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Research title: An insoluble micro-nanometer scale fibroin powder preparation from silk floss
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Abstract

Fibroin powder in micro-nano scale was prepared by using physical and chemical methods.
For the physical method, reduction of fibroin particle was carried out by 2 methods which are blender
grinding and ball-mill crushing. In case of chemical method, fibroin particle can be prepared either by
sedimentation of fibroin solution in organic solvent such as ethanol acetone acetronitrile and
isobutanol or by particle forming agents such as selenium and sodium chloride. In this study, fibroin
powder preparation from fibroin colloids was prepared by either freeze drying method or oven drying
method. The prepared fibroin powders were characterized their properties including, morphology,
secondary protein structure, water solubility, particle size, and antioxidant property. From morphology
investigation by SEM, it found that fibroin powder which prepared by grinding with blender and
crushing with ball-mill exhibited particle size approximately 50 and 20 um, respectively. Fibroin
powder prepared by the sedimentation in organic solvents and by using particle forming agent showed
their particle size about 0.5 pum. Fibroin particle which prepared by physical method and the fibroin
sedimentation in organic solvent exhibited the secondary protein structure as a [3-sheet (Silk II) by FT-
IR characterization. Whilst fibroin particle prepared by using particle forming agent exhibited random
coil (Silk I) structure. From water solubility testing, it was found that the fibroin powder which
prepared by physical methods and by sedimentation in organic solvent have lower percent of water
solubility than the fibroin powder prepared by using particle forming agents which having more water
solubility percentage up to 20%. From particle size analysis by laser diffraction, while the ball-mill
crushing method can produce fibroin particle size about 14 fim, the chemical methods can produce a
smaller particle size of fibroin particle low down to about 3.72 um with the lowest size about 130 nm.
For the antioxidant property studying, the fibroin particles prepared by physical have less antioxidant
properties than the fibroin particle prepared by the chemical methods which exhibited about 15-22%.
From these results, fibroin powder which prepared by all of these methods can be expected to apply in

cosmetic production and biomaterial fabrication.
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Tuers vl Tanud) w1

Snameansaeziiluunazyia (% Jua)
nsaezily

Tl lusdu 13T
Asp 2.39 20.55
Thr 1.31 7.96
Ser 12.32 25.28
Glu 1.24 7.90
Pro 0.70 0.00
Gly 43.53 10.51
Ala 27.95 3.97
Cys 0.10 0.72
Val 2.25 3.79
Ile 0.62 0.88
Leu 0.51 1.36
Tyr 4.96 4.47
Phe 0.70 0.91
Lys 0.46 4.68
His 0.24 1.75
Arg 0.63 5.26

i : Wuuaany (2007) ©ih 1259
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Yo 4 @ @ ¥ ~ 2 T 39 3
naviadm  wawdmau iy uatinownandnuinan ooy 1y
9
uaBYAANBYAIE  TasimTu Thivuauumod Usmwioaila IR EY

a v y U a 4 1 9 Yo
n wuM on  adea Cjm)  doue luAsioy Tudn Tnuvess Inunsvadem 1

Y

o J @ o Y o Y ~ [} ] vo o J
Wal@amj%uiuﬂl wau usadiivy UAUTADY LL&NW‘U 11!?1\111’1%5]814?1\1. nNamg

U Ly y z:' av Y o [ 4 L o y z:' =
]155651!11!611 HaAUAY on QFNll‘Hllﬂ&W Nl Wamaﬁrﬁ%uﬂlum UAUANDY UD
9

1 ] vo @ o o o
oany  'C(CH,), umdulnuuaslvunavdim taddmduliy UaULADY

J J a

o? { a 4 I % [ I
yuaiines muaaoms avluvaty (X-ray diffraction) uaadannamilunan

oana T ldasaadl  oumnsoy nmasasdomniusuliue

Cho aamy  (2003) ldlanoyna  @Fuuauliwddn 13 “amodio
“Aulanea  (Poly ethylene glycol #5 BEG) ¥ndan “my Unuvinogll
s I o A '
wazllay  -oweweT add ('H-NMR spectroscopy) ttaadlimainluguls
Y
aalamin  0adm  (Aliphatic) uasdn (Aromatic) D4ROHUITH (Ser) uadn
d = Py AAa a a
Fu  (Try) aluadimfsnads maiao duvim (Infrared {3 IR)
LauxoaaTlanedTY (Circular dichroism #3 @D) ugasl¥im "1 PEG mitlod Iy
Aa A a 1 J <
gulldsdilagm)  nldeummaounooa (Random coil) Tl -Fn (p-
éa 4 aAa Yo Aad
sheet) HIMHA A OUYNADUTTY  -PEG  adamudidnuiid
] ] 4 (]
(Dynamic light scattering) Waumd UAUE UIADIDUAMDY TN 200-400 nm LB
Y] aa A Y sa [ ]
apgs  JIvseynmEsy -PEG  “nQ @i foyamionauItoIHY
< ¢ o I
(Transmission electron microscope) uﬁm“lﬁ'muwﬂmumuﬁmullﬁ’ Tapaeluuy
0
1 Y] =4
Xia (2003) 1dnaesung oUNA Aoy (Selenium) UALTINE Bk
daaonaiiod (Selenious acid) AERLLO TSI HABT i e fAm
i A J it y Aova A .
WY ounAIRUDIRAIUADAADYA mule  eaaf (Monodispersed) 11812

= = 1A J A
Uamadeaian luaaas by dvoynanoaassruauiiuauadiiong 0

WouIL  BU-FN (in sit) Aeligeos Wiy Feaynauauliey]s

a J ] {1
Aooauineade udad (Atomic force microscopy) Waynmis  dilelvioduag
v a 4 J a o
IvBudumiodn 1 um uasBRaminem 18 anuaty  (X-ray
4 { 1 o ¥
diffraction technique) taaqlimnAnoaaosADuUsRIioln  Aouaa lvlEuii u i

