsznevvewmAa@eunsvaiuniiunsyuiumslalasmesuea

NUITFINa AU UlU P NZE U UNAS HUTUIINANTUTENDU LA LT UL

19 duansdsdulunmsdaunsizilansendozmninduiunseuiunisialasmesuea F9vununly

a ¥ aa é’ a I3 aa & 1 dy =1 1 v 1 a U
91AIYUAIYIONITVUFUIINATTANNN 3 mmmawaawgﬂﬁ]uwugﬂmamqG]VL@Lsuumsnﬂu ng
P = = w
PANNAINITOIUNTIURIUL YA NEILTUNUAINLAINNTAlUN15aY A8 BIE1SUSE N

= d‘ o aaa LY r-:l' 1 d' o aaa
WABLTEUNAZAZAI8DDNUIVIUNNTEINUAITazagNDdNANDY TRV tWov1UfNeIuay

anagneunduineglusualansengoznilng
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Ui 3

A5AHUN1SIY

o

3.1 Igiiv asniluazgunsalitldlun1siide

[

noAuLavansLAl

1. dauradeudaminedlomsa 0.2 nSu ( Calcium sulfate hemihydrate sphere
beads )

2. lalaneulalasiauneanueulania ( Disodium hydrogenphosphate dibasic
anhydrus, LOBA CHEMIE PVT. LTD. )

3. Lusnipdudaina ( Gentamicin Sulphate, T.P.DRUG LABORATORIES (1969)
CO.LTD.)

4. nsalglasaanin ( Hydrochloric acid fuming 37% Merck KGaA )

5. lmdsulansenlen (Sodium hydroxide pellets, Ajax Finechem Pyt Ltd )

6. UINAU
gunsainlaluauide
1. Jnnes

YoUANaNs

1P303TnANLEY ( pH meter)

NITUBNA WA

2

3

q

5. nszvanmwasu ( Teflon liner )
6. VIoWANALAULAEH

7. Nanangn

8. vmnunau ( Evaporator flask)
9. WU

10. Lﬂ'%'aﬂizmaﬂmav’f]ulmwua £1n1A ( Rotary Evaporator )

R

11. $INTDIE1S
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3.2 FumauUNTIY
TuAdetdudsoanifu 4 dwldun 1. msduaszilaasendornilnd 2. s
Answvilansondeznilndnlaainnsduaset  3.n1suidneufTrusauidedudains

asuulansandaznnlng 4.n5ms1evinanisUanlasgen

3.3 mawseudadandithdengulansendosnilvg

331 mugtiumudeuradendanmeileanse

<

nakpasudaaeiilawnse ( Calcum Sulfate hemihydrate ) 3olUu#

Y v

sPniuludeyudanames ( Plaster of Paris ) flgnsiniide CaSO,0.5H,0 gnidentd

Y

[

I % aoy Ay ! = a aa [ g r_‘{' a 6 o
L‘U‘L!ﬁ’ﬁmQG]'lﬂ,u\‘]']U’JiJEJulﬂgﬂUiiﬂ:L’dﬁﬁiuLﬂi@ﬂ'W?,J'W 3 UANAIAINUULATDINUNILIN
= o al £ a A < Y 1 1 a
ﬂ’]iISEJN\‘iLLﬂﬁL‘USN‘UﬁLW@L@&JI@L@S@ AI9INATUUUAIU MUUS I UTILAUKIAI8819N 8 UN
:: r-:l‘ 1 dl‘ d‘ (Y I L2 a dl k4 a sg v d‘
anndsilegneluiaesazinderaiiegveanundiusnaunldniontusuassui 3.1

Inkjet
Printhead |

Leveling Roller

Binder

Powder Supply Feeders

Powder Feed Piston Build Piston

JUT 3.1 ipSesitun 3 dAsvuunuansdamiletuunsTan [16]

U a 6 % = oAl o dy = (3 PN d' dy I 5
Wiiuiuagminnudagyihnstusunaueaideudamnignindeduunias du
(Layer by Layer process) lngn1swiageeansdainiletasuuiivesdueuy aslunsdl

A o = v al a H v a 3 a N <
UABUN NQLLﬂaL‘*UEJQJ"ZiﬁL‘V\IG]LS@JI@L@iWWQﬂﬁZ@@QU’W’]ﬂ‘Vi’JWlI‘W‘GSLﬂ@ﬂ’ﬁL‘UaEJULWﬁLUu

= o a d' = a o i vy
LLﬂaL"?]fJﬂJ"?jaLWWI@I@L@?WLLaﬁLﬂ@ﬂqﬁL%aﬁJﬂﬂmﬂﬂusﬁﬂwqﬂﬂaEJEJ‘VN‘I'J

3DP
CaS0,0.5 H,0 CaSO42H,0
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£%
= =

wpaldeudanlalamsnaziianisanudndu lneanuniunesunululaay

o a L4

S A 4 o T+ a &
JuagIunuarNeonwuulilulusunsy e AunuasnuulIasuIAdauuuiy

¥ T Y
=

Afunuiitusuluastudouiosuds gruvesiuiituuaranseduaduunuuuad

Y]

\elvignnasuinrswnadeudamnasiviuaungniugdionl) uasiifiuiasiafoud

winstugUlugunulududaluiouniveiuiied ouuuiiveaduunTuguase
La7 ALATRIIEYIIUANY LU0y 9aunTENIATUIIUIUNTINANVUIALEUNIY

gudnans 7 Tadwnsfauansluzuil 3.2 FsaunaBeudauineilamsndldlaldly

¥
[

m'isuuw%ﬁmu'mLﬂuﬁawaq%umuwﬁwaﬁmﬂi inasUaglalagliifinnisidesy

Y U

[0

oglsfinumstuguseindeadududsdidninidososlunistuguegivuiu

T mm
[—>

—_—

U7 3.2 dinunadedaminlalewmsn

a (3

Tofauvedisn1svusUmeIAsdinn 3 fAszuudududdan

7 1 v
A aa

1. NUNN q%umm:ﬁ AIMTNUEU

2. TUIUATHANNNTUAIE

3.3.2 Msdanszyilansandaznindannteadsudamnedlawse

daunadsudamalalawmsn (Calcium sulfate dihydrate, CaSO,+2H,0) 7
gniugUsisiaTesiind 3 Sdazgnilusuldanudulumieuiigumad 80 °C 1w
nan 15 undt neuflidindususiuiy 3 Wagninnusludiinduuazarsazaisle
Tuieulslasiauneailn (Disodiurn hydrogen phosphate; NaHPO,) fienuidiudu 1,
1.5 waz 2 M mudrdulunszuenimslasunouthluldlunsiemdndsgud 3.3 uay
ihloulfenudoufionmgii 100 -180 °C iuma 2 - 8 Falus udmniwiniséns
asrundefimyegiiiatusudisnisiiluurlui fewbunat 10 wift 2 adsauda

Qy aa Y = ¥ % I A
Funuiidvnnaidmniiwraduie 1 Au
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U7 3.3 nszuenimiasu (§18) nlewdnaunuias ()

3.4 ANSINAIUNTA A19YDIEI5AYANY

ansavaneldlunsudlindunuaggninranmanudunsadisiieinsesindiiey
(pH meter) 8vi® METTLER TOLEDO Seven compact fauandlusuf 3.4 noulsy

NSEUIUNNS BRI URakar U US U UNUANNLETaINTEUIUNS bBlasasuaa

U 3.4 1A3833A pH meter
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3.5. MIATIEisAUsENauLE
a [ (3 a (8% a d’j v a x 4 ¥
NTIATIENDIAUTENBULNAILTATIE VAN ATANISIAL I UUTDITIAENG XRD M
W38 X-ray diffractometer Bruker D8 Advance siauandluguin 3.5 Ingldarusnedngs 40
KV waznszuadn 40 mA lunsnsziussdidndannlane Cu Welminssdidndainvasn Cu-
= J v o a ¢ s a 2 o 1 v
Ka M3A1A08MARUNAY 1.541 A n153A51eiin@asausznausuaIneuduauiieg 1l
Yy oy -y o Ay v a o i < s =
widruadunuiiegandesnsnageuliilunsazideauaviluldlunIesenyoss g

