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Development of bone replacement material via

nanohydroxyapatite crystal growth on silk fibroin fiber
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Abstract

The objective of this research is to propose a new way to fabricate a composite material
for future bone replacement development via growing apatite crystal on silk fibroin fiber.
Apatite crystallization on silk fibroin fiber was prepared by precipitation reaction between
Ca(NO,), solution and (NH,),HPO, solution adjusted pH by NH,OH solution.

In this work, Effect of solution concentration and initial pH values was investigated on
apatite crystals. Chicken eggshells were used as calcium source by heating sufficiently
powdered eggshells at 1300 °C for 4 h to acquire CaO powders, made Ca(NO,), solution
by dissolving in 65% HNO, solution. Prepared Ca(NO,), solutions were adjusted
concentration as 3 levels and were adjusted different pH values of 7,8 and 9,
respectively. For processing of apatite crystallization, silk fibroin fibers were immersed in
Ca(NO,), solutions for 30 min. After that (NH,),HPO, solutions were added in silk fibroin
fibers immersed in Ca(NO,), solutions. Reaction time was fixed about 1 min before
cleaning to remove impurity precipitates on surface of silk fibroin fiber. Finally, apatite
crystallization on silk fibroin fibers occurred. The obtained result can conclude
morphologies of apatite crystals on silk fibroin fibers was sheets sphere and flower.
Solution concentrations and initial pH values directly influenced on Ca/P ratio of obtained
apatite crystals by Ca/P ratio increases as increased solution concentrations or increased
pH values. Finally research, silk fibroin fibers were woven as two patterns of plain weave
and twill weave and they were investigated Young’'s modulus and tensile strength. The
result indicates that Young’'s modulus of silk fibroin fiber sheets woven as twill weave and
as plain weave were about 616 MPa and 425 Mpa and tensile strengths of them weave
were about 40 Mpa and 72 Mpa, respectively. The optimum condition of growing apatite
crystals on silk fibroin fibers was sample of CP,,. Design of silk fibroin fiber with plain

weave was an optimum pattern for future biomedical applicaions.

Keyword: Apatite, Silk fibroin fiber, Crystallization
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mjﬁm%uj ANNLIALTEIRY  (tensile strength) WATANUWISUIUTIEA  (compressive

strength) ?JmmeL%ﬂmxlfamw\lmzqﬂmmuimgwqu (pores) 1479149 (voids) LazdaduAL

1 v
% o

\@n7]  (interstices) TIRaNNATLAATUNAIa1NN199 Windusa laanssuaumNTuRe s
iWasaindaaninuaaidauadinaLans19aInEIinduge (advance ceramics) %114inns

WNTURafunssnn lBaNnasgena g iBiEanai AN a0

A15199 2.1 autEnenIan e slsznauwaaimaiasws lugluussinge

vl TAged519bAR ARs199Y Ca/P
Hydroxyapatite (HAp) Ca,,(PO,)s(OH), 1.67
p - Tricalcium Phosphate S -Ca,(PO,), 1.5
Calcium deficient Hydroxyapatite | Ca,,,(PO,),, (HPO,) (OH), 1.5-1.67
Etracalcium Phosphate (TTCP) Ca,P,0, 2

2.5 wuauluu [17]

TsniluuwnasninassayiauTnuazilasuilasglsaunuanysnd (Holometabolous 199

[

A A

complete metamorphosis) Aa Hsvezld (egg) wuau (larva) ANWA (pupa) WA FRLANTE

1
o =

dl 1 a a a = I [
(adult) Telunsiazszazazidaanisasyfuinuasiansmusnuanseiulil

v
o A

lun (Bombyx mori L.) @815 waslEaan
Phylum  Arthropoda
Class Insecta or Hexapoda
Sub-class Pterygota
Division  Endopterygota
Order Lepidoptera

Family Bombycidae
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dinuasvuaulus

Inuuiaeiiilsslond masidulovedlnutiuanunsai s lemilunsaan
nsfnuazgmanssyFiduetned i1l anunsaduunld 4 5ia e
- Iuuduwluvsden (Mulberry silkworms)
- vuas (Eri silkworms)
- lunnang (Tasar silkworms)
- Tuuﬂgjm (Muga silkworms)

nananlelvatesas 95 vasuananlaluuvinlan unannlmafuluvaien douleladls

a dl 2 IS a v A c dgl dl ! ://
an iy (Uszunnbesay 5) Inisuantesuay sy loailianisunanunwing

TunAulunsiau

v
g a o

TunAnlundewduunasriauilenuysdisnaesiunniuai@nuindd 4,000 Yuwia s

1%
v a A

dl v d” o 1= dl a o A . dl v a rdl o 1
1MNW1‘BL@ﬂQﬂu@ﬂﬂﬂﬂ@@Uuu WIRIMEAIART AR Bombyx mori L. TIUNINLIAIRRATLTANUIN

kT 9

diulnannanesiuguiainluusiuinta Bombyx (Theophila) mandarina sntngiuéds B.

. = . ' A @ aje ' ~
mandarina § haploid chromosome (n) ¢ 27 (ol awtlsu (sperm) wazla (egg)) B
AANTIWENED (segregation) @83 chromosome 1 Aalunaudlnalinsiuaiing Nl
haploid chromosome (n) WxLlu 28 naneiluiug luunzeandn B. mori

a N, @ e e o a N A Y a o
IVNﬂHIUVN@uuQﬂ@qLLuﬂﬂﬂﬂLﬂuwuﬁ;mq\‘] °1 1@@ﬂu@qﬂ°ﬁuﬂ Iﬁﬂlﬁﬂﬂ"ﬁ@iﬂmqmmﬂﬂﬂuu

1
ol o

da/ ngll «vo‘d‘| o o=l o 6 @ A a d:/ldl o
nsiae lunatiail 1y Wugai Wugau singe el Wustubey visesade lauwugnauou
v ¥
AN9INNBBNANNETINTIR M3 1 U 1w Wnaantlay 1 A% (univoltine) Wnaeantlay 2 A5
(bivoltine) wazWnaanmaanll (multivoltine 18 polyvoltine) wanannitanaanuuniilusiining
1 v v
% 20 2RI 0 59 (trimolters), 5\
TEa1urun1ra8nATILedF LRI TluNan Wi nanAaanmAsIu 3 AFS (trimolters), 4 A3

(tetramolters) Waz 5 A3 (pentamolters)
WulaluunldannisiulundeutiianwasmmunidAsne Wulaanbnasaiuluanndl
1 = 1 o =& o o v dl [ % o dl %

M9 BATHIUIAYINAL Auanzdmiuaiafoaiesesans lusyaugaanasy uanldainnis

gnqtFandn WMuAY (raw silk)
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n9asTInUaslul

svazluineean 10-12 Tu

vailufiae

Whdnud  10-12 Yu

5% 2.1 waszauauluy

v
aasmipreslnauLaifiTussasdftys 4 sver Al

1. sverlel sravliazlfinannnilenduagfunug lun 1w siugnaneanuaianissietl Az
srazinananldauiusadeutlszinm 10-12 du usiiuglaaviolifdnean 1-2 afsstell azd
szeizinlaunu 4-10 hew s

2. szrizdonueu Wuszaehlfinaninigalusasiinlaesiall Aedszunns 20-255u uay
= = . = al . &
Ansulasunlasaunauazglieninige Tussazlanaaasueulun Gundn uugn sdulu
AzugANueIg AndaraudnallfuasLazaa uan ulMEzaNsiani s Tnan vl