< o o Yoo J
%ﬁﬁ}ﬂ Lﬂmmﬁmj@m (amorphous) UDW URNRND a7 ﬁﬂ&ﬂﬂﬁﬁ@ﬂﬂumuilﬂﬁl

9 v
ougaiionlul@iw  ulifuewoezounn cuaddaadl  oasiull ldvamd  ou

Y
[ Y a

[ v
anfurnasnudien1dn  deamd A lHihiaqmaasnid
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Y = =
Zhou tagae (2001) "lﬂammm lauoyna NﬁllNﬁ'ﬂJuﬁmi! S]] EN ]

9
(X

J o o a a a o : a
Aoanodns ma o lWd  wdeldmiin  Gu-Fnieof  (in-sitredox) BV HHONS

=le

il owmy  'wdlliu (Try) Fuilusedlvililuaed e T@ngquaiia

1

TualTikisneu 18ae AR 100 oumd Au” T Aucy' Idilu Au

& Ao oo ¢
AoaaovAly  Igaod Wduy namay  ueDIOYNAADANDIALAY @
ag  1Unldeded deligaodlidun  sodleadmy 'dowsnynauaui

o ' o =y g s A =
pemd ol wwe  wddoynanoaacsa | Hummavlew 45 nm  dgeyna
HAUNANUA LTS FIN0ANDITIWA W Tdu  “mudeldiniin OU-GNT-3

4 cy Ao
aoff gung  Nvostraawey g lususRumldtmon 14
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AEMIAUHUMIIDY

A A d =
3.1 N3N0 qﬂmm uagsantny

A oA ¢
3.1.1 !ﬂif’)@ﬂﬂ!!ﬁg@.ﬂﬂﬁﬂ!

A A oA [ d'
Lﬂi@ﬂﬂ@tlﬁ%@‘ﬂﬂiﬂlﬂﬂl%}ﬂlUﬂTﬁﬂﬂﬁ@Q LEANAINT3197 3.1

a A A oA
MI9N 3.1 Lﬂiammmzq‘ﬂﬂsmﬂ%’ﬁlumimﬂam

d' = d \ Av Y a
1n3093eNazalnIas I UIENENER
A-dmbaminIns W Tafimes UV-1700 Simadzu, Japan
(UV-VIS spectrophotometer)
NA0IaNIIAMIBIANATOULLLTDINT 1A JSM-6335F JEOL, Japan

(SEM)

A o Y = <
ATDIMUPNUVULEDNLUN

Flexi-Dry " MP

FTS System, USA

(Freeze dryers)

919U UMS500 Memmert, Germany
(Hot air oven)

wsealiAudouasiyuidou 4658 Cole-Parmer, USA
(Hotplate & Stirrer)

Lﬂdilﬂﬂ‘]ffullﬂﬁ”li P1000 Haminton, Italy
(Blender)

Lﬂ%ﬁmﬁwﬁmmﬂaumﬂ WB22 Malvern, England
(Particle size analyzer)

Waiensmanesuduvisuse anln Ins W Tnilimes Tensor 27 Bruker, Germany

FT-IR

4 a J
Lﬂ%@\‘]ﬂﬂﬁ”ﬁllﬂﬂﬂ@ﬁﬂaﬁ

(Ball-mill machine)

Home made

Thaiarsaco

Thailand




3.1.2 anstad

[

Tumsiveil ﬁ”liLﬂ3J1/]Imuﬂﬁﬂﬂﬁﬂ\mﬁﬂﬂﬂﬂﬂ1ﬁ1\‘iﬂ 3.2
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= ad
19190 3.2 mamw“l%’“lummmm

asadl gasnil MW (g/mol) nsa | UsEMdwWan
unaiFounanlsd lalawsa CaCl,.2H,0 147.01 AR Fluka,
(Calcium chloride dihydrate) Switzerland
GECAL C,HO 58.08 AR Fisher,
(Acetone) USA
ov¥lnslulas C,HN 41.05 AR Sigma,
(Acetonitide) USA
TnunendenTus lud KBr 119.01 AR Sigma,
(Potassium bromide) USA
Tadeunaelse NaCl 58.443 AR | Carlo Erba,
(Sodium chloride) Italy
Tasidouns votua Na,CO, 105.99 lab Sigma,
(Sodium carbonate) USA
Tainenlansonlad NaOH 40.00 Lab Carlo Erba,
(Sodium hydroxide) Italy
ONIUDA C,H,OH 46.07 AR Fisher,
(Ethanol) USA
ToT#timuea 74.12 AR Fluka,

(CH,),CHCH,OH

(Isobutanol) Germany
n3a lalasnasin 37% (viv) HCl 36.46 AR Merck,
(Hydrochloric acid) Germany
[aled Lown H,SeO, 128.97 AR Fluka,
(Selenious acid) Germany
BINMIGEY C,H,,N.O, 394.32 AR Aldrich,
(2,2-Diphenyl-1-picrylhydrazyl) USA
ATANDAADI 1IN CH,0 176.13 AR Carlo Erba,

(Ascorbic acid)

Italy
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G (%
3.2 msmsﬂmaq‘lﬁwmzmﬁazmﬂ

3.2.1 maasenTag lviu

Aav g 4 a a [ K o
TumsIveasall laanuimsasound I Tussustia liazaieihszan luTas-un Tuwas

v
IS %

v 9 2
1no lvu TaetfolvuilFluanuddsilduiaafimasnennaszuiumssaadu Tvuueaiiinma

q q

v
YA A

o w [ @ ¢ = A 1 A Y = [
lvulne $ria Jantamasysel Fajo lnunldinediuinedsauldtimaeonuinindalny
Aoumsh lldhgnszurumsan vy Tavdnvuzvenjo luudinauaadldaagdi 3.0 Tums

= o ' ° = aw £ ° Y A Aa ' '
wsondagifolvunowhmsineide  wdewiinsdauendsanisnnansgluijelvueonnou

9 ]

viniudah lddsamsassuimzegundu lnueenlaniliduluasazare Tandon

¢ ) A ~ 0 = & v
MSueIuA (Na,CO,) ANUANTY 0.05 % Ngangllszana 100 °'C v 30 Wil g
Y 3 o o Y = Yy 9 = = v A ¥ @
areinau uazih llduluensazate Na,co, tanududunazanzadernudn 2 a3e nenad