A5 UUTELANNITIATIZIRUIRan Y 2 Useunnlawn

» msieseiiaguain (Qualitative Scan) Ténsiasussaiias 0.02° 14aan 1
uniilumsiasuya 0.5° 923 26 Windy 5-80° WieAnwiesdusznaumaiiogaielu
1911

» M5ies1eiideUiunn (Quantitative Scan) T¥niswasuesseniias 0.01° 1aan 1
uniilunisiasuyy 1° 929 26 Windu 5-80° WieAnwiUSunaveanaiiogaiely

FUIUY

gﬂﬁl 3.5 |30 X-Ray diffractometer
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3.6 NMTIATIBNLATIATINNI99801A

N153AT12RlATIES1InRan AT AT ilagldndesganssaiBidnnsounuy
d93n310 (Scanning electron microscope) Ju JEOL JSM-6480LV ssuanslugu 3.6 ade
NSLARDUTUNIUNABINIINAGDUMENDY (Au) 911U 2 T0U T0Ua 100-120 Jurfineuiild

N8939anIAUBLANATOULUUABINTIA

Ul 3.6 ndesganIsALBLANAsEULUUERINTIA

(% '
a

o a < =3 a 1 al = [l P [~4 a
P1Fuundudawrasudamaeilawnsa@sxunislasumadula esendiagnn

IMAA8NEUIUNST bELASIBTUAAUNIASINTINANVBITUIU LDFANYIANWAULLATIAS19INIS
a iy X a v & 9 en' ° dll &

3a01AN8TUHIVOITUNURATNURINUUDNYDITUNUATUT 3.7 Tngazimundoninity

RATUINUFIDEIANTIRINIYUDNIT outer HIT19IUTUIIUATINA9IT center hazRITI9TY

(%

FUNUANTIVOUI edge
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Edge Center
' ~a v

Outer Inner

JUT 3.7 uanensinsendunudmiuinwilasiaiianiegania

(% '
a =

nduduuiwisulilyouiigunall 100° C iielviduanuuiwazliiloun
= =Y ] A ° A 1% a o P % 1%
widesglutununeufitzllinfeudmeneuaziinseilassainqaniadiendas

JansIAUBANATOULUUABINTIA

3.7 MR TRNIINIE A NUDIT UL
37.1 WNAVBT LN
nsinrunvestusaziasenslinesies Ainea ju ABSOLUTE AOS
DIGMATIC ﬁdLLamﬂugﬂﬁ 3.8 5’Wummé’whu@uéﬂawz};wﬁ’u 5 afslufiAniedi

LANAINULAZAZUUIUALREAY

% 100 10 120 130 140 150 mm ABSOLUTE BEE
0 in

oiIGmATIC

=b

U 3.8 1osiiles Adnea

Ca
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3.7.2 Wwiinueadinguan
- o Y a < = v a v v « 1Y)
Umdnvessunuiniludawaalfeudanaieilamsnizinaieiniesds
satorius Ju BSA224S-CW dwiiln 4 sdunssauanslugui 3.9 lngazinvuiauay

YN NDUBLALARINTAILATIEN

SUT 3.9 13esdaans satorius Ju BSA2245-CW

3.7.3 auviniiueiiuniazgnguneluua
nsinauvulduveunuLazUTInusnuaglutunuag Inlagniseuy

lamnuduluduauiigamgll 100 °C Wual 12 FlumFeudulmdnndseu Feen

U

dmidnflaazifuinidnusiavesiuau (Dry weight, D) wazirdunuldaslunie
gaaIn1A 3 Bueheler fauanslugun 3.10 a1ntudsihnisgaeiniAeenlvissuusy

Tuaningeyginiandoudunal 30 wiiudrdaninaudnaslvluununieuduna

' U (%
1A [ o o Y

fodn 30 winanduihdununudeghnhndusndedmdnlunidwetuiinaniwin

dunTeluun (Suspended weight, S) LazdULU100NIINTUINUABULILNITIUININ

o A

Tursesdsasiietusinartmindudingslueinie (Saturated weight, W) neu
i lUmAANUILILTIY (Bulk density, B) sniulUnvastunu (Open pore) uag

U311915 (Volume, V) vastunulaaingnshulsnimeaeu ASTM C373 dasialuil



U7 3.10 nifegayainie Buehler

U31A5U09TUY
V,cm? =W - S
el 1 cm? ssnididwhdudminuesni 1 ¢
mmwmuﬂunmm%mm (Bulk density, B)
B, g/cm’ = D/ V
gwauﬁtﬂmﬁmlﬁmﬂ
YSumsgngudn, cm’ = W-D
Ysumsvessngula, cm® =D - S
§W§uﬁﬂsﬂﬂg
P,% =[W-D)/V]x 100
e s = dhwindusiidsluii
W= thmiindusdidduennie
D = thwiinus

V = Y5095

36



37

[

32.8. NTIATIEIAINULTILTIVITUIY

[

ATTRAMULTILTIVDIT U UL TR IEAINNAILTa TN TNUS UL ST laelHASes universal

testing machine 8% instron 5500 lagAM5NaiATUUAHIUANTIRvUIALAYETNATUL

Ya

wusanldnagaudaandlugui 3.11 andudsinsuiussesududaiidsserlnaifesiu
= v

Y a{' & i a L% 1 [ A PN v a v <
TFUINUUINNER LL@SI‘UGN?’]’]‘V]Lﬂi@\iﬂ’)U?’]ﬂJI‘VILLNuaﬂ wwanuiaswdsuaulaglaninusy 1

mm/min MA1TNAAUATENIT U ULARANULEN 8 TITUTINKE IWEJ?WI’]?]’NNLL%\‘ILWQ‘UE)\‘I Lf]@

FUNUILARINFUNITAIABD LU

¥

PunusulanauinAuLEene

2D

IENGAG AT

WwAAN (Crushing Strength), MPa =

4k

UINU

JUN 3.11 \AT0MARBULTITING

[ '
aa

3.9 MFIATIZANUNRINGTUTUIY

v
3

ANSILATIERA

a

wunrineluiunuagldiaTes BET 81 GeminiV 2380 sauanslugun
3.12 Tumsiafiunivesdauralondamnedlamse nadatunuazgndnlidvuindu

Kugugnatainndt 0.5 mm antuidunulldlunasauimendainminveduanuild

[ [
CY a 4 =

TagU1nU0ITUNUILABININNTT 0.5 ¢ AeutduulusulanudunazeiniAeanain

4

wnuiganind 100 °C 1u 1 F3lus ndsntuinihvaeauiifiussgiunuludaiminne

2D

#deneu neutnasawmNuITyTuudat llunsasinisuiunasnunInlge1ade

wipuAvlulasiauvaildidnluinsawdidvimsiaiuniinigluduausienisiidunuge
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[
& Y v

Funfalulasiauiieuiunasndnsds Nundmdidaveduananialulasaunldlunisiniui

RAAMNAY 0.1620 nm?