= ' o

1 ¥ v v 1
aanunziudngnagsausda ludasilunazdayaifluaisgadina avniiuluagzuinfgou

Q a

Tuganadnuiluiaud dszunns 1-3 Ju wuauluufiazaananuuaznatanilusnudiag luks

v v
3. srzAnud srerllavuauiag dszunns 10-12 4 Aazasnasuiiluiiiae
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pia i
= d’l 1 091 dJ = Qo‘ [ 1 o Y 1 dl
4. FLHUCHLAR 1MN@$WHHW@WE “INNE]‘V]ﬁLﬂuﬂ’]\iﬂﬂﬂﬁ\lqﬂzﬂqﬂﬁ\ﬂﬂﬂlﬁL‘]Ju“]]‘ﬂ\‘]LW@’QZ@@ﬂNW
[ :; o o 1 ¥ P o = P o o 1
UANTY AMNUUNTRATICABL LLV\‘]Wﬁ‘ﬂNﬂUﬂ’]\‘iﬂﬂ‘ﬂ‘ﬂﬂLL@ﬁ‘W?@N"’QZﬁN@NWMﬁ;LL@m'NPL“I.Iﬂ'WEGLu 24

oI/ o’/l = o d’l [~3
daTu9 aniuan 7-9 TuRidanazme

[ v v
Aands1dulun
a £ % 1 a dl 1 ] dll
wuaulundsanaiadulag 1 ¢ 1wsnyuann ectodermal Nagfludautin waluw
= [~3 d‘ v 1 dg/ 1 1 ] £ 1 v dl :‘// % v
\wsnyiinAudosiantazasnelunjat ludiufiasseninelfiesn 4 uas 8 Inasagfudie — 991
Aanasaduluuazuisaaniily 3 491 Aa
¥ o < | ~ 1< ' [y . c @
1. pavnti Anwuziiuniasng aifunieinuaesasidulua (silk substance) aniiufiazgn
wuaanu gl e gsnedelug
2. pauna Wudsunlnnngaazanadiilugidaiasa (S) Andiiiunwn mature fibroin waz
#3174 sericin (gelatinous protein) aau3ay fibroin
3. meulany Nanwasiiluvieanldunfniinnlunisasia fibroin (silk protein i3 elastic
protein)
a 1 £ 1 v 73 v 1 09// v v o/ [~1 1
13 uduntintedsada i ulnunauniinnanisnudne -9 azunaniuuve
= o % % o | e p— o = , | % [
By uazhudinvaasvianina19azd Filippi's 1138 Lyommet's glands 1 # wenagifiiuding
1 v v 1 Id” o £ dl 1 1 73 1 v 73 al
A0 FUENe-197 sanalazvinuings Tunsnuansdulalnusanadadulunaziawnn
|dy dl o [ = a QI igl ] [~ dl 1 a
Tlunjawdelunde 4 uazda 5 Tnafinsasiinau AT et 19TIAFILA S LN UNIaN19LA |
uI/ 1 a 1 1 % o o Vv dl a 49/ [ a dl a
819113 AunIviaviantaaua g el ludoufinaaasansa duluaninatwiluansilsfuinimia
annnalasunilasresansllspuluiiaiEiaresuan luns ld g llsfuannluvdaulne n e
panasdulnuarainsuasdsdulnuluglassmanlidviaaedulnainafiundinaassian
anwin sl ludostidulnannueensnazudeiodudulunnegluglilun dnwentsmu
% 1 o A
Wuleraauuanluasnuaanun 2 Ansy Aa
1. ANBUZAEA S (S-type) wuaulunaznusanunlugaanisa$195szazien Tailudonand
o = % 2 [ %3 dal 1
Sauannisizesaaadulaludneisiiazaindne

2. anmousiatle (8 type) BsinwutaaninFamenly uluudnueanuiazidn 41980 way

AR
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Spinner

51" 2.2 ranaiadulun

ANGINEINUSI L1
. <y 0 de . C oo d g . o
Faluw et ulendavueulnnvineenuiwiiehunszesiuioiesandngneun

sovuaulruarwmuilusneg wazilasiunisdasundasuesaniAgaulsenasaaasalg

wiNaanLlu 3 @91

| v
@ o Y | KX o o &

1. duuan Hanwziudulodayniindouniiuilvniousey Hamaasisentauetiuiug

q

b4 1
o a

dufiaes Ae doufilunfenivlnniadouiale i Baeiainizuy

2
3. duluge Aa douniilutiouwdnaindunaesdaviadusoanuild inwasnsguanisluuaszyin

q

nadnranfluunuaNLansinaesnnnIngtlug Tnadnisluantaun wawintuane

TuTsssnuganalun doussluunia mm‘wm SavnneBasudy siteseluuissaRinUngly

u

anunsntinllanadaeaeeadnald 1 Sauln lnumneluss JaAndesadion Saiading 1ness

dl o o o ] = o Y v dl a
Tuungnuuanunasiuiiang wazisanu aziililaesiseiieanuansenduluuiine
AINULIUNTNAR

g s lutszinalnaiianuau 28 iug Ineinaiuguiivednauaziuguaniliann

m?Wmu’fluwu%ﬂﬂf?Tq@ﬂﬂqﬁuﬁ”Luwﬁlﬁﬁﬁqmﬁﬁﬂ

k2
UNNUAE (1149211)
Ugedn -
ANHULLAU
- dlulnsiuguiianeiugne Haouudauss @eedng

° i ' ' N A a g

- Aunuldlunsaulgandiugvuilasnineansteuaes

a

- @awnInaeN A lundgungige (33-35 a9A LA HA)

a

- glenuaulun 5lvn dannuadniane

aneurlseaiug
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1. ANBUENINAUgUINEN
- dlulnsiuguiianaviug ne aiaineasnmaae sl
- anavueuvudeuaa
- gudneeluu vinFeiu FineFereudineunas
2. ANHULNINNITNTAT
- STELIANNNTAEN 18-22 F1) lungseniaznguuIg
- anuanlalvasausd 378 e
- ANENRFlUN 3 LEUALNAT ANNATY 1.5 [EURWAT
_ dhwingean 159096 Ny
- dhwinaldensa 15 13.00 uAngy

- pusnqEulafesy 370-410 1WAg

5% 2.3 Salnuriugunsiies

2.6 Tusaulua [18]

Todluldsauatin wedialug (polyamide) Deflunafiuasnianaldagaanisaquiuy
Fenunansen inseweulugsne (sikworm silk) iavielinsausiaie uananiid
AU A TuLNaIRININUIeH (spider silk) Ninnaswulaivaasneaanad miulugg

Ay L A Yy o o A
isaviadinla viselisnunassianu

Falusdldannvuenlun Bombyx Mori Ndauilssnausaeldsiuman 2 dau An 33w
(Sericin protein) wazlilsmulnlusdu (Fibroin protein)
- lsRuTdugnasesNansani B g unaasafonuen s i
e A o - , o - a o ¥ o Ay

ARaNLRWHeaAR18N19 inaaUegse’) Wnluaizellusgu vinudihiedesviseretiuuas
Wunadianizdulnlusduliinsanimiluielun1dle aunsaazassinl@alszanns 20-30 %

- douldsmulnlustugnadeunannsaniBoudiundiaasivaulng



18

duldsfudszinnidule Faufludrunirunldlunimeéinlnuuszifluldsfiunldanunmazans
Tusinazanadoulvn) 910 nea AN Ailszunnganas 70-80 %
Tnalisaunldarnuuauluusenainazilsznaussansaasdluninmen ANt szl

nanazilundniusasieaniaaessie

AN519% 2.2 AniantiRnazuiinndnAryaeansnasllulunglnuniisasianie

1iansaazlulunglus NN AANLIB

Glycine ! - ﬂQUﬂN?ZﬁUﬂ@ﬂL?@Lm@?‘ﬂ@
v o o [ a
- ﬂﬂﬂﬂuLL@Zﬁ‘ﬂ‘]ﬁ”lﬁ‘)’]Nﬁui@ﬁﬁ]@]\‘]

- B ATNAFINITNLUDIF L

Alanine ” - WuunaanasudnAyraiiaEiandnuiile anes Lay sUl
szangdaunang

v

a . . dl ] ¥ a Yy aKR
- NAR antibodies VI‘HQEIGLV?ZUUQNQN WAL

- 98 lUITULNIIN N ULBIAALAE N TABUYITE digest

alcohol (AANYULRANATAR)