H 5 a 1 a g 1
msanmeiinausy laidulelilusdunusansu

(M) (v

517 3.1 anpaizues (n) §9luw waz () Yolnw

Y

3.2.2 MsAsgNEIsazae

3.2.2.1 asazaiy 0.05% Na,CO,

' Y ' ' o
%3 Na,CO, 0.5 g azatealerinay oiwaslvrnlfsuasvuia 1000 ml ud21/5y

Y v
31asaeinausudvalsinag
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3.2.2.2 A15aZaEMUDAANMINTY 75%

mqmiaza”umamuaaﬁ’fuﬁ'u 99 % 11 758 ml laluwialSinasvuia 1000 ml

Y '
udlsufSuasaeinauaudalsunag

d
3.2.2.3 msazae)asngnlaasen lsanantuty 5-20 %

o = J o S o Y 3 9
w1 Tasden leasen laruiin 5, 10, 15 waz 20 ¢ v ldazanemeinau
H L ]
Tuvaatsuasviun 100 ml 9T1UIU 4 ¥IA ATUAIAY LL’SII'J‘]J5TJ‘]_]Qﬁll']ﬁiﬁj'lflu']ﬂaualuﬂnﬂﬂgﬂ']ﬁiu@

=K A
azuINIUVAYT NS

3.2.2.4 A15a2a18nIA181AIAADINAIVNUH 5-20 %

Unlansa'lalasnaesadudu (37%) USuas 13.5,27.1, 40.5 uag 54.1 ml a4

A ¥ d oy ' Y o o w Y o

TuwatfSinasvuia 100 ml Aussguinau Bunduudidou 4 e awdey udalsy

Y Y 1 U =)

Wasarsinauaudwalsues  mendamswalfidndues ldasazarensalalasnansn
ANUTUTY 5, 10, 15, 1AL 20 % AINEIAL

v
a U

d
3.2.2.5 asazaa)asnaNnas 15Adua

E Y 1 a g}J 1 %
aninaulinges 100 m mldadluinnesyuia 250 m Mntiuses  @n

= 2q 1 A P H 4 A 9 I H) Y, = '
Taaeunas l5a ldasldludnneinusspinauiiodnsdn q nieunsauld lxdeunas lsaazae
Y o = 9 1 a s A [ 3 1 = ]
wruanniudnlsdsunaelsdldasl)ludinneionises q audunariuilsdounaslse la

9 H v 1 v

mamsazawde l)1den  mmiwmhmsazaeImdeunaslsdi1a lhmsTumlssinnuga

59ULTEHIU 600 rpm WU 5 W udRWWNIMTHEALIRINTATaYawdINDUeRRN B 1T lung

v
3

nanosie 11l TavansayarwiuenIdiiuaisazans TvRounas lsdousigungiivea

3.2.2.6 ansazaeatganNNUNYY 0.01 M
] =\ o 9 go} < 3‘, o
wansaesaiiod  0.3224 ¢ ¥ ldazaealerinautsuias 200 ml 1nduTh
1 % 301 Q'J
m3yoeadluvialfFunasvuin 250 ml udrnlSudsasdrstinauaudeinilsuag
3.2.2.7 A15aZaENIAUDAAIDINAMINUY 0.01 M
] a [ o 9 301 <
winsaueansalnuin 04403 g 1 llazaealeninaudsuns 200 ml
2 1 U 301 Q'J
nuuInMImeasluradsuasuuna 250 ml udqlsudSunasdrsinauaudavlalzunas
d 2’ (Y]
3.2.2.8 A150zMEHNANISHIWAATENAAL 156 : 11 : 19MUBA (DN 1EIU 1:8:2)

a J : 3
memuoautulinas 92 ml asl)ludnmnesvuia 500 ml Fussqun

v ] 9 v
ﬂauagﬂ%mm 144 ml TRgnNIUEIS A 1ONAN0E TN UTND %Tﬂuusﬁﬂllﬂﬁlﬁﬂﬂﬂﬁﬂqiﬂﬂlﬂq?Imi@]

wiin 147 g uazih ldazaneluasazmenaudananaunua udviimsniu oy
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3.2.2.9 msazaelvllusou

sudulelnlusdunumsasnnudimin 10 g ildazaneluasazae

HEIEHIN CaCl,: H,0: C,HOH (803187 1: 8: 2) 13113 100 ml Ngamgiilszanas 100 + 10 °C
< [ Qy 9 < 9Y o a A o
w3 %119 waannmsned Bldamsazaneduudrvimnsesmsazas I Tusduiodausnen
Q' o o U U o o a 301 Q'J (%}
Faandsnean udnihlidwadihazarenaooenlilnsmsilaes lagadrerinauunu 3 Ju
- ' A 4 <

12 1Idmsazae I Tussuniianududualszana 3% wiv Tasasazate I Tussuiiensonyly

1 18 uuTasmsusuda 13 udibu

3.2.2.10 welWlusdustianazaienirla

a

] 9
iemsazate I TusdualSunas 100 mt Tusudisigamaii -10 °’C amiu

U

° o Y Y I Y A o Y A [
u’]ll'wnclwuﬁﬂlﬂuFN@'JEJLﬂﬁ@Qﬂqllﬁ\illﬂuw@ﬂllmq

3.3 mamssneymallusduvinalulasuazinlumas

3.3.1 MaasnlagITnITmManemn

A Y a < Y A~ < ' o o a A d a
iosnnidule I Tussuihuduleiianuudans wazaanuaediinazaeduns drsiia
J Y @ g}./ A yas A Y a =\
an 9 laa aauiumsivzanunaeynialasmslgisnemenmrsemsuardulo W Tussuiios
[l = = o k) g}J dy o 9 A A Ao A
p819R8179% 1den mitleihnld laemslfinseslonliaussouzgalumsuaiioanyuia
= = A Y o & = A F)) A A
pyma sanvzlamngeanlildre aniumsAnyueanvinaeumaveudule I lusdunm
aAa 9 a v dy = = 9 a
mMyaonnMEEFusenud lunnIdell JezAnyimsaavneumaveudule T lusdulasns
4 { [l a oA o o [] I A
Taasetionlogludeslfiamsuazenunsorildazain  Johmsuwismsansuilu 2 35de
Fmsaavadule W Tusou Tasmstudiensofuedsite  (Blender) 99zA0INIANYI
< Y a ' Y Y = o 9
myaaanuudwsweaduleIlvsdunoulasmsldmsazmensanaziva  antuIazinduy
ToliTuanvnedemeniostdu  tagdnitnilswesmamsouoynialilusoulasitnamenin
A ag a ) A A ¢ X =
Ao Asmyasviavesonmn i TusduTasmsuadiunsoduanuUealaa Fereazdealuns