WL LL ks —

¥ '

SUTl 3.12 \nSesdniuiiingsie Geminiv 2380

=2 ad Y v oA Y v o 1 ) s
3.10 ﬂ’]iNUﬂ‘EJ’]‘lJQ‘U'J‘U%Lﬁ]um’]llEJ"U‘LJ@Q‘U‘L!Lll91']ﬁ@]GI’J‘LJ’IE‘N872?U1§@5§]ﬂ“&1@8W’11‘VIG]

n1swiineuiTruziaudindeduazldmaianisssivenatedulodioniosssive

1 [

naneilule (Rotary evaporator) 8%e Heidolph Hei Vap fisiofdudugaeiniedinsu
Usuidsuanudueinialidaninlndifesamyyinie 3uainn1seulinuaufifesnis

NeEauIIuIY 10 Winduial 15 uiinemnil 100 °C wazthludaiiminneauniingn anntu

q U

uwidaduauatlurindunaufifenufdiugiaudnliedu 40 mg Uuia 4 ml 3U71 3.13 uas

a P

luradduesesszmenanailulenseuduadusrahniimsusugamagliogn 37 °C udads

U Y

JFuananuiueIn1AnignIsaneINAeenlilnalAesanngyy n1ANINAgansauduLIad

30 Wi §UT 3.14 sevnuunadindunuliviineudahminmdmdne) JUN 3.15



@aN

U

o
7

3.14 1304 Rotary evaporator fte Heidolph Hei Vap

39
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= s & A =3 Y o a
EU'Vl 3.15 IUAYUNUNNIUNITNUNYILAUA UYL

3.11 M5 AsIziUSunaeauanigTuIuu

AATetUTuaeanuan1elutuaIueu ( Total drug content ) Tguann1sinan
ANaNnsalunsganduLasesengnunasluluiunulaggnizeanufleLATed UV-
Visible spectrophotometer %ia Single Beam 8va Lab Tech fauanslugui 3.16 3ude
nsuadindusuiidunsineliasdenselnssezafiun (Alumina mortar) wazazanelu

a % % IAy Y @ a.'/ Y = el' v o [
nsnlalnsAansNudu 2.4 M wafaliidunan 24 $1luaandansasasazarenlanouinluin
Aanuasalunsgandunadlugaueniaiuil 256 nm wWisuisuiudeduaunlud

mandneuasgnavarveglunsalalasaasin (HCY wWeldilu Blank Fagasainueindu 256

I3 i A Ag v a & aaq Y o
nm WuAanueneduniinaunsalunsgandusasgadn (A, vese1ufiusauside

a

YU



a1

E‘U‘ﬁ 3,16 1A3D UV-Vis spectrometer St Lab Tech

3.12 MsnegaunsUanlassenUfyiue

Aiasrzvinisvaniudess1Ufi¥ius (Drug release) #auiAToe UV-Visible
spectrophotometer 8%® Lab Tech Ingiddniinisuiing1ufdruziausddodunyly
asavansreunaItIaeITmenseiisnda wadiew (Simulated body fluid; SBF) fauans
Tusudl 3.17 wasihlueulumeuiimuaugamgiid 37 °C 1Wunan 24 §2lua ledransls
TndiAsafunnznsvantasseluanminimeuyudiigumgiiundvessisnie 37 °C fagudi
3.18 ndmntuthansazaneteadienldinmusmaveseujiusaudfeduivanydes
ganluudayTu fedes UV-Visible spectrophotometer fiv3aue1IAAY 256 Nm NNTY

lngdanlauTeuiisuiunswunsgiu ( Calibration curve ) aunsevialainunisusng

YRINANAIULIIAFU 256 Nm



Reecence

3

U

3

7

'

U7 3.17 @1591809900 a2 UI19N1Y (SBF)

L

A

3.18 Windurunwluansazaeweadion (SBF)

00nven+:mzl “ydm Fheet!

a2



3.13 WNURINITNAGDY

a3

a Y
LARLT NGRS

uRUAUENaa 7 mm. l

willawnsn 0.2 g

531 ¢

Talaney lalasaunaamn Tndu 25 ml

[

asazanslalofos

lalasauneana 1.5 M

I

[

Tdasnszuanwmnaay 25 Jadans

[

ldasnszuanlangaunuias

[

Anszinassnusenau

auigaumnil 180 °C 8 Hlus

1

Aaseilaseainmiegania

A19MUH5PU10 U 2 AT

A 4

AATITIVUIALALUIUTIN

I

aufigaumadl 80 °C Wurian 5 w1il

AATITIAUAUIUY

[

|

|

AATEIUTIUIHTY

foe19 10 win

T LusNiBFugame 40 mg 4 ml

ldnSassemenoumnil 37 °C angldanmanyyinie

Wuwaan 30 wi

|

nsalalnsaae

50 2.4 M

A19971999UDNA

Foee 5 Win .
Tus1eane 5 ml

10 ml T unLTun

[

wiiely 1 Au

APE uv-vis spectrometer A1UE1IAAY 256 nm

JUN 3.19 Tuneunisfnuiantidenuindedudamngulansendesnilvg
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UNN 4
NANISNAADY

4.1 Msdunszidintansinhdsegulensendesnilng

4.1.1 msvegeunsduaswilansendesming

Budatunuiiegiesivau 3 Watmdnlaeedodieay 0.1 ¢ lWuaduns
uardinneinlansdUsznaufemeaianiadeiuressdidnduiadndonsiuuuids
AN (Qualitative scan) 13U 4.1 Wumsmadeunisduameididunudie
nsvurunslelnamesuealuinduiigumgil 150°C Tunan 2 Taewuirluindude
Furufanndsgunevdmindiunssuiunislalanmesuen uasnuilauaaidou
Fawlneflawnsmdumandndauandusud 4.2 luduveadedurudiiunisusly

a

aslaloideulalasiauneaiaigamail 150°C luiian 2 wag 4 Filuanuininaves
waadudanian1siUdsudumalansondasnilng, Tuillng wazuraldeudawme
weulansa lnenuinavesuaaidendamnuaulansausingdumandndauandugun

4.3

v

U7 4.1 dinfunuiiunisduassidenszuiunslelasmesuealul



Intensity (a.u)

Intensity (a.u)

Hydrothermal 4 Calcium sulfate hemihydrate 01-083-0439
i A A Calcium sulfate hemihydrate 00-033-0310
¥ Gypsum 01-074-1904
A
|
A
|
|
A J A A! A v“ ‘f
i {W; N~.,<xw,‘_wJJ LJ‘ ‘.J? W“i)"._,»‘ﬁ u:“‘ m\,‘ "J't,_p: uﬁ‘u‘l “‘AM_,?\J\“J "._M A A MR e R N s 8
As-printed AI
A A
2 N A
l | |
‘ ’ A! i‘\ n I‘l‘ A AA
v ; A A A A | a s Y
|sses ol o L,_,.,‘.,.«J ‘L.MVJJ Iv..,\j l.g | Ve t\..’Lva oS \J quu/'w!\wwm./\,/\,wﬁﬂ—\m,_/ AN
A 1 i ] i 1 3
20 40 60 80
2 Theta (degree)

U7 4.2 wiaesdusznavveadaduaundunsziienszuiunslalasnesuealui

+ 4 Hydroxyapaptite 00-009-0432
®  Monetite 01-071-1759
® (Calcium sulfate anhydrus 01-074-2421

180°C 2 hr

180°C 1 hr

1 | 1 | 1 | 1

4 Hydroxyapaptite 00-009-0432
m Monetite 01-071-1759
® (Calcium sulfate anhydrus 01-074-2421

150°C 4 hr

150°C 2 hr

20 40 60
2 Theta (degree)

80

JUT 4.3 wlaeaduszneuvesdinduanuiiiiunszuiunislalasvesuea

flgaumgil 150°C uag 180 °C

a5



a6

waznumalensendeznilnauazladlvndifunases donariuly 4 $aluanuin
Uunannauradeudamnueuleniasuaniadurasfiviunamalensendozn
ydiiugetu figamad 180 °C a1 1 Falus nulaunaidoudauminueuleniaiy
wandnuaznualensendesmivduazluflnddurases dionawiuld 2 4alus
WU alasaaduuLeulensaanasetesinsilunasiviinamesnalensen