. # | 1 09/ o % d’j =2 |
Serine - uuvasazaniimanalaa sl waznanuiile aetos
ALATNITULNIINNIUIBBUTAU (Insulin) Hun1santimig

ludedaa lunnuuancy ladunasanlusenig

o

- dae sz uunRANTLLd LT

- gdnadamsziinga lusudansall Never fibers

Aspatic acid* - dqedulaannisiay wazansieueninilaaanainiienig

- P NN A NFUN I UFANI TR AL
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| y A& =
- dqaszuundnniile uazn1sAaaulug

Tyrosine

k2
o

- gdaelunisgdeeinuidudseanludianes anlNaRfAaTLL

gran
- TEIAINNAN

4 4 o
- m::ﬁ;umnmmmwﬂ@

Glutamic acid

1 al A dJ a % % 6 o =
- doaanuaninitaluaanTaldoudunusiullsnu Tuanag

LAZIZULNIININIUIDITI AN
- daeiAdUANTsAgI1(Alcoholism)

o 09/ a o L4 v a o 4
- SNETNIUUNIRIHA NI LAz Taa UM

Threonine* - Yasfunaiia s lusy
- ToeIei g WA XA L TELLNIFNINIULBITINE
Isolesine* NITHAUNITNINIUUBIANDIAIULIU
Leusine* - ARtANA A
1 % [~3 dg’
- gdag liNAarIEIEITL
. a v ay o 1 del a a o rd”
Arginine - NN ANTUEmawLANFY 1958 wazimadiiasan
1 U U [~3 dﬁl
- el AN A WAL
- e ATNAF AL
Cystine Auiihfiflugnsfinuanyadase (Anitoxdant) LaziiEAIN

< 1 L 4 o al a
WIS uN I NNEFARAUENE LazNaN

- goelun9daasnziililemu
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- fpuanfusansasanoviil deazdas 1uaa lnlud uay

WAALNFRYNLIEAL

- dourennuazRomisazdsznavllfae Cyatine 10-14 %

Lysine*

- AlafuiEN gadn InaavdqeliiaANNANAAT891ABIUNS

uaznaastyiiulnaaslaa

-N13318 Lysine Huannlfiuiesdne Sugsniaiuin angaa

[

Tsnlatinans waziintloyuisessuuaunug

*

Phenylanine

= | v
-AnasatruLdulszam

Methionine*

@ | gy ° v &y o a 4 o
il iansnustumilasiunisfinlsananiuus

RAMTWAZLAL
- MEHANTEALAADIIALADIDA LALNITNARLAT R MAAL
- anludusy waztlaaiuls

- TlagriupudsiardudTunI LTty LA

Valine*

<nelfianlanszilngziddn Uszaun1amienunesnanuiile

Tryptophan®

- ANUAYUNTHAALTAAALLAN

“YasduuazdiaansunsaNnarudulalinues Lazni1sdn

n3vANYesiala

- NUSINAL Lysine Tunnsanpanlsainaes

Proline

- fnAnusulain
- FAnudnAtyaeneunaanimnnuaesiie wazidu

- gqatingeinuandnniieniala
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Histidin Nuxnlwdnineawnd Wlunsineguineslsadadniay

2N19NUAU T3ANWAL uannas uazlanlanimana
¥ = 1 ya =
-HnrnasiinasenislFEudeaanas

-AUATNNINARTAR AR A TIBTENUNARAADA

T
aa o

uNnen * naneriiuntaiy (Essential amino acid)

|
=

“napazilululuninunnn uaziaudidnysieseniaunnign (3atin)

2.6.1 Taseas19lnlusau

TsRudulafasdlsznaunanniaai Aa TsRunEandnlWiusdw (Fibroin) ilullsmui

Tdazanan (Usznnos 78 % aagtinminluudy) Usznaudqansaariiulssunnd 15 98

nsaaziiunan nnuludulaliun Ina@u (Glycine, 40 %) azantiu(Alanine, 29%) wazidTu

(Serine, 12 %) usazatinnlaseasnesnaiuing R (Tdd19) Aauanslumiss 2.2 nanaziiy

wiantsaruiluangaanzandn dwadnd nsiilugnnannauiusruunulusnsneifugule

visaluuiu Jpannud willsauarenatiavgulAnsuanalugin 2.4 uazilnseaialgy

111U A8 (Gly-Ala- Gly-Ala-Gly-Ser)

P ¥
Y : ARG e D L= = ‘L"‘\ ~ % > -
.__.\_\(;:/i_; —k.{-' Q-»-«‘_.\_‘G‘/L)—L—\ O \_‘_\‘Qﬁ"
o 2 u— = AR ‘ {., R \‘ A.::}D—A
Phe” ¥ REGTT ¢

&

5% 2.4 Taseaiaauine v

a

nx

A
7
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6

Tshwiaanelusssnafsznavfosaranedmdlnsniigaslassainmaagi Tnadnaly

q

TWlusauaeslundnnulaseaiatiauiuan 39 R-nanmadndsosiu 2 Taseaing (31U 2.5 )

Fa Rwdanmadnianamyindisaesifianieanndanede N lfe ¢ Aegmseinnmiudandn
WALANIIVLAR R-WANNATN (Antiparallel pleated sheet structure) (gﬂ‘ﬁ 2.5 9.) Az R-WAY
wadniaamnsgesiiiansantaneds N sl C wileudu Fandimiiea & -
(parallel pleated sheet structure)(g‘ﬂ'ﬁ 2.5 a.) Ilusauaes vudaulunifulnseanaurua

UULUAUANIIAR

»

T

while - carbon

Antiparallel

51" 2.5 uansdnmnizlassres i lniusuntinueiuay

(n) ansuzlATNaTILULLLEN (R- pleated sheet)
(@) AnELeTATNATINULLLAUANITLAA (Antiparallel pleated sheet structure)

() W19Laa (Parallel pleated sheet structure)
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2.6.2 antadanarasdulealunliniddu

antimdinaranduleluuiaonuudeusiuaztinneiugs TnadAn19fuLsene 500-900

|
A ¥

MPa uaziinnstiasia 20-30 % danelfdniuduleniannudsguiianfaunauny dan

1 v
A oA yal K

= a A % A o 1 IS A [ 1 a
mmwmumumﬁlﬂuﬁ%}uu wananfganuanluniimnuanunsnlunisaunaulin addine

o o

o = = & yya @ P v Ay A o o
nsfiudng Aarnannsnlunisgaduanduliniilugatiiaueunas Wi e dusu
aNLUANIwAN WUt HAnAusieasinazauduisgnnaiin uwiazaalunalalnsnasasn
(HC) waznsadansniiinduls dAruiuaainamulusranudn Tuugninanslusnadindu was

upatdenlala e

= o @ A a g ' ' ' >
wnissumsuaniRauuiussaesuainaaan usaewas luny wodnsghagli

[ % <1 ° | = =) I o a | | . . dl a ¥
ANBUTANNLIILIIAINGT uARANEANEUAIANGT LazAT yield point @9aFu1eldAn
Taseasrsaasluntlaaniimannlaiiuszifougandnluseduluana sousivluning
asAlsznavaadnsneziilunysenaudicanydnamasauin lugndnluniaeslulEnnnisequin