oA < v dy
ANHUMINAR0UYUATH

3.3.1.1 miaavnaeumavesdilelTusduTagiEmsiudladamnsoiy
1. sudule W Tussudsumsasnnndrldadludinmnesania 500 ml $1u9u
4 N Tesudazdnnessudulelvlusdunin 20 ¢ mbuanmsazae adoylaason lasni
AL 510 15 waz 20 % 153105 400 ml asludnnedRussydulev Tusduvedinmnedd 1

q

= o W g}./ le 93 ] ~ a gy
N4 auaal mﬂuuu%m'lmﬂuizﬂznm 3 33 139 NYUHHUHO

u
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] a 1 [ a 4 o
2. ¥udule I lusdunmumsasnnudrlaasludinmesviia 500 ml 119U
] a sy Y a Y] g}J a A Aa
4 Ny Tasuaazinmnosrudule I Tussumin 20 g MintuAuaIsazaensa lalasnassniiinaw
a A a a 7
g 510 15 1az 20% U5u1as 400 ml asludinneshusspdule i Tusouvesdininesn 1 f 4
o w ¥ L ywg & d' Ay
aaay niniuneng 1 ituszezina 3 9 Tue Nguvigiiviod
1 v v
3. Weasumyuanawdlnaindule v Tussuirumsurnd B luasazane
A [ a 4 g}./ k) k) g < g}./ A 9 A g}./
nIanIoA IuuAaz INNo T HUMNANAWUINAUKAY ) ATI INDAII0IEITaZAIeNIAKN IO AN Y
panvnduly
o 9 A A o o 9 A o y
4. vudulelvTussunrumsthadiearsazarensaviowanu liduaa
9 A y A ° a 3 < -~ A 9
YaoyYMAAIeAIoIluuIY 5 i Tagmsihmsi@ninaulSuias 500 ml agliiaziloslu
' A Yy v
IZHINMIAAVUIADYNIA IA8IAT 091 UAY
o sy ¥ Y a 0
5. ihmsazaenoaaosai laninmsasvuinoymaveudulelnTusou uh
H { a <
mMyszmgieanngargilseua 60 °'C w2 92 Tu
gy 2 s a < o g <
6. MintuNImsneaaosa W Tusouliiduas waziih lusudaludidu 1 Au
A 4 o 2 oz 3oz ¥ v
NI0AUNTLNITUNAHUINT ULV INIHUALE?
° J Aa ‘] [ o I
7. vmsneaassaved W Tussunrmumsusudandr I lvudadunelag
o Y A < . A vy 9 .
M IMUAALVULEDNLUUY (Freeze drying) 1390130 UAWANTDU (Oven drying)
8. hmssans I Tussunesenldvewdazannzmin 5 g Tdviimsseuru
Y o A A d A gn} o g}./ =3 [
azunsavia 100 wn  udahwe W luseunrmuazunseldrunonnimin  anuudeiing
o A J 2 J A A
Moo suave s W TusBUNAIUAZLATIVLIA 100 1IN (mesh)
4 { o sl 2 a A
9. vntoyai ldannznh iinlesigudve wa I Tusounrmuazins e

] ' 9 Y
100 twn wniiga 1 1A tuanngivnzanlumsanvinasymavesdule v lusduluiuaeuil

a vy 4 A a d
3.3.1.2 myaavinaaymalnlusdudlsmsuadlunIesuanuuUdaliaa
' H 9 H '
1. e T Tusdaungneson I8 luduaon 3.3.1.1 Raaziiunzauvesns 19
< a o U ) [ 4
asazmewalumsaannuudussveudulelnlusdumin 100 ¢ laaslyluTovadmsunseq
A Z 9 A Jdo v qU Y Y o a
aavinaeyManyuUealaa Mniuldgnueamsiinadmsulduaadlulavadie nariinisia
4 4 a s [ H
thldSevdos Tavginsaiuazinsesueaiiadnl¥lunisnaaswanalaasguii 3.2
a A a s A 9Y o Qy a A
2. WlanIesueaiaameltihciunaz i lumansuaiisanuuiaeynin
Yo Ird I TusauuIu 48 5 1u9
o I o ] A 9 A Aa J <
3. MMINUA108 19U TnuiiIunIsuadeIAI 0 uoaNaa NN 9 6 92T

IUATU 48 57 1349
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4. 1hed1ne I Tusoun ldanmsvariioanyuiaoynininaiaie q T
MITOUMIUAZUNTIVUIA 100 N tWor 1S uaveand I TusduRa T oA UAZ A TIVUIA
v 4 4 . o - - g 4
100 i la ievian Nz audmsumsessueyna I TusouTaensuameins oAU

A oX Y = a A a o a Jd wad '
veadaal MinduInheyma I Tussuneion 18 llimsasalmsedauinou o ae'ld

~ ¢ A A ¢
519 3.2 Llﬁﬂ\1Q‘]_Iﬂiﬂ!LL@%Lﬂi@ﬂaﬂﬂluTﬂ@HﬂWﬂuUUﬂ@ﬁﬂJaa

Y

3.3.2 maassulagIsnsmani

9 v

magizoueyna I TussuTasismamaniiil Wuidmsiegsilaems 19 Tusaulu
slvesasazaelilnson  Fuihlasmsazmedule Il TusouTaslddhazaenauszning
= s 3 o ' ¥ = a A o o o o
unaeunae lsa 11 wazlemuea (6AT1dIM 1:8:2)  1NUUINHNg leez lagmieriadih