[

=~ s a = & @
Form InAviugeiuaunagdunanan

4.1.2 SvBnavrasmsusuAiteY (Pudunsn-sng) vesansazansolameslalagiau
NaaLws
a 'S L3 [ Qy = 6

91NHANITIATISRINaDIRUsTnaUTeRdnTuIIy wualullndusing
Sufualansandasnilng T991n91U338v049 Jokic wazamy [33] lavinn1sAnen
nsdaeszilansandosmilndnazludlndmenszuiunisialnsimesuaadanuii A
~ ] | P ° aaa o ¢ |
ey ( pH ) anudunsn-argwesansazate Nldlunisinujiserduasigsidinase
waiiintu tngluansazarefifaanudunsngsazdmaliinmaladindiluma
wan luvaefiansazanendianuduaiigazusngalensendarmivddunandn
WANIINUIINUHUNNAINENTVRAITUSENDULAR TR Tusu 4.3 16

v g a e a £ A &, '

wandlmsiuInnalansendesnilnalianuaiesunnduiiaanuluanewesansazany

ATHG A
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oCp B‘-TCP,:Q_T{:'F-

04 PCPR, A |

DOPA =

loz [Ca

& 0 12

o
e
=h

0

JUN 4.4 ununmaaafesansUsznauwAaidesmaaing 18]

[

truludusaudnindaduanudiuiu 3 wWia wvasluaisazarelalame

lalastaunoas 25 TadansneIuudu 1 M ANeYYInAU 9 kazuSuafieuues

A1582a18728n156N5AbalATARRSNAINNY 1 M TAlAfieYYviniu 4 way 7 nau
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AsTUINMSElAsWasURa ( AN&3vene 5000 Win )

X5000 5pm

X5000 5pm

X5000 5pm

U7 4.19 lassasrameganiefiduuenvesdaunuiikunszuiunisielasivesues

Tuansavaeies 9 (@) wasluansavareies 11 (¥3)
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= o o s £ a X a v
Eﬂ'i/l 4.19 LLﬂﬁNaﬂ‘b‘m%lﬂiﬂaiqﬂmqﬂﬂaﬂqﬂm@ﬁLN@%UQW‘U‘UiL'}m‘WNN?@qu

dl 1 L2 L4 (3 = ¥
wonfnIunszuIuduasizilalaswmesusaluaisazarufites 9 (418) wazly

a o A

a1savaneiey 11 (131) Ngaungll 180 °C yWuiian 2, 4, 6 uag 8 THlumua1Aud
a1 2 wag 4 Pluslinudnwugsusawmanidaauluaisazaie ey 9 way 11 9
a1 6 Fluanuanwazadnwuusiaduluansazatefivey 9 was 11 wazinan 8

Fluadindunuiuwdluasazaneiioy 9 linudnwauzgusnwmdnidaau

4.2.5 AnualAsIas 19N aMARINAIO I AL UTIN UM SEIAT IR BNTTUIUNS

lalaswasuea

JUT 4.20 uansdnumuslasiasnaniiganinnsainasve udndueuiciu
nszvIuduAsIzlalnsmeasuaalua1saratanieY 9 (919) warluaisazateiiey 11
(v31) Noaumndl 180 °C Twduwian 2, 4, 6 uag 8 Flumuarduiad 2 Falusly
Windununuwsluaisazalreiey 9 nuanvaskanwuukkulubntuuwaziialiiy

Y 8 v = I oa ) = | a a
NATMUNTERATIEITLAUIUTUNUITNIEAT 4 haE 6 FILUINUNANLUULNUTUUSU U
a = P 2 a 3 a 2 v a 1Y) " a =
dinannulagnundnguninUudslulsinaanies Anat 8 Maluanudninugn

sUwisduduneluuauumundnuusiuludnvasiaudiu ludadusuiini

1%
=

nsudluasazaneiiiey 11 MIa1 2 FIlNURENLUULKUEIIAAN T @ UT19TY
= [y & 1 & [ =3 | @ a a Y]
distianlunisduasienniuly 4 93lus nudnuaendnjuwiaduisuiiaunsngiu

NANLUULEAY 711987 6 T2119 WURANLUUWALTULAATWTLT U ULIUNE WU ULNULAS

'
a a a v o

WuImAnFULRINAnddnyaeRaimiusuAndugngutuneluguay



X5000 Spm )

U7 4.20 Tassadamsganiaaseinansveadedunuiitiunssuiunsialasvesuea

Tuansavanefives 9 (@e) wazluansavanefives 11 (¥30)
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4.2.6 Wisuiaudnuarlnseas1emgan ATt unussmi NN sEUIUMSEuATIEILUY

Conventional lagnszuiumsialasmesuea

yXB000 Sum

JUT 4.21 dnuaglassasnmisganiaveslinunuiiidswets 50 win (§e)

warinasveny 5000 Wi (3731)

93U 4.21 Fadudneaglasadnganiavenfindurnuiidunsie iy

INNTLUIUNITAWATIZARUU conventional ANAIMNANGIVEY 50 Wi (F8UL) WU

FNsUIUNINUTINgegTiNuRIveITwNY ilidnvariiuinfiveadauaudiany
wyuinniiuiveadefunuiiduasziduainnszuiunislalasmesuea (e

619) WAzAINAMAIAIYEIY 5000 1917 (¥31UL) WuRENFULDY (needle) YuIALEN

Us1n9ogviaiiuiirestuudfivuinfdnniindnglidufidunsiziain

v
= a

N5EUIUNTSIBLATINBIUDR AINLANANNTBIVUIAKNENTILARTUDIAAIINBNTNAUDS

gaumgiiuazanuduleldlunszuiunisdunszidaliviiusenindeinssuiuns

a [

lnenszuiunslalaswesuealdgaumgiivazaudulefgeniinssuiunmsdansen

Y

= a

WUU conventional venadmaliigunaniintulunszuiunislalasmesueativuin

7lvaind wenvndauinvemdnaingllaseadiamisanialudadusunsaes
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NITUIUNITAWATIZAANANADAAA DI UV UIAKE N UL AT U UNILATIEAAINAUNTT

UDY Scherrer

4.3 ANTILATILIFUUANIINGATN

4.3.1 YPUPUDATIATUITY

Diameter {(mm)

NUN 4.22 ivualidadunuidelildduaseinimunszuiunms
d91AT18%T0 As-printed IATUMUAHNIUNTEUIUNITTUATIZHUUY
Conventional ¥8 Conventional WIATUMUNEIUNTZUIUNITAIATIELELAT
WosuealuaIsaza19ANUIL 1M 1.5 Muaz 2 MW 1 M 1.5 M ag 2 M
ANNAIFU NANISTAVUIALTATUIIUAIELIDSITINUINVUIAVD I ATUITY
a Y oo v \ ¢ a | Al < &
Suduilvuiadudiuaudnailagadeeg 6.77 mm wavidaduany

Conventional Hvuaduntugudnalslagafeeg® 6.59 mm Fallvuind

a0 [ 4

TnalAgsiuiinduanu As-printed Turagifinduauiiniunisdansigiann

nszuaunIslalasmesueanaududunig 9 dAnadsruintduniu
¢ = 1al = I [N ¢ a A
Audnaralaeiadeegi 6.32 mm Fanuidivuiaduduaugnalagiafe

anas uennfuuinduiuaudnavendaduuiudluaisazatsainy

;%

dudugeazanasuinnindeunuiuglugisazatsanududum Tnenuin

dipunuiiniunisudluaszateannududu 2 M Jvwaduriugudnanad

A7
49 V77777 As-printed
12 4 M
R 1.5 M
10 +
8 - - Conventional

As-printed I M 15M 2M Conventional

JUT 4.22 dushugudnansludadunuiiduasziainnszuiunislslasivesuea
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4.3.2 Y uinueadeuau

Weight (g)

4

a %)’ Y < ay a a1 goj Y a
35U 4.23 dvdnvesdaunuisuduianiminlagiaie
Useunal 0.22 ¢ warAininlngdeve udaTua I UNANIUNTZUIUAIS
(% e 1 9; % =3 Qy PN [
duasiguliaruszuna 0.14 ¢ lnsvhuinvsadadusuiugluasazaigniy

Y v 9; % [ ay . a1 o o o Y [
WUTU 1 M wagtvtnveadaduinu Conventional dadininilnalassiy

v
o % <

FaminvensindunuszSuanasdionnududuresansazaneildluns
Fupsreidfinanniu Tastudnvesfindunuiidhunsurluansazaeany
dudiu 2 M fidntesiian nswdsuutasesadmiinludinduonudiiedy
onainnlalufindunuiliinnsWasuulacuaydwasoinnumuiuiy

< Qy 1 1 a IS 3
Tudinduau Iﬂ&lﬂ'\ﬂ??ll‘lﬁlﬂLLUUV]NVIQEQ‘UENLL?]@L?IEJN‘U&melﬂlﬁmi@ﬂﬂ?