= ] v A o i [~1 ' dy o % e A

asdanaliinistindaves lnihisguiuaesrinaedluaes Anduantdmidanasedinuain
< Pl ! dl A o = < ! dl
waayy azwinlidndouaaslunldlunismiinseuresloussyuarianuuiusegs doulnum
A uFuAnuaasiAINT9EAFagaNa 500% wadAIANHdgLseRIngily 2-3 win Feaungn

st ldfnanian e largTI9Ia9anInas i lusa ldasufeliudqdinediu

A15799 2.3 LWt uaNRANNLTLNTR9IaRF 19

’?ﬂq Tensile strength (MPa) Modulus (GPa)
Tumiau 875-972 11-13
ARNALAU 0.9-74 0.0018-0.046
nszan 130-180 20
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2.7 wazasiianldlunisaasizi

dl = dl ¥ a o o a o dy %
wraaNan M lun1samasdidvniuauiaeiitsznaufag
A a @ = \ \
- LATENALAT T ATIATINAN (X-ray diffraction : XRD)
- IAraaNedAT a1 3R 8unsLee (Fourier Transform Infrared Spectrometer: FT-IR)
- NA2IRANIIABLANATBULLUADINGIA (Scanning Electron Microscope: SEM)
- LATRNNAFA LN ALAUNY YA (UNIVERSAL TESTING MACHINE: UTM)
InefisnuaviRenmatl

271 LA3AIILATIZAIASIRENAN (X-ray diffraction : XRD) [19-20]

o = g

wadAn1T AL BrIesfAlendiilumaiianisdimssiuuulinianuansdaesng
(Non-destructive analysis) 3tinun g lunsmeadinszviatinuesantsng luiandesiv
v dl v a Y a d” o al '8 k% v
fnyanlFannisasadinzifasmalianisasaluwesisdiendazlsznausoadayaestn
1 . % o nlnll o v dl ) v [ 1
A1 d - spacing warAMNiNTeIfadnnmaauls Teannisanin U lunnsAnuaniuAuam
fign191fmed (Lattice parameters) 1Ag9a319wan (Crystal structure) 8819AF197) THALE
W\I@ﬁﬂmﬂg YUIAUBILNTL (Grain size) warluuansiidaainnsaldlunsainsnsianeoy
n13anBesresdiulsznaueeslasaa’ng (Texture analysis) tRanane

Fdindiilunauudmaniwilnniaauenapaueslugeg 0.01 0910 wiluwms Waiad

endiindunstisaniuasisazyinliiadsngnisalsine wu naslasuas nsganau n1g

[
=

NITIALYTaNIsRLaLY 3vdsngnisalinaiiasiansuizianicnauegiuaisudazain
= s o g = = o A | @ = aa =
Wesanaesudemilunanazinnsdnizasesnanatnaiussiiaulugulniarivanage
FTUNL INEFNALENFNIANNIENLLURITDIATEUILFS] Aotyuimunzanazia lHiiAe

a = = = o = - ° N co o o 4 &
WOANITHNNTREILU TINT9RLIUNLEITAeNG a11190t0 117 sz iduFusnesneg
& i ; ° o o I = .
\fluna (Powder X — ray Diffraction) wazdniusaaginaniilunaniaen (Single — crystal X —
ray Diffraction)

o 1 dl [~1 dl a e A [ v dl a d” v a '
1. Fet il Gsaunsadnssiringesdian Hesainniafianisaaaueesiediend
aglfialnafunidudnuuzianizreuwsiazans ausauenigaIAdaantesianladn

[ =2 A (<1 o a dyd a ¢ o o ' aaa aa

Anuiunanvizailueduugiu wellatiidselamilunnsiiameianeuzaeafiisalfisedis
WufinanzamnInuengiinuedasne sl jisasmnsisigniruesian i

o 1 Adl (<1 =2 dl P v A oo A o
2. Fraganillunaninesainnsonnlaseainaaesinenald As amnsauannianEeesaYes

[l 4
azAaN ANNENINUEY yuseuinvaraanluliana Wesaindansatinsdmiumaiiail
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v v
v o

=2 dl o ]X K A o o =2 o ' aaa aa
UNANEAE mumumummnmmmmmm@ma;mnlum@ﬁnmmmﬂgmmfnﬁ

£a

¢

AL

Re

'y

g

=t
=

U

v (% '
A o

= o a e =® a K v a '8 = v a a
ﬂW?L@HfJLU‘H‘ﬂ@\‘lN’&L‘ﬂﬂsﬁ@’]ﬂN@ﬂ@‘éﬁmﬂ“llullﬁLN@NZ@L@ﬂ“ﬁﬁlﬂﬂﬁ‘ZW‘UN@ﬂLL@’JLﬂﬁﬂ’]ﬁ‘ﬂ?ZﬁL“’\\‘i

Tpeguiudlanarauluaznanaanan NAendnniziaatidiasiauaoaauldilasulag

al 1

T9(TENI1 NNTNTLLRILLLBNWUE (Coherent scattering) Vi3an19NTLRILLLLLINS (Bragg

al

scattering) nMsagaURietLNe A 2 UL AR ANANN1TUR9ANE (Laue equation) WAZANN

N2eekuInT (Bragg's law) wh luANAZEFLNAINNNT0IMLINT TUMNIEALNANKS 110 3R
laNFANENIARY A ANNIENLKANALNANIINIZIARINGATTUNLIBIDLABN HINNANNITNL

0 vinyuinamnziussuLRAnuas d AessazsvudessunulugaReiu A miuisdend

¥
o A o =

nsziRsasiyy 20 AU annnsgny G959@raaasaslA1ANNLANANTAININLAY (Path
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A A

difference) wardAiluauIINTAIANENIAAUNANNTENL WlAaRNAlandivaasat]ly
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>
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dl dl [ de/ o o oA ¢ ca a o
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[<] a o dl 1 o 1 = 1 6 dl dgj 1 o a6 v

Wuneaziaaasnaclunldmiiasavireaiuuuueiuglas tasastiaviaesfadlinnnsenuuy

oatelnamatieazuyull Tneiiyu 0 Auuueds naandmiuiumnNdndueiedn
o = e @ | e ~ o by o = Ly

azfiauaananuenanazyuhlduiuduyuwingy 20 wresiuanudinaesiidavdedays

Aalddamsasasny (Amplified) wazilasAilusaiaavsetiunnuunszammisaiunn
d do oo s dieuy a

WARUN lueRsFnUsu i nufiaanig
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Detector slits

Secondary
monochromator!
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519 2.8 wAisaaideniuwisAend (Philips diffractometer )

2.7.2 LATR9NDIASIENANT A2 UNSILTA

(Fourier Transform Infrared Spectrometer: FT-IR) [21]

dl A a 'S % a | dl A a u‘ugj dl o dl
wsasianATIziaIsfiaeauns e 1wATasilediaseidiige TWmWINIAIN ATEY IR
dl % o v [~3 dqj =
Spectrometer tNalfia11130 e WlHAEAN HAagauainnsnlunisuangs uazan wlags
ausnaRIziansiaee i luFunties s wasinlinaausunsIazesATes FT-IR
| 1 a dl v Y o ¥ a o aa 1 dl
Spectrometer luuvivsinfwafasnnainanmsen M lnnefadunsee gnszanen
o v o o 4 dl ! o o A o . di di
Vinfinalanedniiu arfiounauuasgdaudAyAasananuas ( Beam Splitter) LNBUENARULAS
[~ 1 1 % 1 dl 1 a ] dl % [ ] dl
aanifluaasdauminin dounileaziiunzgeantld 8n dounilsazaziieundugnizaniand
d dvso o .o 4 v - 44 >
ARLNLE TP HLAUALIATS U L N1IARAUNTBINTZAN WINTL L LA NAN NN ARULAIIIADY
daunnmunuiluauasmaaniulldeansoatne @9FunszuUNN The  Michelson

Interferometer ﬁummiugﬂ‘ﬁ 2.9
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Mirror 1

Input

Beam sp\ittﬁr

i

Sample Moving Mirror

Output

gﬂﬁ 2.9 UAANUWNUNNILUL The Michelson Interferometer

o al

AauTIAauN s raLluAa UL AR I ANagld i udnam il a sl A s unduda

o

ﬂg’iwdwfjmﬁmmﬁu (Visible region) fugululasian AruearespAuBunlsee utinilu
19978 429 wave number 4,000 — 12,800 3. (2.5 - 0.78 Tulagiumg) ilugnugunsian
In&(Near infrared region) 429 wave number 200 — 4,000 g1, (50-2.5 lulaniums) lueinu
BunssAnane (Middle infrared region) 199 wave number 10 — 200 €. (1,000 — 50