9 v 9
azgmemartieonll  szldmsazare I Tusouiesihunldlunmsdnemil - Tagdtmsaananla
ueaag 13 Tuide 3.2.2.9 sdwmsumsasoveynia i lussuvinaluTasuazu Tluwas Taedsms

ddy ) A ) a =4 9 1 o dy
thmJu%wﬂu 2 1LUY ND ﬂ']ﬁ?’lﬂ@]gﬂﬂujuﬁﬁﬂTagaTﬂ@uﬂﬁﬂ Llﬂgﬂ']ﬁal“]fﬁ'ﬁﬂ@ﬂklﬂTﬂﬂﬁu

a v o a ¢ a
3.3.2.1 msanaznoumsazaelWlusduludihazaedunsdnasiia
Tumsansmaessuoyma I Tussuvalulasuezu Tuwas laedsns
) a = a’dy Y o = 4 a Yo o
anazneuluarhazmedunsdil Iahmsmssumazarsaoaaosaved 1 TusouTasldaam
a A I a a I'd a o
azaeduUNsene Msazaelonuea ozd lau 0z¥las lules uaz loTedimuea Taesinig

Y
v A

= a v o a A Jd A [ I A
miﬂﬂJ@HﬂWﬂ]’lWTﬂiﬂuIﬂﬂﬂﬁﬁﬂﬂgﬂﬂuiu@nﬂTﬁgaTﬂ@uﬂiﬂsﬂuﬂ@n\i 9 1Wuasine
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1) msanazneuluasazaigemuoa
a [ a 4
1. dnlamsazmseniuoartuduso % 151103 30 ml laasluinnoivuia
Y Y ]
250 ml W5 OUNIWINMINIUETAaZATABIAT DINIUAITAZ A
o ) a { a [] 3
2. mmstleasazane I Tusduntaududu 3% wiuasllog1951a52
audanusutuved lwTussuluaisazanenay 70 % viv
VoA a Yy I = g =
3. MumsazaeRaNdeNgugIHe U UL 10 WM 1NUUIIQANT-
a 4 4 a 4 a
Tyiindaeinsovaglilos Tastia (Supersonic) U1u 4 Wiiivz ldmsazaenoansssve I Tuson
. L P B! o
4. 1hensazmenoanoss ltumilssdrensetlumrdeanauEiseu 5000
- ' A g v
rpm WU 10 W wazuenaunduasazareauuueen li
o a ’é < Y o v 9 A ] =\
5. MmMIaNEnaY 10 ml uanih ldwadrensosveaisazateuiu 1 Ui
o a 4 4 a .
nazihasazane lgans Taiindlensosalilos Tatin (Supersonic)uiu 4 w1d
[ ’o} 9 = g}./ g}./ = 4 A A
6. MU0 4 ag 590 1 AT NNTUIINAITazaenanosaved I Tusoun

a Y Y o o QY Y Y A Y
Lﬂiﬂllllﬂﬁﬂuﬂi51)'1!ZLLﬁ’JHTI‘lﬂVIﬂWLLWQﬂ’JEJLﬂﬁi’NE’J‘]JLL‘]J”]JﬁlIiE’J‘L!

2) Mmsanazneuluaiazawazlnu
a v o a [ a 4
1. YulagrvnazateesaTau U511as 30 ml laasludinnesvuia 250 ml
Y Y [l
WoUNIIMINIUATAZABUAGATDINIUITAZAY
o ) a { a [] 3
2. mmstlemsazang I Tusduntanududu 3% wuasllog1951a59
audianuutuved I Tussuluaisazaenay 70 % viv
VoA a gy I = g =
3. MumsazaeRaNaeNgugIHe U UL 10 WIN 1INUUIIANTT-
a 4 4 a 4 a
Tiindaeins ovaglilos Tastia (Supersonic) U1u 4 Wiiivz Idmsazaenoansssves I Tuson
. R L P A S o
4. 1hasazanenoansss 1umidead o3 09l uneana U559 5000
~ ' A g v
rpm WM 10 WA wazuendniivansazateauuuen 11
o a 501 < Y o v 9 A ] =\
5. M 3ANENaY 10 ml 1d1h llwerdansosvgransazareuu 1 vin
o a 4 o a .
nazihasazane lgans Taiindlensosalilos Tatin (Supersonic)u1u 4 w1d
[ g 9 = 3‘, g}./ =3 4 A A
6. V10 4 LAz 5 00 1 AT NTUIUNETazaenoaassavad W Tusdun

a Y Y o o QY Y Y A Y
L@ﬁElll]lﬂﬁQElLlﬂWGI)'LlSLLﬁ’JUTIIUVITGlWLLﬁQﬂ’JEJLﬂﬁf’Nf’J‘]JLL‘]J”]JmJﬁf’JH

3) msanazneulumimazawezdlns liflas
1. dnladihazasezdlaslulas 151as 30 m ldasludninesvuia 250 mi

9 9 ]
W%IE’JZJ‘VIQﬁ?fﬂiﬂ’Juﬁﬁﬁ%ﬁTﬂﬁﬁ?ﬂlﬂ%@ﬂﬂ’lﬂﬁﬁﬁzaw
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[ ) a { a [] 3
2. mstulaensazane I Tusdunsinnududu 3% wuasldedresiaba
audianuduvuves I Tusouluansazanewan 70 % viv
VoA a gy I = g =
3. MUmMsazaIeRaNae N IHe U UIAIUIY 10 UIN INUUIQANT-
a 4 4 a 4 a
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a3 [ % Qy o
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a ¢ A a a 1 {
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C g -
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] A a d' d‘
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a S A a { a 1
msansziomyuaeynnve 1 Tusdu (Fibroin particle) Niason I8 Ing35msa1g

o 4 a o 2 4 . . . .
q mlagldiasesiinsgnuuineynia laens@enuunauayes (Laser diffraction particle size

% o { Aa oA a a 4 a 1% ]
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A a a g A
34.5 fniﬁ ﬂH'IETN‘Uﬂﬂ'J'I?J!‘ﬂi!ﬂ1§!!ﬂﬂﬂﬂﬂﬂ°ﬂ!!ﬂﬂﬂiﬂﬂ?§ DPPH

= A I a a d o Aas Aa o 4 a a
msaneautannuiuasieuneenguaudiinlagdsms Wisana ansude Lean

[

M (Free radical scavenging activity) Taems1FansIFisasaiiu 2.2-diphenyl-1-picryl-hydrazil