Wiy 2.32 g/em’ [39] Wewlaiinnisiasudulansenfesnlnddadian

v
@ a =

APUNUIMUUN NG YYMIAU 3.14 g/cm” [40] LlaTuauaziiiaiudy
FeaonndeaiuanynelaTIas1IvN9an1ATeRlinTUUAIIUN 4.17 inudng

g & o a LA A a = 2 =~
niuludiadunuaadesaduusinaiun Mvaianswdsululensend
avnlng wikllosnwantulasiasnamganiavesturuiianyazilugudy
nfnsaudiiuauiliningngudululassadededmaliuminueada

FUNUIA1NaNAILNY

T m As-printed
0.2 / A
R 1.5 M
R
| T I conventional
0.1 1
0.0

As-printed 1M 1.5M 2M Conventional

n:i ¥ o 2 & ] 9 o ¢
gih/l 4.23 UNRUNVDUUAYUNUNDULAL NAINITAILATIZR
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4.3.3 AU UYDIT U

2

Density ( g/cm

1.0

91N3UT 4.24 AIAIUNUILUNTIY (Bulk density) vouLfinFueu
Conventional uazilafusuiiduasiziainnszuiunisielasinesuealy
415aa18AdL 1.5 M AAWInlInanstuisnisnaasy ASTM C373
NUIULATUNUAFLATIZRAINNTEUIUNTS Conventional kAENTEUIUNIT
lalasimesueadAmanuvuiniuslagauadesgn 0.77 ¢/cm’ uay 0.84
g/cm’® m1uaau TngatAuruiwdusnludinduau 1.5 M flaiaing

i - oA = & 2 & = 1

nkduTInnaniilenednwiadiludaduny 1.5 M dvwnlvgjuas
a v v v 1 ! ! Yal g & v oA
Aensanudiiulaiidundt dwalrivsinugniuludedununtdesninie
WeududaTuaundansiziainnszuiunis Conventional 31NNaNIS

ASIEANNEDRUUY t-test ‘W‘U’J‘Wﬂ’mllLLG]ﬂG]I’NGU’eJ\‘iﬂ’J’]ﬂJMU"ILLﬂuﬁ’JﬂJIULﬁ@

)

a o

Fuune 2 Yssnliifinuuananenuegredidedaey

0.8

0.6 -

0.4 -

0.2

0.0

- Conventional

Q\ K\ 1.5 M

Conventional 1.5M

SUM 4.24 AUMULLLS LA AT U UNFLATIEHINATEUIUNSIUY

Y

Conventional WgufuLinTuNUERATITRIINNsEUILNIStalASWasSaa
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d' ° 1 1 o a s £ a a
LM@UW?’]W’]’J’]QJ‘VIN’WLL‘U‘HTJQJI‘Uﬂ’]U’JﬂJWWUﬁﬂW{LULQJWUUQ’]u ﬂiiJ’WliEWEULTJWU@Q

2 s & al' 2 oA a
PUIU LLa%Lﬂ@iL‘UU@]EWEu%UiWﬂ{]ﬂWEJIUGUUQ']UW‘U'NN?’HGHNWWTNW 4.3

A13197 4.3 USASTUU SWTuUTINg wazsnsulavaadlintuay

VEastuay YFumsgnguia swyuilusng
(cm?) (cm?) (%)
indusy 0.18 + 0.13 & 72.86 +
Conventional
iauau 1.5 M 0.16 £ 0.09 + 7018 +

91n915797 4.3 uansliiiuandingiugiu Conventional HUsuaugngula Jugu
U51nuarUSunsueaduanuiuinnindadueu 1.5 M Jegenndosdudnyus
lpssasnamneganiAvein¥uay Conventional UM 4.18 iuandliiiutisnnnungu

FUsTuNUNINNAT AT U UAdIATIERIINNSEUINNS lBlaswasuea

4.4 NITIATIZAANULTILTIVITUIY

- ' o < & Ao ¢
INFUN 4.25 UanIAIAIULTIL TV UTATUNUNFUATIENINATEUIUNS
Conventional WazaINNIEUIUNITEELASINBSUPALUANTALANUAIULINTY 1 M 1.5 M

Lag 2 M auafulagnuInTuONins guaIna1aza1eaddudy 1 M dan

= ~ a = | A Fo @ o« pRp
ﬂ'ﬁ']ﬂJLLGUQLLiﬂNqﬂV]E:{ﬂIWEJNﬂ"ILQaEJ@%V] 3.45 MPa 4ana1nUgLUULHAYUIIUNUYUIAN

U

waztminvesiunuLInfignanfegiulatununduasizimenssuiunis lalas

wesuea Wuny 1 M Fadianumunzauiiazianldaluianiuidseuiiessin
= v [ A [ =y < O = [J v 2 &
nwulavesuaadudaianeulanamdosglutunuluuinsads vialiidedua 1

v
A & o d'

1 ' o Y & [ v o ] a
M Mwangunnisinluldduiandaiden Tuvaeidetunuinisuanaisasaie

ATy 2 M Ianuwlawselesianlaeiidnadfesy 3.10 MPa wazdllauinuas

[ '
o v A

v e & A o I o o8 v a &
UNNRUNNUDYNINUAYUITUNLFTEUINNAITAZAYAIULYNYU 1.5 M QQV]"IIMLNWGUUQWU

Y

A a Y v a N ° Y] o 1
NHFYUINNAITALANYAINUYUYU 1.5 M llﬂ')']llLWNW%ﬁ?JVl‘U%u’]ﬂJ']IGUL‘Uu’)a@m')u’]ﬁ\i

q

g1lngdA1aiuedn 3.24 MPa WalUSeuisunuLlinuany Conventional ATiAN
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[ a d' Idl d! v 1 < ay d' [ s
AULTILsIlagiiA1RfeagN 2.95 MPa Fadagndiladuaundunsienann
NsEUIUNSIElATIMESURE ANANULTILTINTesNITuiATUIIU Conventional 819
a o o 2 & A & P 2 o |
Anandnuaglassaiamganiaveddatunuiidundnsuiadniililiannsonu

Suusdlafvindaunuiiindnuunaivgeglulas@inmiagania

4 )M
_ N 1.5m
FEEEPAV
- Conventional
— 3
[
a
= \
= \
B0
o
g 2
g
=
g
3
= 1
0
IM 1.5M 2M Conventional

A < 2 & o ¢
EU‘VI 4.25 ANULYLLTNVDIUAYUITUNAUATIEHINNATLUIUNT

WUU conventional WiguAy Lﬁﬂ%ﬂﬂ’]ﬂﬁﬁﬂ Wns1gsNnsEUILNslelasmesuea

& da o 2 &
4.5 MFIINUNNIVUNISVDILUAYUIY

[

9n3U7 4.26 WunTlLanaruduiussenintauiuduinsuasusunn
nsgaduuidlulasiauvendadunu Inenuindinua Conventional a131509n

o & a A Y A X s
YU LLﬂﬁbLUImﬁL"\]Ulﬁﬂﬂﬂﬁm"lmmuqﬂﬂﬁqLNWSUUQ’]UVIL@ifJﬂJsUu‘i]']ﬂﬂﬁgU'JUﬂ’]{LaI(ﬂﬁW]@i

v '
A aa o

yealuansazaty 1.5 M Fuanslimiuiniuinidwizeeadinduau Conventional

a a d' ! 2 & = £4 LY = Ao
LUTUIUNUINAINAATUIIU 1.5 M F9d9AARBINUTUIANANTINIINANNITUDS

Scherrer wazdnwazlassadimsganiavasdetunuiidundnuiaduvuindnty

(% '
a a

dingunu Inenuindadunu Conventional fAfiuniRdnwzaeluiunuegd

[ '
1 Na

15.00 m%/g uagtilnfuau 1.5 M SA1ufinadinigedi 7.23 m%/g dauanslugui

4.27



Quantity Adsorbed (mmol/g)