Taulagwms) Wugudunsusalng (Far infrared region) dnianatasnzdasldaauaunla wazld

|
A

g2 lemInansaAauNsEATd9na7e (Middle IR.) NINN9IT9981

pAUBUNTLIA LTI wave number 4,000 — 400 43." FIAALTULAIEUNINIATIINANS

_ o LT T o - M o
(Middle IR.) #AuREImseiLAINDIRINTIdUIaTUsE TAd A ud luluianaaedans Heans
Fnaeie L FUNATIUANNARUTIRBUNI NI AN AN TR AN TAUVEAN TN UABIRUS L 1D
Tananliifanisasuulasantumuddodaesluana  liluananianisganauuas
wandAuaIndIiIueany wannalumndNiniaaANTFawave number HUAINNS
AeruaBduad Fendn Bunsnsn anlaniu (Infrared Spectrum —IR spectrum) AduAAQlUgLN

2.10
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Werepumber. cm™!
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Wavelength, Lm
| Uiraup froquency region | Fingerprin regian ——+|

gﬂﬁ 2.10 uansaunIInallAnsu (IR Spectum )

aunrsnallanfuuliayaanizAaedansuAa I TILANFANNANNATTRADL Tuana
A o , A o . = = a4 o o o o = o o
NNUsTFTaTuariANDTeINIIAANAUAA LAY I liinaudeyanaaiulnsaasng
1a9iuanae9a st ingieiduezlating ludiumislu duansnguuesaneged aziia

o P N = = ral 1
299U O-H agiilszanns 3,300-3,600 x.” yjladu HNANLe: N-H ag#l 3,500 9. 419
a3 NATaILC-O agiilszannd 1,000-1,300 u.” Lilusiu afansunlusaaz B
dsnglu IR spectrum WAlugag 1,350 - 4,000 93.” Az ludaspAdnunaesounIsgAnNaY

dl [ 1 6 o/ 1 dl 1 v dl dl o [~1 1 dl 1 6 o/
AAuLATBIUss Ture T Aeudnaas Sennuaiutnuasntrenylaidu
(Group functional region) tazluaailszann 910 — 1,350 73, azlAunuN19AANAUARLLAS
dld o [ o & o a 1 1 a o‘agl A . . . v dl
nuaneusiuenaneniianizsa Bandndiuseaiuwiale (Finger print region) N5 M1ATaY
FT-IR Spectrometer ALAznvsiFnazngldnaitasninuaz liduassgnnalasiansinun i
dszlamiflufiunisdeeed  ien19n9maaauans IUTIAMNIN - WsaLNen1studugns
IAs9a319199819600809 Tasn1sRansn WRauiauainaunsee aulansuaesanslsznay
o %3 1 d‘ o % a = o dl o = o =l 1 al v o

nmsguiusiedne Mdalusanaeeiinmeeiy Wethunnsaudiauii Aesefia ansaiu
wiNauAutaNkanId T ugaiaRefY 1KWN139LA s F T NANE NANALULNUNIZAY TRA
WEWuloraedane  A19ARALRINITULLII98 WS faet e Twames ulunaain i
UaNaANRTI811170 15 N9 pssiida B aulnanisiie s A1 %Transmittance 11 11990

Ysunousiaen, anseengns luewle usu
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gﬂﬁ 2.11 \@A9a9 FT-IR Spectrometer

2.7.3 NARIANTTAURLANATAULLLADINGIA

(Scanning Electron Microscope: SEM) [22]

2N
o a A

mARANAN1Tnas I N INANNRRANNA N aesBLlaNATAR  TIRNANN1TAIRLER

o o

BANAIBUNNAIIIUGS  (primary electron) neenuvizeiUfBaaiudngetasnaliia

q
v

Usngn1sadsge WAt (AW unilaed, 2527 : 85-89) AlanAsaunasiRgiugnnzunnli
o [ [ % o’; = & 1 o =
ngnaana Nl secondary electron  ndmguNesALsTnaUANIANAT TN
; . n = W2 . .
secondary electron NUANFNNAUALLILTNNUNUANFANAUNAINNIDATATALAz L anaLTunw
(3an41 secondary electron image(SENALANATAUNILUNNANLWIRYLAILAANIINIZIAINAL
\flu backscattered 151104 85% w89 primary electron YiaunAMINIRNILNeALsENOL
1 o @ = dl i o Y dl 1 [ dg, [ %
FINNNUNAZNLENNL backscattered MLANFANARAVYUTHI A LANANAULATNITNATIRTAUAL

utlanaflunwl® Gandn backscattered image (BEI) T4AINNTOLANAINLANAINTAY

Y o a

Awniiasn L ludngiuls drgianuuenan (laidfiu 200 nm) BlanasauaINIIaNzqHIu

v 1
A

v 1 [
il lFazneniedidnaseungaaaniil Bianaseundees luasdunan N AUNANIUES

I ]
3 a

ninazilanlaeanasuudsuaanuiudadinllunungidnnseunngaeenll iieinmaay

P o A ' PR y 2 A e o '
ADEITUDNRZABN NALNUNUantlastaanNiEeandn X-rays sﬁﬂN?ﬁﬂUW@\?\?quL’ﬂquluﬁqE!LLG]

1
] =

azatn FTAUNANUNUANANALTAINIT0RadaNaulana T uatinuarFuIMa8957 7

[ . [ s 1% o 3// 1% L3 ! =2 v A dll
Lﬂummﬂizﬂ@mmqmquu% Quuﬂ@‘ﬂﬁ"}‘@%??ﬂuﬂL@ﬂﬁ]?@%LLUU@@Qﬂ?Wﬂ@QNﬂNLﬂﬁ“ﬂQLLﬂ@

HATYALNANIY X-rays Liuaiauaziffuiniaessis NEaNILA093LATI218"6 (Energy

o

dispersive X-rays spectrometry, EDX #38 EDS) 8lANASAULNAIUSIAYNIANAANALUAL
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wasaTuwasnuguauliisu uas panabeu Husiu esdilsznengeiniesanssmiBianaseu
ULILA8INgIA column unit Usznavisael

1. filament gun Lﬂumuﬁﬁ’mﬁ’]ﬁzﬁ’m electron beam #ag

- N AnLAn A T daTany tungsten (filament) aualiiininn sdandaes
electron

- beam Aeaaundiadauan (anode) ﬁ@q&’mmﬂﬁmu@ Yoy nTAlu column aunemaging

Aoeinng

- ﬂQUQNm’aﬂmu’luLL;JLMﬁﬂ1‘V\|W']@’1ﬂ electromagnetic lens

SUN 2.12 NGIqaNITABIANATULLLABINIA

2.7.4 Lﬂ"émwmﬂﬂu’i'ﬂqmunﬂs:mﬁ (Universal testing machine: UTM)

174 Universal testing machine 1ilwiAsasnaaaudaneuntszatd arnnsaliiusensesin

A 3 3 o o dl dl % 3 @ dl dl 1 a”
FRTUINY YIUINAN UINEA WINAA Tasa MiTiuaz iUl nARaUN AN IUN1INIZNIABTUITY

v
v o o o

(static load test) Tun13NARALIY HATNTUINUNIAAFIAURITUTWINY (UIesuaziTuiang)
load cell AZAANKINNTLNIABTUINY TTUTaTl load cell AZULAIATLTIAG WINTA LIFA
dudyyrunawiinluansusald dvFunimeaauainuudeusealunimaunsess aziflu
[ = ~ 3 =2 o 12 = :/} (%
ANAIN170TeE Ul RaznuusinInsznn Ingnisnusanann ld lnetinlaneisaasdinanes