[

fl
9 9
(DPPH) #1I5N15UDI Wu Llazae (2007) Taefvunouaatin

o
1) mswisevansazate I TusouInianuudy 10 mgml, 20 mg/ml, 30 mg/ml,
40 mg/ml t1a¢ 60 mg/ml
2) mmstilassazane Il Tosauiiianududueie 9 Wumas 0.5 mi ldasly
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wuad I lumyughussyasazate I Tussundaz sundsuiuna
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e 0D, = AIN1IQANAULAIVOIATAZABAIBINNAMNGIINAY 517 nm

sample

=q 9
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SFP-M2 0.368 2.01 0.356 1.93 0.385 2.03 1.99
SFP-O1 0.784 4.39 0.783 4.46 0.823 441 4.42
SFP-O2 0.865 4.62 0.812 4.53 0.878 4.85 4.66
SFP-0O3 0.876 4.82 0.946 5.03 0.960 5.15 5.00
SFP-O4 0.924 5.06 1.056 5.57 0.974 5.24 5.29
SFP-C1 2.842 15.88 2.96 15.80 2.94 15.60 15.76
SFP-C2 3.798 20.18 3.612 19.70 391 21.44 20.44
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ms197 4.4 vinavesoynn Il Tusoudss on ldninmstudule I Tusounusdremsazane

Y A y ll ]
NIAAIBIATOIUUDEINIY

VUIABUMA : VIABUMA weidudiinsrony
) weifuanasrany )

(pm) (pm)

0.58 0.01 14.22 5.75
0.67 0.05 16.57 6.03
0.78 0.15 19.31 6.05
0.91 0.27 22.49 5.93
1.06 0.39 26.20 5.76
1.24 0.54 30.53 5.62
1.44 0.69 35.56 5.53
1.68 0.83 41.43 5.46
1.95 0.93 48.27 5.13
2.28 0.99 56.23 4.44
2.65 0.99 65.51 3.48
3.09 0.96 76.32 2.51
3.60 0.92 88.91 1.78
4.19 0.95 103.58 1.36
4.88 1.10 120.67 1.18
5.69 1.41 140.58 1.15
6.63 1.92 163.77 1.15
7.72 2.61 190.80 1.10
9.00 3.45 222.28 0.93
10.48 4.34 258.95 0.64
12.21 5.16 301.68 0.36
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ms197i 4.5 vunavesoynn Il Tusouiss on Idnnmstudule I Tusounusdremsazas

Y A y ll 1
ST R GERN TR ANNAL

VUIABUMA : VIABUMA weidudiinsrony
) weifuanasrany )

(pm) (pm)

0.78 0.02 16.57 4.88
0.91 0.06 19.31 5.45
1.06 0.13 22.49 5.86
1.24 0.24 26.20 6.15
1.44 0.38 30.53 6.33
1.68 0.55 35.56 6.41
1.95 0.72 41.43 6.39
2.28 0.87 48.27 6.27
2.65 0.96 56.23 5.51
3.09 0.99 65.51 4.50
3.60 0.96 76.32 3.49
4.19 0.92 88.91 2.74
4.88 0.92 103.58 2.29
5.69 0.99 120.67 2.06
6.63 1.18 140.58 1.94
7.72 1.51 163.77 1.83
9.00 2.01 190.80 1.64
10.48 2.65 222.28 1.31
12.21 3.40 258.95 0.88
14.22 4.18 301.68 0.44
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' vinavesaymalWlusdunasiniala (um)
FUAVDIA1INIDENS HINETIR
D(V,0.1) D(V,0.5) D(V,0.9) D4,3)
SFPA4 5.85 24.61 86.68 40.82 U/S 2 min
SFPB3 7.81 33.63 121.37 51.76 U/S 2 min
= A A A S v A 1y
NGNS : SFPA4 nnena M 1 TusduessuanmsthudulenusarsarsazargHCl 20%

SFPB3 wiunea we Il Tusduitei suvinnstudulefiusdreasazareNaoH 15%
D(V,0.1) NUBDI 10 volume % less than or equal to D, D10 um

D(V,0.5) NUBDI 50 volume % less than or equal to D, D50 um

D(V,0.9) NUBD 90 volume % less than or equal to D, D90 um
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18 32119 24 ¥ 19 wag 48 $lue weihwe I Tussunld ldanseidanTsansziauia

dy 4 = 9 Y] d‘ = o w A
BUMALUUNTAYUVULALYDT Waﬂ]‘lﬂllﬁﬂﬂﬂﬂﬂ'ﬁ]ﬁﬂ 4.7 N 4.12 AUANAVUAD

d‘ ~ 9 a I'd A A )
M1319N 4.7 Wa“ﬂ"lﬂ‘I]Tﬂfﬂi’lmiTSWﬂJUTQGHﬂTﬂqWI‘UiﬂHTWHUﬂTTIJﬂiﬂu 6 ¥ 109

VUINBUNA Lo g VIIABYMA weifudiinsrony
estiunnasiany

(pm) (pm)

0.67 0.02 9.00 3.47
0.78 0.16 10.48 3.73
0.91 0.32 12.21 4.04
1.06 0.53 14.22 437
1.24 0.78 16.57 4.72
1.44 1.08 19.31 5.09
1.68 1.41 22.49 5.48
1.95 1.75 26.20 5.87
2.28 2.05 30.53 6.25
2.65 2.27 35.56 6.31
3.09 2.42 41.43 5.98
3.60 2.52 48.27 5.21
4.19 2.60 56.23 4.09
4.88 2.72 65.51 2.48
5.69 2.86 76.32 1.69
6.63 3.03 88.91 0.83
7.72 3.22 103.58 0.31
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d‘ = 9 a I'd A A ]
M1319N 4.8 Na“ﬂ"lﬂ‘lﬂﬂfﬂi’lmiTZWGUUTQE’)HﬂTﬂulWI‘U'i@HTWHUﬂTﬁJﬂiﬂu 12 ¥ 109