Specific surface area (m / g )

0.20

0.18

0.16 S

0.14

0.12

0.10 4

0.08

0.06

—®—15M

—®&— Conventional process

| | T | T
0.05 0.10 0.15 0.20 0.25

Relative Pressure ( p/p0 )

JUN 4.26 nsmluanspuduiusTEninsanuiuiuatausalunsgadu

16 A

14 -

12

e
o
|

Hydrothermal ~ Conventional

JUT 4.27 enfiuiiindunigvesdinuiu Conventional Wieuiudindiunu 1.5 M

75
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nMsAs1zsiUsInaeatanieludin®uau ( Total Drug Content ) 9¢3n

lagiUguinguiunswuinsgiu ( Calibration curve ) JUTI 4.28 Ins1uuTunw

ANTuvessluiisd udaiinazatveglunsalalasnaesn wasld

AUNITLEUNTY y = 2.37576x+0.0897 Tun1sAuId

0.9

0.8 —

0.7

Equation
Weight
Residual Sum
of Squares

Pearson's r
Adj. R-Square

y=a+b'x
No Weighting
2.07217E-4

0.99967
0.99912

Value Standard Error

Intercept 0.0897

B

Slope

2.37576

0.00596
0.03528

0.6 A
0.5 i

0.4 - il

Absorbance

0.3
0.2 P

0.1+

0.0 I I I I |

0.00 0.30

Gentamicin concentration (mg/ml)

JUN 4.28 n3mlnasgIuanIauduiussenInanududures

grauindeduiazanglunsnlalnsnassn 2.4 M uazAgANGULAS

91n3UA 4.29 LLamU%mmmﬁwmﬁagjmﬂmﬁm%umu Tnenuinludinguay
Conventional ﬁﬂ%mmmmué’wﬁa%u%’aL‘V\ImgﬂmﬁﬂaQJma"Lu%mmmnndwLﬁ@%umu 15M
Imaﬁﬂ‘%mmmwuéﬁﬁa%u%’aLW@agjﬁ 9.79 mg nSeAnTu 78.32 me Aatmiiniinduay
Conventional 1 g wae 7.32 me 3oamdu 58.53 mg sievminidaduay 1.5 M 1 ¢ 910

6

NANNTIATIEANUNIUS I s aruantsludiaduanulinanilainuasnrd e un1TILATIZI

A a o <

& Iy 2 = & . R < 2 a

WUNNITIUNIZVDIULUAYUITU FILUAYUI1Y Conventional QJNaﬂE‘ULSUNSU‘U']ﬂLaﬂ dUAITU
1 12 A PN I [ qy = a PN

AU UUUBDY LLazuﬂimﬂm§W§u%MﬂﬂﬂaﬂL‘J,m“limﬁu 1.5 M f\]ﬂﬁ’]ii']iﬂi]ﬁi%ﬂ"liéﬂ:“ﬂimqmﬂ

! ' @ J a & d' I 2 & c{' =) ' O A A
41NN ’e]EJ’]QvLiﬂG]WlI'W‘U'J'1‘Uill']iL!EJWWQ%&J@VIUii@E)%IUL@J@‘U‘UW‘UWLmiﬂMIULLmazﬂiﬁﬂJ‘Uiﬂ’]m



14

A % oa =3 P o a1 et v a ~ P v
vty Fufnannisuiineensanauduiliniidsdmaliusinaengnudndall
TudiaBusuianunnneneiu

14

V1.5M T
12 [ ] Conventional

10

Gentamicin sulfate content (mg)
o
]

1.5M Conventional

JUT 4.29 Usinaeawindedudausvivuniogneludinunu

4.7 n3weanuansalunislaniasgen
A153AszRUSITmnIsUanddesetanndinfusiy (Drug Release) avalne

WiguLsuRunsluInsgIu (Calibration curve) U7 4.30 insuuSmnaanududures

sraufTodudaaiiazarsogluaisazarsdiassveumnailusnenie (Simulated Body

fluid, SBF) wagldaunsidunss y = 4.06679x - 0.04992 Tun1sAuied
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1 0 = Equation y=a+b%
Weight No Weighting 2
Residual Sum 0.0027 '// [ ]
- of Squares P
Pearson's r 0.99831 //»
Adj. R-Square 0.99595 P
08 = Value Standard Error 5
Intercept -0.04992 0.01489 /"
Absorbants: | Iciope 406679 0.10582 A
e
2 2
7
Q >
2 06 A
8 :
5 .
& s
:
0.4 4 m
e
s
A
P
. 4
7
. #
Vs
0.2 -
,//
P
i
u
0.0 I I I I I
0.00 0.05 0.10 0.15 0.20 0.25

Gentamicin concentration (mg/ml)

JUN 4.30 N3 MLINTIFIUARIANNFNRUSTENIANUTUTUYRS

gawindegunazagluasgmedasavailusneuazmganaunas

mﬂgﬂﬁ 4.28 LLamU%mmmﬁgmJam‘Ua'aaaaﬂuﬂumiazmaf\i’waaqGuaama’ﬁu
sramelunsazulnenuindngusu Conventional wag 1.5 M anunsavanldosstausi
fedudamalfiduszozinnt 6 fu mniublaunsansanuinaeiauiiougnianddoy
ponnndndueuld MnnTmiansnudiiudseninaiina enfignuanudssiudiuau
Suldlunisudidnguaunuinlufud 1 vesn1smeaeunuauisalunisuanuassen
USunasauindedudamneenunluliinadiuinuasiasUsunaeivanUdesaisuanadly
fudinu nuanisnaaesdliifiuinsauiteduiiogneludedunueadilunizeglu
NANYBUTATUIIY EI8LAnNSEANIZIBanI8n W (Physical bonding) waziiiefaisazans
GzJ'eNmmazmmmﬂLsi’hlﬂmmgwgwuauﬁ@%umu AU NIUATETUILLAANITAZ AU
geNINAUYBAY UDNANETINUIANLLANFwBsRUTRIS Iz s linT U ULAZ S0
mﬁgﬂmﬁﬂl”ﬂuLﬁm%umuﬁgaammymwdqmaiﬁﬂ%mmmﬁﬂa@Ua'aaaaﬂmimwiazi’uﬁmm

uANEeAULNe ANt o8



Gentamicin release (mg)

10

Gentamicin release (mg)

—4—1.5M

--->%¢--- Conventional

Period (Days)

JUN 4.31nuansruduiusseninUTnaeauiisdudams

ngnuanddeseeninuaginuuiunldlunisuanddesnauienagnun

10
——15M
--->--- Conventional
A
0.1+
0.01 5
T T ! J ; : ;
1 2 3 4 ; ° '
Period (Days)

JUN 4.32 nsmluansnnuduiiussevninsSunueuindedudaime

gnUanvdeseanuuardtuiniuildlunisyanUdesnauiiendzyan
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unil 5
A3UNAUIMW aAUTIENA YaLauBLUL

5.1 AsawAsIzAlensanTosniing

nsduazilansendosnivnanldlunuideiifenisduaseimeu]isemeansls
wiuneldinszuiunislalasmesueadudunisduaseiluszuulaigamgiivazainuiule
guludreisinalnmsildsulaanuaadeudamineilawmsadulensendornilng lag
W‘U:iﬁw%wasuaam’mﬁuiaqﬁﬁmmu@ﬁumiLﬁuqmmﬁq@ﬁmﬂumiLﬂmmmmmmiu

a ) v a Al a v A ~ ~
nsazgaeveAaleudamaliliiuuinnigamgivies Weansazanglusvuuiuaaidey
lopauunniigane uaa@eulossuaisuduimiiureanlessuiiavawegluasazaiguay
= = & A ' Aaa a v £ A a A ol

anagneululansendornilng Famuijiseraunsafinlaiivudiamugamgintdlunis
Fuas1e9 vinlvnnsdunsigilansendaznilndannnszuiunislelasimesuealdssezinani
WoBNi1n33UIUNITEUATIZIAUUY conventional MPunsduasizinieufnseeanals

wunguugiiviedazauduleund

Y

Hyd rothermal Process

g - P— ‘ w - y
L 5 oy y
A

Cas0, 0.5H,0 Immersein 1,15 Heatat 100-180° C 180°C
HA beads
Beads 2 M Na,HPO, for 2-8 hr 11.85 atm

Conventional Process

(after Suwanprateeb, J. et.al.)