Qg, Yy KX v ¥ o = ! .
1971 WA M TaeanaIniw e ol AAUIALTENIN “Breaking Strength”
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28ALUUN15IR8
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a o dVLQ/Qn/ o o

NUIEULATIELLASWENUN Q@@‘V]ﬂLLV]uﬂ?Z@JﬂLﬁﬂLﬂuLLuQ‘i’]’]\ﬂuﬂ’]ﬁ‘ﬁl‘@ﬂ@ﬂﬂ’]u‘af"ﬁliu

q

=3 s = o o o :: aca v
awpnlaanisignuanaisisenavaznnlnsinissizandas amiudunauuazisnimeaesls
1 [~ 1 1 dl =3 = o a al A 1 1 dl
uiveeniilu 4 dou doud 1 AnmniswendngAvaesupadanainilaenta deud 2 nns
wire Al lrn I Tusdun 491 3 nnmaaaslunisdanuanazswi nduudulelunlnllsau

uwazdaugavinadoun 4 azinaveguuuduly lunlnlusduuaznimegaunausinuniuus

o

=K = =l d’/
Ae lneseaziaAnAail

3.1 NSLASENANTAIAUADILARLTaNaINLUAan

= A ] =S dl A 1 4ﬂ| =
AgsraNtdaanld waznisAnInindasuingaesidaantd tNawTaNg1sdsznay

o o

wAALIENANSLBLUA (CaCO,) Aufuiiluansasfiuasuaadonlunisdanuanaznalng as
=
i

v v
o o a

wanlugiin 3.1 TneRdunaunsi

1. fAnazatalaanlalnipanisdetnnazniniraanitiaia anulaanlalnaanudn

a

1% % 09, = :// d’ o o QI dl %
ANAEILNAZAIAANATNINANIRRAYANUINNAARYNARAN

2. ddaanldlnldenliusianazunliazidan

3. dnaaentaln Twnnigaumnisiage Aaus 100, 200, 300 AUNITHANY 1300 BIAN

q a

aEA anunRaT 4 Gl foadnan 5 asagadEasau
4. UaneHdiuaanegungivias udaunulilulnfiuaoumu
5. Wsathenaiaenlallifmn os grunnsines unAnenlassadeaesnan foe

LATDY X-ray diffractrometer (XRD)

71 3.2 wassgtlununisiaaauuaesivaenduesuaiaenlaney uaznnisuaalaily
Ut ALNAm9aM)H 900 D9 1300 avAamaliaa a4 49Tus Tnawudn Taseatng
nanvesilaanlaliifuansdsznauuwea@anaisuamn (Caco,) lnailaseairaumaiu uaa

las Tnefsauieuiuninsgaudne@eaequila Joint Committee on Powder Diffraction

v v
a o 1

Standard (JCPDS) #sn2ilad 12-1690 LHaINNNgUM) R4 IuAIusg IR 200 — 600 896N

u u

a

= 1= dl 1 dl dl = 1 :; A 1 1=
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9 k1]
1
=
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1
a a d

aaidus mauaalsdmelUdudmaludifeedradion Tnawalvadiifadui dedouiy
NIMIFIUEN9BeTeUTN JCPDS  wudimseriuvaneiat 48-1467 ilunaupaiianeanlad
(Ca0) uazilewnfignimnigeduic 1300 esAsaiFus nudn lasesunaidaneenlsd sl
nsuanuuias uazlimsanuesdilsznanesansau m“\'il,mmslugﬂﬁ 41 uAY 4.2 uaz
ﬂf]ﬂ?il’]ﬁl,ﬂ?ﬂlﬂul,l,ﬁ@\‘]Lﬂuvl,ﬂﬁ/\‘]’s‘mﬂﬂﬁ‘ﬁ 1[23]:

CaCO,— Ca0 + CO, (3.1)

~ \ = 2 | @ - - a0 o
WaaNLduaulunadasumarasnadaanta Wuupa@auaanlas sau Tuanudsaiiegg

azupalninanlaenlanguugin 1300 aseaaims

VLN EN

.

51 3.1 nswsannaaantaln
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3.2 nmswesatdulelunlniusau

nswesenduleiWlusduina i lunsdannanaznng uanslugly 3.4 Tnaddunaussi

=

1. 5 lnunfnlwingas 1 dalua aaianiatug (IUshudaaw)
2. WItINA1] 0.225 NN, NaCO, 0.159 N3 avaneluinau 100 Aadans Ngmuuni 80-90
al dl = 1
AIANTALTEIZ [NDLATUNANTAZANL AN
3. thislunisinudalugluansazatasng (NaCO,+a1)) Wuinan 10 w1 iveaianig lus
dl v v
AnnAgaanlinum
4. n3a9tin 1 lunean LAYANNARE1INFAN 2-3 ATY ANNAREIUNNAU 4-5 AFY AuRNAN12TLTlY
dl a = %
NAN AUNQNINYH 40-50 BIANTAITA AU
5. paaaaaumgiaiduniuazinseairiamaaizesduleliusgulseld ATR-FT-IR ug0
LAUAAL (wave number) 4000-400 cm’
6. Amsalun s unnudasuauinszannd 1x1 au e sidnle W luaul

AnsAnEINTTUAanuanazw e salil
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3.3 msdanuanazswilnauudulelunnlusau

v
o

nstgnuanaznn nsuwduleiWiusdu Hduneusiuandlugiln 3.5 Inalsaazibanasil

1.

(Eggshell)

wrgndnsazatauaatianlumIm (CaNoO,),) Taanisazatansuaadauaanlas
(Ca0) 16,5 niu lugnsazananaalusisn (HNO,) 113 cm’ LN dualily
a19arane Ca(NO,), el Auaudndiuaeasazans Ingaanudnduaes
an3aransl Ca(NO,),3 7l gﬂﬁmumﬁmﬁﬂwajﬁqmmﬂﬁ 3.1
wisenatsazanalawanTuanlalnsiaunaaa (NH,),HPO,) Tatin1sazanens
(NH,),HPO, Tusinndiisanas 500 cm”

U5up1 pH Tuasazaaupad@antasnadmnfogdnsazansuwanluilanlansanlas
(NH,OH)1lu 7 8 uaz 9 muanaLl Imagﬂﬁmumﬁm&lﬁﬂmﬁﬁqmimﬁ 3.1
dulelvvlustuliutluansazana ca(NoO,), lunan 30 win

dgnuanezn nduudulelualnlusdulag diansazans NH,),HPO, maslillu
AN9aans Ca(NOS)Zﬁﬁﬁzﬁuh%uiﬂim@mvﬁ@q waza 9 Bl unan 1 w1

idulelvanlusgudioinannazeinauluiineneusesansmineguuly

Pdule vy I Tusauneinunszuaunisdanuanlldn SEM uay EDX

NH,OH Sol.

Lo

1300°C Pour it in both Sols.l Commercial reagent

CaCO, — CaO+ CO, § T &

Ca0+ HNO, ) Ca(NO;), Sol. (NH,),HPO, Sol.

Immerse silk fibroin
fiber in Ca Sol.