VUIABUNA : VIABUMA weidudiinsrony
) wesifuanasrany )
(pm) (pm)
0.58 0.01 6.63 4.33
0.67 0.09 7.72 4.50
0.78 0.34 9.00 4.71
0.91 0.61 10.48 4.90
1.06 0.95 12.21 5.07
1.24 1.35 14.22 5.19
1.44 1.83 16.57 5.26
1.68 2.36 19.31 5.27
1.95 2.88 22.49 5.08
2.28 3.32 26.20 4.74
2.65 3.64 30.53 4.23
3.09 3.82 35.56 3.55
3.60 391 41.43 2.71
4.19 3.97 48.27 1.88
4.88 4.06 56.23 1.05
5.69 4.18 65.51 0.22
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d‘ = 9 a I'd A A ]
M1319N 4.9 Na“ﬂ"lﬂ‘lﬂﬂfﬂi’lmiTZWGUUTQE’)HﬂTﬂulWI‘U'i@HTWHUﬂTﬁJﬂiﬂu 18 ¥ 109

VUIABUNA . VIABUMA weidudiinsrony
) wesifuanasrany )
(um) (um)
0.58 0.03 6.63 4.20
0.67 0.12 7.72 441
0.78 0.37 9.00 4.67
0.91 0.65 10.48 491
1.06 0.97 12.21 5.14
1.24 1.36 14.22 5.31
1.44 1.82 16.57 5.42
1.68 2.34 19.31 5.47
1.95 2.86 22.49 5.24
2.28 3.29 26.20 4.83
2.65 3.59 30.53 4.26
3.09 3.73 35.56 3.53
3.60 3.78 41.43 2.69
4.19 3.82 48.27 1.81
4.88 391 56.23 1.02
5.69 4.04 65.51 0.41
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d‘ = 9 a 4 A A o
M131491 4.10 Nﬁ“l/]llﬂ‘lﬂﬂfﬂi'JLﬂﬁTSﬂNUTQOHﬂTﬂulWI‘Ui@HT]NTHFITTUQHTU 24 ¥ 109

VUIABUNA : VIABUMA weidudiinsrony
) wesifuanasrany )
(pm) (pm)
0.67 0.09 7.72 4.25
0.78 0.36 9.00 4.34
0.91 0.65 10.48 443
1.06 1.01 12.21 4.52
1.24 1.45 14.22 4.58
1.44 1.95 16.57 4.63
1.68 2.48 19.31 4.65
1.95 3.00 22.49 4.63
2.28 343 26.20 4.54
2.65 3.74 30.53 4.33
3.09 3.92 35.56 3.96
3.60 4.00 41.43 3.37
4.19 4.03 48.27 2.61
4.88 4.06 56.23 1.75
5.69 4.11 65.51 0.90
6.63 4.17 76.32 0.04
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d‘ = 9 a 4 A A o
13190 4.11 Nﬁ“l/]llﬂ‘lﬂﬂfﬂi'JLﬂﬁTSﬂNUTQOHﬂTﬂulWI‘Ui@HT]NTHFITTUQHTU 48 ¥ 109

VUIABUNA : VIABUMA weidudiinsrony
) wesifuanasrany )
(pm) (pm)
0.58 0.02 6.63 4.42
0.67 0.11 7.72 4.53
0.78 0.38 9.00 4.67
0.91 0.69 10.48 4.79
1.06 1.07 12.21 490
1.24 1.51 14.22 497
1.44 2.04 16.57 5.02
1.68 2.61 19.31 4.88
1.95 3.16 22.49 4.63
2.28 3.63 26.20 4.25
2.65 3.96 30.53 3.76
3.09 4.13 35.56 3.16
3.60 421 41.43 2.46
4.19 4.24 48.27 1.76
4.88 4.28 56.23 10.6
5.69 4.34 65.51 0.35
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e 4.12 Llﬁﬂ\iNﬁﬂﬁ’JLﬂiTSWﬂﬁﬂi%‘lﬂﬂﬂlﬂ?ﬂﬂlﬂﬂ@HﬂWﬂHlWIﬂi@1!

) o 611ummmm(gmﬂ"lmm%uﬁmn’iﬂ‘l51' (um)
FHAYIA15AIDENS ENE
D(V,0.1) D(V,0.5) D(V,0.9) D4,3)
SFB2 3.02 19.27 55.79 25.06 U/S 2 min
SFB4 2.23 10.20 34.76 14.80 U/S 2 min
SFB5 2.22 10.49 34.83 14.98 U/S 2 min
SFB6 2.17 10.10 39.28 15.93 U/S 2 min
SFBS 2.11 9.20 33.77 14.08 U/S 2 min
NGNS : SFB2 , SFB4, SFBS, SFB6 (tay SFBS 111051 we I TussuiuedenTasmsuadao

4 a 4 < o W
IATOIUALUULOANABUIY 6, 12, 18, 24, LA 48 2 THI uanY
D(V,0.1) N8B 10 volume % less than or equal to D, D10 um
D(V,0.5) NUBDI 50 volume % less than or equal to D, D50 um
D(V,0.9) NUBDI 90 volume % less than or equal to D, D90 um
= a
D(43) WU1EDI YUIADYNIANAY
= Y o a @ [l 1 @
u/S e laimsigans latiaasdiedanounsia
nnmsanvmaeynaued Il Tusouimson lannnisuans Il Tussuneson ldan
y 4 y [l [ a o 4 a 4
mfuduledranieafusgiaie  Taglumsuana I TusourlaemslHasesuauuuueaiag
= A 9 1 A Ad A A = =
Fannwan lanunuueeunaved W lussunianigaiiasrnnuiivuia 0.58 um laskivuiaves
PUNAMATIINNTUARIYTZOZINTUIY 6, 12, 18, 24 LAz 48 41 1u9 azlivuiaeymamasiing
o W [ g}./ [~ 9 a 9 A
25.06, 14.80, 14.98, 15.93 uag 14.08 um muaay aanuaziiulanmsuana I Tusoualenies
A 4 o Y a = A =\ o =
vanvvuealiasazihiuuaoyma i Tusdumdeanas  iwenfFeuiisunumamseueynia il

A A o ) 9 9 A ) o ~ oA b ' o
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Ju lagih I ldwe W Tusountivunaeymamaeslszana 14 um