J/// ‘ . - o

Caso0,-0.5H,0 Immersein 1 M HA beads
Beads Na,HPO, 1 atm

JUN 5.1 wanansilSeufisumawseniuanulansendesmnlng

PENTEUIUNSLElASMasURaLAENTEUIUNS Conventional
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= LY < = (3
5.2 MsAnwIdnwaEnIanen mueLlalansandasnilng

a

PnnsAnwdnyazvendauuiwisuTuannszuiunslelasvesuea gumgl

wazausulegulieufis uiudatuauinIenduainnszuiun1sdunsizRLuy

conventionalwuinTuuI@aIUsEnniaNuLanaA1a usaLandlun15199 5.1

M157199 5.1 arseudaspaantinisnenwseuliisuideduu

auvAnIenIenIn mvUnnslelnavesiea NIZUIUNITUUY
conventional

VUIAREN Inay an
iuRuAudnana (mm) 6.27 6.59
vt () 0.13 0.13
AUNUIUUTI (g/cm?) 0.84 0.77
YSunaugnsuda (cm?) 0.09 0.13
Ysunaugnsuusng (%) 70.18% 72.85%
Nufitasmny (m%/e) 7.23 15.00

5.3 AN5ILATIEUSUIUELAUA T B UL AN

ﬂ%mmmmuﬁ’]ﬂa%u%’aW\ImﬁgﬂmﬁﬂagﬂuLﬁm%mmﬁm%mwﬂﬂizmumié’ﬂmeﬁ

WUU conventional 3za1u15aRENe o luUSUIUNLINATNIAT U UNESINAINNTZUIUNTS
I =3 Qy gj I Y v a [y
lalnsmasuea WinTuuNIaaslsennaunsavanlasssauadedulalussesiial 6 Ju

whiuudnuindianuwansslusesUsunueignuanydesaani
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Calcuizted from ICSD using POWD-12++ samss| 19| 3| 3| @ eaesa| 4| ol &l 2
ssgal 7| 3| 4| 2 Bapdz| 4| of 1| 5
sg4s53| s| 2[ o 2 Bspi3| | 3| 10| 3
el430| 13| 2| 8| =z B5326| 4| 1| 13| o
enroa| 3| 1] 2| 2 ‘g3 14| 2| 12| 2
eless| | -1 3| 4 Bseez| 5| -3 6] 5
e120d| Bl 2 8] o gsETi| 1| 2| 11| 1
gl400| B[ 1| 7| =z ssDE2| 4| 2[ 12| o
gzms| s| -2 7| 2 gs3T7| 2| 3| 5| 2
eams| 5| -3 &) 1 BsTM| 4| &) 2| 3
gzza| 3| 2| 4| 4 wrm| 4| & 1| 2
ez4se| Bl 3] 1] 4 eseEe| 5| 4] 8| ©
mar| 5| 3] 5| o graez| 3| -3 8| 4
Radianion : Cukat Filrar : Not speciied wnr| 5| 2| 7| 1| emie2| 3| 2| 7| =
g3sa7| 7 | 1w 1 greas| 1| & 1| 1
Lambda - 1.54060 d-sp : Calculabed spacings ertzsl 1 2| a8l 4 e 1| 3| 1| 2
eaEos| =) 1| 4| 2 Baim| 1| 2| 10| 4
SS/FOM - F30-456(0.0016,37) sagrr| 1) ol 7| 3 gaa4d| 1| 8| 3| 2
sa077| 19 o o 4 goT4m| 1| 1| 12| 3

gsms| | -3 8| 2
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2003 JCPDS International Center for Diffraction Data ueLay JCPDS 01-074-2421

Pamem : D1-074-2421 Radiamon = 1540600 Qualiy : Altemate
Cal504) mh i n K !
19.082 2 1 i} 1
80 1 1 1
25.50z2| 939 1] 2 o
Calclum Sulfabe "25.502| 999 a 0 2
Aniyrte 634 3\ 2| o] o
31.423| 382 2 1 o
a0szl M 1 2 1
3404 TO o 2 4
a4 1 2 2 o
A 1% 2 0 2
40.920| 199 2 1 2
414471 &1 1 0 3
43457 63 1 3 1
Lamice : Basecentered ofhomomblc Mol weighr= 136.14 "43.467 63 1 1 3
44581 44 3 0 1
56 - Bbmm (63 Valume [COf = 302.09 46956 32| 2 2| 2
47 465 2 3 1 1
4= 623000 Dx= 2933 48.816| 138 2 3 ]
43297 30 1 2 3
b= 5.53000 2.3 ED 1] 4 o
52472 66 a 0 4
&= 657000 S2.918 4 3 2 1
ShE| 1M 2 3 2
D ab = [LB9255 I= 4 Mear= 1.73 56271 5 1 4 1
57970 M 1 3 3
«h= 0996857 ;|| X 1] 4 2
HE| 6 a 2 4
G0.B56| 27 2 0 4
"Bl.Ba6| 2T 4 1 o
61.275| 10 3 3 1
"61.275| 10 3 1 3
ICSD collecoon code: 025545 G2452| 44| 2 1 4
Remarks from ICSDFCSD: REM M POF 37-1496. esenz| =) 4| 2] o
Tt from ICSD: At least one TF missing. wsenz| 2| 4 ol 2
Tamparaiure facwor: ITF gsos0| B[ 3 z2[ 3
Addmional pamem: See POF 72-916. 67125 23 2 2 4
Dara coffeczon Mag: Amblent. "67.125| 23 4 1 2
63.909 B 1 4 3
T0.363 1 1 3 1
T0.466 1 1 1 5
TiE0O| 3@ 4 2 2
Ti.048| 12 4 3 o
T4476| 45 2 3 o
“TA4TE| 45 2 3 4
.34 g a 4 4
T7.608 1 5 0 1
TaEzl M 4 3 2
T4.232 2 ] 1 1
@is| 16 2 3 2
81.981 3 1 3 3
"B1.581 3 1 3 5
EmE 18 a [ o
D 83073 M o 0 B
BOTI| M 4 0 4
G338z 14 3 4 3
84.515 g 4 1 4
B84.753 4 3 5 1
B6.084 1 1 [ 1
Hoehne, E., Krisilografya, volume 7, page 690 {(1962) g;ﬁ :E g : i
Calcuiated from ICSD using POWD-12++ (1597) w3651 40 4 2 4
£9.954 1 2 i} o

Radianon : Cukai Fitrer - Mot specifiad
Lambda - 1.54060 d-sp : Calculabed spacings
SE/FOM : F30= B0[0.0078,43)
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JCPDS International Center for Diffraction Data #118ta%y JCPDS 00-009-0432

Pamermn - D0-H009-0432 Radiagon = 1.540600 Qualrry - Indexed

=
=

Cas({POs)a{OH) |

10.820
16.842
18.785
Calcium Phosphate Hymde 21820
Hydroylapaits, syn 22002

25579
28127
28.967
31.774
3297
32.002
34.040
Lamics : Hexagonal Mol weighr = 50232 35.451
33.205
5.6 - PEIM (176} Voiume [CO] = 52880 33.619
40453
a= 041300 Dx = 3.155 42.030
42.319
Dm= 3.060 43.505
44,370
&= 663400 45.306
45.713

- -
=K ]