Pour P Sol. in

Silk fibroin fiber in Ca Sol.
Ca Sol. for 30 min

1 Heterogeneous nucleation

Apatite crytalization on
silk fibroin fiber

v
51l 3.5 dusaunistanuaneznndundulenlusbu
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A58 3.1 AUANHRIABTUINUAIDENY

[ %

fUAnEMIUNY  sAuANMMIENTUIRY A1 pH 1FNAY

gIJ'J’ﬂEII'N A998 ARAIANTAEAE
CP,, 7
CP,, 1 8
CP,, 9
CP,, 7
CP,, 2 8
CP,, 9
CP., 7
CP,, 3 8
CcP 9
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q
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¥ vy A a o v

FNUNAIENHU DANIILUIN LN LU WA WA AT N T L UUIN LA UUAENE Y Tunila
09/ al o v A 1 o % ] dl [3 dl ] v %
ANYTNIDNRENLENATHA WA UA nEuIn AU Rl anenuesiidnigeatnstianfias

Q

dsznaufendusineluniu 3 18w uazdubnaluuns 3 ¥y frn1easauionuenaulilnigag

wien s RaLaneaagtl 3.7

5% 3.6 gUnsdnnadulelmiuintuuuuaiedn

sU% 3.7 gunsdnnedulelusndufintuuuuaienues

o

éhﬁurmmmmmﬁ@mmmqﬁmm 9§ (Young's modulus) WAZANANNNULBILINA
(tensile strength) AL W 2 A9Aane TN AANLNE1910 TaBWAT
0.35 DARIUAT LATEN9 100 TARLAT LEMWNNINAGLELLATES universal testing machine
(Lloyds LR-5K) Load cell 5 kN 1#11m9g1un1smaaen ASTM D638-10 uaz gmsni3alunisha
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uanisAnenslgnuanazwa Induudulenalnlusgy Useneudicg nanisnsaaaumy
WardunazlarasantaaaardulelunInllsau HANTATIAALAUTIUINEUAZERTEIY
= : o = - o a o A v o
sagupaLTaNsanaznasdraananazni nsuudwle nnnlusdun suilaaunannA iy by
YRIANTAIAY LAz pH muqmﬁm%tﬂummmm@mummLm“mmwmL%iﬂﬂimiﬂ/\l‘im@uﬁ

o | v A o
m‘mmﬂummu‘lugﬂ LTI UALLASILLEIN

4.1 uanisasradauuiWentunazinssafeamanizaadulalualnllsdu

Q1N ATR-FTIR (Fourier transform Infrared) spectrum wagbdule vy Tusdusaunanaly
g‘ﬂ‘ﬁ 4.1 wanennTduTes w3y N-H, amide |, amide Il uaz amide Il @fﬂuﬁqqmmmqmgu
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NN B Lu‘ﬂﬂﬁiq@qﬂﬂ’]?q@L?ﬂ\‘imqmﬂ\ﬂ:ﬁ\lL@Q@VILﬂu?gﬁLUHUN’]ﬂmuluLW@N@ﬂ [24]

0.030
0.025 - Amide |
Amide II
0.020 A
W
2
£ -
g 0.015 1 N-H Amide 111
,.2 I

0.010

0.005

0.000 . T T ‘ ‘ T
4000 3500 3000 2500 2000 1500 1000

-1
Wavenumber (cm™)

31]17'] 4.1 dunsgaal ansuaaaduleluanlusau

42



4.2 uansasiagaudugIuInevananazw lnauwdulalunlnlusdu

N

SEI  10kV 5um

5U% 4.2 dugninenvesndneznn ndundule lua nlusgusiaeee Cp,,

Andarens (1) 500 Win WAL (1) 5,000 i1

43
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4.10 dougruanenrasuanazni nsudule v nlusdusaasing CP

49

ANA9a8ne (1) 500 Wi WAL (1) 5,000 Win

39

51



52

A1519% 4.1 aglglinedniguinenaesdnasni nsduwduleluanlusgu
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CP naanax Walalan
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nalnnsineananazni nduwdula vy inlusgy Gusuainnisiuduleluyinlusauld

wily  Wesanndule lunnlusguduwdulaldsaundsenaufoanyfeidulansanda

1 P4

(hydroxyl groups) wazAnsuaiia (carbonyl group) A utinfiilusaae (seed) NMaenszf

Q

4
1 Al

Aannsnesa (crystallization) aasuanezniinduunuisreaduls TnadvyWeiduimnanil

U

Slugenudeuniaiail (chemical bridge) ”qfu?'ﬁqdﬂslﬁl,ﬁmﬂﬁ'ﬁ?mLmﬁmmm@ﬁwi@@@u
(Ca®) Tumnfaingirazansuaaidesunmuuiuiinenule s inlusay weziile fs
anrazargbanenluilanlalnsiaunegwa  wazarrazansuenluilanlansenloiaslu
mmm’mLLML%mﬁiLLGﬁLé’ﬁﬂﬂiﬁﬂWTM%@f;ﬂi wWeawmnlonau (PO,”) uazlansanlaslanny

(OH)  Auwmndranngnsararenpuadll Aaziiasunsisanialniadm (electrostatic

= o

interaction) AU Ca’ qusanuauiaufiamaga (Nuclei) NENAWNNUBATE (free energy) i

nnalasinganaagantiluaaawd (phase transformation) FIRIIANIANNNAF 9D

2

[ I~ dl
NAWNIUATNNUN

a

N1 (surface contribution) LAZNAINIUANNLTHIAT (volume contribution) N9
Walmasauuuiizandn n1anaAtaAALALLLRA3sWUS (heterogeneous  nucleation) LN®

TLARAUAIDEN INARNNAINIURATZHINNINTLAUNAINIUTAIAT LNINITLAATILARE A

=

(nucleation barrier) Aazipiunanazwng vizadndanila dapdsgaasazni lnfasfiasd
1 v U 1

P » . = | = v = | a £ &,
ﬂuqﬂlﬁﬂ&m'}’] critical size fawzimﬂumﬂ@zwﬂwmm AINTEUIUNITIVRANUALLNAAUNFD LN

v 1 1
ganrazansnAaldenuazanrazataadniuilugnsazarudnfadasnn (supersaturated

o

solution) AMMFLNNWIRERAN1IEBNAYENEA (supersaturation) U89819ATANEATAILAN LA
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ANN1TUSUAN AHITNTULRIANTAZ AN LazsLALANLTuNTA-A1e TaanalinaNAnaznA
Insintigdsnediygruanansine deuanslugii 4.2-4.10 uaznn9199 4.1 iaBnsRANBENN

o ) o | 5 ¥ a = a ' o =
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v o
a o =

= dl dl =X & v a = Qb dl
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CP,, lHasanAauauaninsyaraatvadane wazdauiaaniseann 50 wiluums

4.3 HANITASIARALDATIRIULDILARLTENADNDANDSHURINANDEW LN A

vudulelunlnllsau

dnsndouresupaidansanaanaia (Ca/P) Nlfandaya EDX wanemAagiln 4.1 uas

a

b

AN 4.2 ANHATFL

AN5199 4.2 aRsduaadnAadansanaznasauasuanazni nsudule v Inldsau

. ARAIU Ca/P AR9INaNasnIINA
FUIU

pH=7 pH=8 pH=9

CP, 1.280 1.313 1.520

CP2 1.523 1.614 1.758

CP3 1.612 1.845 1.857
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pH

51% 4.11 neldnsdanresupadensenasnaiaresnanazn induwdulelnanldstu

1
ol

Tasaasramarasezni indnidndou CaP  agszndne 1.5-1.67  Fandwla calcium
deficient hydroxyapatite (Ca-dHApP) AINNANIINAABILE A bALTHWI L T AT R ar
Fiu wazseAU pH Rnase dadquaes Ca/P Fadanasamaresanslsznavaznilng lnalan
nslfuandinduaesasazais Ca uay P aanszat CP, lilg CP, uay CP, mnans wudn

v ]
Andau Ca/P vasn@nazni nARAIgeaudIfinannisaNdinduaadlenan ca™’, PO,” uas

'
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OH" XNTUANFINAgNI9TBFATBINAN Ca-dHAP NXedALszNaLIRIuAAITINLAT WaaNETAT
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=< o

PN A a b iy = T a o
NHNAUULLDY LHANANTUINITINNAUARNIAARU Ca/P °1|'ﬂﬂN@ﬂﬂgwqimmLNﬂNﬂq?LWN?ZﬁﬂU pH

74971 wudufinaonudndnaedlessu OH NgniNauaINN1slfusediu pH - deualiian
Anurnlaaau HPO,” Nazidinlinadalunisifianan Ca-dHAp Hiunszuaunislalnsladana