4.3.4.3 wamsanyvinaveseuma InlusauimsenlaeIzManazney

o a - Y ) = Al
namsrhngneuved W Tussunrumsanazneuludviazaiedunsdnig
a a J Y A a 4 d" J A
yosesazane I Tusou linszidieniodiinngiuuiaoymatuumsdenvwawes nai
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d' A A A k) =
M13190 4.13 Llﬁﬂﬂﬂllﬂﬂi’]HﬂWﬂ]‘lWI‘Uii’)u‘IﬂLﬁiElllulﬂmﬂ‘ﬂﬁﬂ@%ﬂﬂuium‘ﬂWu@a

VUIABUNA : VIABUMA weidudiinsrony
) wesifuanasrany )

(pm) (pm)

0.15 0.01 5.69 4.62
0.17 0.04 6.63 4.77
0.20 0.07 7.72 4.85
0.23 0.11 9.00 4.88
0.27 0.16 10.48 4.84
0.31 0.20 12.21 476
0.36 0.23 14.22 4.63
0.42 0.26 16.57 4.46
0.49 0.28 19.31 4.27
0.58 0.29 22.49 4.06
0.67 0.31 26.20 3.82
0.78 0.38 30.53 3.54
0.91 0.49 35.56 3.21
1.06 0.64 41.43 2.81
1.24 0.85 48.27 2.33
1.44 1.15 56.23 1.84
1.68 1.52 65.51 1.39
1.95 1.97 76.32 1.06
2.28 2.45 88.91 0.86
2.65 2.93 103.58 0.76
3.09 3.36 120.67 0.70
3.60 3.74 140.58 0.62
4.19 4.07 163.77 0.50
4.88 4.38 190.80 0.53
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Mm3197 4.14 uaasvinoynia I Tusouisson ldnnfianaznonluez 3 Tau

VUIABUNA : VIABUMA weidudiinsrony
) wesifuanasrany )

(pm) (pm)

0.13 0.01 3.60 3.56
0.15 0.04 4.19 4.05
0.17 0.08 4.88 4.57
0.20 0.12 5.69 5.06
0.23 0.18 6.63 5.45
0.27 0.23 7.72 5.72
0.31 0.28 9.00 5.85
0.36 0.33 10.48 5.81
0.42 0.37 12.21 5.64
0.49 0.40 14.22 5.34
0.58 0.42 16.57 4.99
0.67 0.43 19.31 4.50
0.78 0.50 22.49 4.05
0.91 0.58 26.20 3.65
1.06 0.70 30.53 3.31
1.24 0.88 35.56 2.95
1.44 1.12 41.43 2.54
1.68 1.42 48.27 2.04
1.95 1.79 56.23 1.54
2.28 2.20 65.51 1.05
2.65 2.63 76.32 0.55
3.09 3.09
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M99 4.15 naasvuieeynin I Tusduiszon ldnniinnaznouluesFlas ulas

VUIABUNA : VIABUMA weidudiinsrony
) wesifuanasrany )

(pm) (pm)

0.20 0.33 3.09 4.77
0.23 0.80 3.60 4.25
0.27 1.34 4.19 3.71
0.31 1.92 4.88 3.30
0.36 2.49 5.69 3.01
0.42 3.03 6.63 2.76
0.49 3.49 7.72 2.50
0.58 3.86 9.00 2.22
0.67 4.13 10.48 1.89
0.78 4.29 12.21 1.56
0.91 4.44 14.22 1.23
1.06 4.60 16.57 0.95
1.24 4.77 19.31 0.72
1.44 4.98 22.49 0.56
1.68 5.22 26.20 0.43
1.95 5.38 30.53 0.30
2.28 5.37 35.56 0.18
2.65 5.17 41.43 0.05
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M3197 4.16 uaasviaoyma i Tusduies o lannianaznoulu lo Tetivnuea

VUIABUNA : VIABUMA weifudiinsrony
) wesifuanasrany )

(pm) (pm)

0.15 0.01 5.69 4.53
0.17 0.04 6.63 4.67
0.20 0.08 7.72 4.74
0.23 0.12 9.00 4.76
0.27 0.16 10.48 4.72
0.31 0.20 12.21 4.64
0.36 0.23 14.22 451
0.42 0.26 16.57 434
0.49 0.28 19.31 4.14
0.58 0.29 22.49 3.92
0.67 0.30 26.20 3.69
0.78 0.38 30.53 3.42
0.91 0.49 35.56 3.12
1.06 0.64 41.43 2.76
1.24 0.86 48.27 2.36
1.44 1.15 56.23 1.95
1.68 1.53 65.51 1.59
1.95 1.97 76.32 1.32
2.28 2.45 88.91 1.16
2.65 2.92 103.58 1.05
3.09 3.34 120.67 0.94
3.60 3.70 140.58 0.78
4.19 4.02 163.77 0.59
4.88 4.30 190.80 0.59
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' vinavesaymaIWlusdunasiniala (um)
FHAYDIANIAIDENA HAENHE
D(V,0.1) D(V,0.5) D(V,0.9) D4,3)
SFP-O1 2.44 10.81 50.02 21.48 U/S 2 min
SFP-0O2 2.30 9.94 36.75 15.28 U/S 2 min
SFP-O3 0.50 1.97 9.05 3.72 U/S 2 min
SFP-O4 2.43 11.03 56.13 23.08 U/S 2 min

HNELYA -

= a A a
SFP-O1 #iu1gna @Hﬂ1ﬂ“lﬂ1u56uvltﬁiElaﬂﬂflmimﬂmﬂﬂualummu@a

SFP-02 1iu1eda oyma W TusouimseuTasmsanaznouluozdlan

SFP-03 wianeds syl TusduiiwiouTasmsanazneuluezdlnglu'las
= a d' = a

SFP-04 1iueda oyna I TusouimssuTasmsanaznoulule Tadnuea

D(V,0.1) NU1BDI 10 volume % less than or equal to D, D10 um

D(V,0.5) NUDQ 50 volume % less than or equal to D, D50 um

D(V,0.9) NUDQ 90 volume % less than or equal to D, D90 um

= a
D(4,3) HUWO VIR UNIARAY

U/s Wi Iaimshgaasi letiagsaledesneunisia
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