48.624
43,459
50,434
51.285
52102
53.145
54442
Calor: Green, biulsh green, yellow-grean, graylsh green, vioket, viokt-tius, 55681
mmmlgmmmmmﬂ browT, pinkish red, pinkish-red, biue 57179
Ganeral comments: 11, are peak valwes rom a patiem which shows siight SA.075
beoadaning of prism reflections. 50040
Sampie source o ipcalTy: Sample obialned following the procedure Indicabed 50,459
by Hodge et al., ind. Eng. Chem. Anal. Bd., 10 156 (1938). 61662
Ganeral comments: Valldated by calculaied data 24-33. E3013
Addmonal pamem: To reglace 34-10. 53,444
Opueal dara: B=1.651, O=1.644, Sign=- 54080
Addmonal pamem: See ICE0 22059, 22060, 24240, 26204, 26205 and 34457 54,080
[PDF T3-283, T3-284, 731731, T4-565, T4-566 and TE-604). E5.033
Diara colfecoon fag: Amblent. 65.398
"66.388
53.701
T1.653
"T1.653
T2.288
“T2.288
73887
T5.025
"TE.OS
D 75.586
T6.156

AL
T3.230

HepltonsdonassuBaniB8E8entue

-
OO fe OO O Fe

ke
D Gl Cal £ B2 D

-

UMD =i =k DG s = e e O EN G e e
MmN O b MM b E s =W NMEEAEMNMO = WO MNMMWEO W =0 M= MO =0 M- =00 -0

T N R o e o R g g - B o e - R
= e A R == g g e e e e = e e e === = L= = k- == - e = =]

da Walft, P, Technisch Physische Dienst, Deift, The Netherlands., iZDD Grant-
In-Akd

CAZ Numier, 1306065

Radianion : Cukal Filrer : Mol specified
Lamibnda - 1.54056 d-5p - Guinier
SSFOM - F30= 54[0.0158,.35)
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a3197 n.6 A1 20, intensity waz hkl maﬂuﬁlwﬁ%aLi‘]u%aagammﬁmmﬂ 2003 JCPDS

International Center for Diffraction Data “ueLaw JCPDS 01-071-1759

Pamern - 01-071-175% Radiaoon = 1.540600 Quraliry - Calculated
CaHPOy an| 4 nl K| 1 a0 m K
ERTL ) T [ ST a4 F] [l 3
':! L T ul [ ? 54T 4 4 -1 1
i 1 I i AT - i I .
N ] al 1 SETE| S F 2 1
1A 1 f i 8 SiaTE| S i [l [
Calcium Hyorogen Phosphate B rTr] ] I B I ofecd 4 | (O] I
Mionetite 10840 12 a 1 1 068 5 4 = H
F = E] 4 1 4 L] 2
88N 2 ] [ 1 ] & 3 ] n
woi| wm| a4 1 i k| o Al o ]
ETRE ] iE] 1 ] 1 L-LE 2 a & 5
F- L] -] i 1 1 gL o 3 B 2
wmEn| e H 1 8 snr| o= 1 ] 2
anan| e H H H snr| = oal @ 3
ET T ] I ] ] Hawm| = I 4 8
B 1] Pl a1 'l F L S4T] .| ] K] F
sre| & H H H S| = [:| I 1
o 7 a a 3 a1 n ] F 5
Lamies : Anorhic {irclinic) Mol weight = 136.06 -1 B [ ] 1 54508 n 4 1 []
! el ] 3 ] 1 ﬂgﬁ L] -1 1 i
wa| = H i M i ] k] 1 2
56:F1 @) Volums [COY = 306.97 am| F| o2 ] mrs| el ol 4l
musz|  waz 1 3 H srage| @ F] 1 3
moss| mal H H e wm| a2 i
= E.51600 alpha = DE.1B D= 2.944 wiaw| aa| 1| 3| 3 aram| w2 s s
L8] ] [ i F _ﬂm ; : .: g
b= 661900 bama = 103.82 o] =1 I I - | | T
“oEe | T ] ] 2 :hﬂ b : e 2
&= 6.94500 gamma = 36.34 magm| a2 2 [ F A4 1 1 4
sl w4 2 1 el T - I
3480 § 1| A F) ] 8
D ab = 104487 = 4 Iiear= 068 s ] ! a 3 2 Teh L 1 4 1
34 0 ] ] 3 E ﬂ E 3 4
eb= 1.04040 Bz o0 o maz| m| a4l x|
| e a 2 ] Sasm) X 2 2 4
wmar| w| a2 H smem | 1| 4 2 1
A F 3 1 F S En 17 2 ] ]
T B 2 & 1 5 S i 4 -] ]
45 Fid 2 3 ] e 1] L 1 -] i
ICSD collecuon code: 010503 -t I I | R | = a 4 3
- 4 -1 3 -
ol 020 1] a [] i LR 1“4 -1 4+ 1
Tamparanurs factor: ATF aome| ws| ool 2| 2 & 1 I B It
Remarks from ICSYCS0: REM  TEM 145, 2:,’% IE ] _i ; ::;: H _: -g z
1
Teast from ICSD: At least one TF Implausibie. prope ) I | B4 Y I -
Tampararurs facwor: ITF wing| T 3l 4 q | M| a4 o i
Addmonal pamem: See POF 71-1760. ik ] [ 4 ] :m :g 3 f z
Dara caffection flag: Non amblent iemperature. Boi-e] I I I B ma| @ 2 4| 1
Frdrar] A8 A 1 1 B1S4E = -1 3 3
£295 ] Fl ['] F] BLE12 4 4 k] -]
& BE] ' a 1 @ 12 4 4 1 1
o = 3 1 8 1w i 4 2 8
e sl 3 H 3 - ] il A 1
g g ] & [l T . riraid 12 1] 5 ]
ame| @ a4 1 0 s 1 2 3 2
aw| @ 4 1 5 w2 4 L
318 48 1 El ] g2 14 ] i I
awm| = 4 H H woiz| 18 E] 2 2
HET =] 2 Fl 1 gm 2g 3 -+ ;
i) e F E 2 - -+
HTH o - a % o 1% ) 1 3
4087 2 4 i ¥ A5 8l A 1 4
e H I H T # 2 2 L]
Y] o 1 a 3 B0 17 - -] 1
wps| = o 1 1 :M 1 j 3 L]
A5 4 1
:m .,: "': _: 3 84780 i A 2 4
o was| a3 V| i B |
| T 4 ] i wosa|  u| gl & .
gmr| M 1 H % #4358 ] I 2 i
ar| w a2 i k] 3| a4 2 L]
T o 1 1 o4 a3 4 A L] ]
48 555 '] i 4 1 gg 13 [ I F]
53 ] E i 3 1 a 3
T & 2 1 - F..] 3 -1 -]
& i [ El 2 mgﬁ 19 E £ I
Calt, M., FesTans, G., Mason, 5.4, Acta Crystallogr., Sec. B, volume 35, page arai| il | a3 w4 ol 4 3
254 (1360) B I I 7 I I I
Calculated from ICSD using POWD-124+ [1897) am| 8l 3 3 4 arsial 2| a|  a| s
A sl 2 a2 i =T 18 il o [} 5
a4 4 2 ] 54 08 2 4 L] 2
40,057 ] ] 1 ] ot ] 3 3 ] n
Sy BET ] a a @ ] ] k| 1 5
awan| wr| 3| x| & e | O |
R B i 1 T 3 ] ] ]
| W F ] 2
ml @ 2 1 o
Al @Al 4 2 ]
sun| 43 4 1 ]
suoe | s 2 ] 1
e 1 | ]
CIETT ] 1 2 3
nrsl M o 1 ]
Radiation : Cukal Fitrar : Motspecified gmlo oMoy 3 2
ma| & H ] 1
Lambda : 1.54060 d-5p : Cakulated spacings 2880 4 2 1 2
o (G sz a8 4 1 1
LT Tw) 48 - [} s
S5/F0M - F30=-125(0.0053,41) LR ] E K 1
s ow| A F 2
waa|  oww| | 4 4
o] BT I F ]
same| 48 [ [ 2
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