HPO,” +OH — PO,” + H,0 2)

v
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iupnudinduredleasu Ca”', PO,” uay OH fiazgnnasalunisa31enan Ca-dHAp NN
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Tensile stress [MPa]

Tensile stress [MPa]
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A15199 4.3 A7UANNDARATRNENTLAZAIAINNIULBILIIAI LD Y

[% a Ao o
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nisAuInansIdIuLAdansanagnasa (Ca/P) Nlnandays EDX

CP,,: Ca/P = 16.36/14.64 =1.280

Element Weight% Atomic%
CK 8.90 16.36
oK 36.42 50.22
PK 20.55 14.64
CakK 34.13 18.79
Totals 100.00
CP,,: Ca/P = 9.58/13.11 =1.313
Element Weight% Atomic%
CK 5.30 9.58
O K 44.26 60.10
PK 18.69 13.11
CakK 31.76 17.21
Totals 100.00
CP,g: Ca/P =17.176/11.30 =1.520

Element Weight% Atomic%

CK 4.74 10.77

O K 19.26 32.88

PK 22.88 11.30

CakK 53.12 17.176

Totals 100.00
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CP,,: Ca/P =17.21/11.30 =1.523

Element Weight% Atomic%
CK 8.13 14.40
OK 42.97 57.10
P K 16.46 11.30
CaK 32.44 17.21
Totals 100.00

CP,g: Ca/P =17.21/11.30 =1.523
Element Weight% Atomic%
CK 5.62 10.20
O K 43.82 59.69
P K 16.37 11.52
CaK 34.19 18.59
Totals 100.00

CP,4: Ca/P = 35.20/20.02 =1.758
Element | Weight%  Atomic%
CK 4.82 8.46
O K 48.89 64.41
P K 18.10 20.02
CaK 28.19 35.20
Totals 100.00

62



CP.,: Ca/P = 13.91/8.63 =1.612

Element Weight% Atomic%
CK 16.46 17.46
OK 10.15 60
P K 14.46 8.63
CaK 58.93 13.91
Totals 100.00

CP,,: Ca/P = 15.22/8.25 =1.845
Element Weight% Atomic%
CK 3.20 5.74
OK 48.16 64.92
P K 20.05 8.25
CaK 28.59 15.22
Totals 100.00

CP,y: Ca/P = 15.12/8.14 =1.857
Element | Weight%  Atomic%
CK 17.65 28.96
O K 38.80 47.79
P K 12.79 8.14
CakK 30.76 15.12
Totals 100.00
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Tensile stress [MPa]

L4

dayanisnagavmantmidinarasdulalunlnlusdundnnauwuuaiedn

ASTM D 638-10 Standard Test Method for Tensile Properties of Plastics

Conditioning procedure

Preparation method

Sample size 10

System of units All

Extensometer Class Class B-2 wuuanedn
Primary source Extension

Dumbell Type Type |

Control mode 1 Extension

Rate 1 30.00000 mm/min
Temperature (C) 23.0

Humidity (%) 50.0

Method revision date 11/2008

ASTM D 638-08: Stress-Strain Curve (Specimen 1 to 5)

65

Specimen #

1

2
3
4
5

Tensile strain (Extension) [%]
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Width | Thickness Modulus Young's Modulus (Secant 1 %) | Stress at Yield | Strain at Yield | Stress at Yield (Offset 2 %)
[mm] [mm] [MPa] [MPa] [MPa] [mm/mm] [MPa]
1 10.00 | 0.35 422.74 354.32 77.16 0.28 60.78
2 10.00 | 0.35 407.99 376.27 74.75 0.27 59.26
3 10.00 | 0.35 392.05 386.03 70.94 0.27 62.53
4 10.00 | 0.35 43477 395.08 72.16 0.28 49.60
5 10.00 | 0.35 466.78 440.84 63.28 0.26 32.54
Mean 10.00 | 0.35 424 .87 390.51 71.66 0.27 52.94
S.D. 0.000 | 0.000 28.376 31.964 5.262 0.010 12.456
Coefficient | 0.000 | 0.00000 6.67890 8.18525 7.34378 3.47416 23.52783
of variation | 00
Maximum 10.00 | 0.35 466.78 440.84 77.16 0.28 62.53
Median 10.00 | 0.35 422.74 386.03 72.16 0.27 59.26
Minimum 10.00 | 0.35 392.05 354.32 63.28 0.26 32.54
Strain at Yield (Offset 2 %) Max Load Stress at Max Load Strain at Break | Tensile stress at Break (Standard)
[mm/mm] [N] [N/mmA2] [mm/mm] [MPa]
1 0.17 270.05 77.16 0.34 41.83449
2 0.18 261.63 74.75 0.35 44 59990
3 0.19 248.29 70.94 0.32 35.72960
4 0.13 252.57 72.16 0.31 48.12329
5 0.09 221.48 63.28 0.31 36.99074
Mean 0.15 250.80 71.66 0.32 41.45560
S.D. 0.040 18.418 5.262 0.018 5177
Coefficient of variation 26.16655 7.34378 7.34378 5.45000 12.48835
Maximum 0.19 270.05 77.16 0.35 48.12329
Median 0.17 252.57 72.16 0.32 41.83449
Minimum 0.09 221.48 63.28 0.31 35.72960
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ASTM D 638-10 Standard Test Method for Tensile Properties of Plastics

Conditioning procedure

Preparation method

Sample size 10

System of units All

Extensometer Class Class B-2 LWLLANENLLEN
Primary source Extension

Dumbell Type Type |

Control mode 1 Extension

Rate 1 30.00000 mm/min
Temperature (C) 23.0

Humidity (%) 50.0

Method revision date 11/2008

ASTM D 638-08; Stress-Strain Curve (Specimen 1 to 5)

50

: : : 4 : ] ¥ - Specimen #

DOt e

s wWwN =

104 -

Tensile stress [MPa]

0 1 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19 20 21 22 23 24
Tensile strain (Extension) [%]
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Width | Thickness Modulus Young's Modulus (Secant 1 %) | Stress at Yield = Strain at Yield | Stress at Yield (Offset 2 %)

[mm] [mm] [MPa] [MPa] [MPa] [mm/mm] [MPa]
1 10.00 0.35 496.51 427.71 36.63 0.21 24.95
2 10.00 0.35 628.62 592.00 41.24 0.18 28.83
3 10.00 0.35 556.52 384.09 40.70 0.18 29.42
4 10.00 0.35 725.15 726.58 39.58 0.18 25.62
5 10.00 0.35 672.64 428.57 42.19 0.17 29.70
Mean 10.00 0.35 615.89 511.79 40.07 0.18 27.70
SD. 0.000 0.000 90.963 143.934 2.142 0.016 2.242
Coefficient | 0.0000 | 0.00000 14.76937 28.12362 5.34515 8.70127 8.09399
of variation 0
Maximum 10.00 0.35 725.15 726.58 42.19 0.21 29.70
Median 10.00 0.35 628.62 428.57 40.70 0.18 28.83
Minimum 10.00 0.35 496.51 384.09 36.63 0.17 24.95
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Strain at Yield (Offset 2 %) | Max Load Stress at Max Load Strain at Break | Tensile stress at Break (Standard)

[mm/mm] [N] [N/mm*2] [mm/mm] [MPa]
1 0.07 128.19 36.63 0.23 15.47403
2 0.07 144.35 41.24 0.21 19.09476
3 0.08 142.45 40.70 0.22 23.78543
4 0.06 138.54 39.58 0.21 18.93068
5 0.07 147.65 42.19 0.20 26.09266
Mean 0.07 140.24 40.07 0.21 20.67551
sD. 0.008 7.496 2.142 0.012 4.231
Coefficient of variation 11.26824 5.34515 5.34515 5.67085 20.46530
Maximum 0.08 147.65 42.19 0.23 26.09266
Median 0.07 142.45 40.70 0.21 19.09476
Minimum 0.06 128.19 36.63 0.20 15.47403
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