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# # 5771962423 : MAJOR APPLIED POLYMER SCIENCE AND TEXTILE TECHNOLOGY
KEYWORDS: EPOXY COMPOSITES / ACID-TREATED SILK / SURFACE ROUGHNESS /
ADHESION ABILITY
YANISA DISRO: EPOXY COMPOSITES REINFORCED WITH ACID-TREATED SILK
FABRIC. ADVISOR: ASSOC. PROF. KAWEE SRIKULKIT, Ph.D., 101 pp.

This research was aimed at enhancing impact toughness of epoxy composites
using acid-treated silk fabrics. Firstly, woven silk fabrics were subject to tension-free
treatment using formic acid and 85% phosphoric acid at various times. Then, epoxy
composites reinforced with acid-treated silk fabrics were prepared by hand lay-up
technique. In this study, epoxy composites having silk fabrics of 2, 4 and 6 layers were
constructed. It was found that acid treatments played a crucial part in changing silk
surface morphology, crystallinity and mechanical properties of treated silks as
evidenced by SEM, XRD and tensile testing, respectively. In this study, two acids
including formic acid and 85% phosphoric acid were employed. Those two acids were
found to exhibit swell ability of silk filament, albeit at the different degree. Formic acid
slowly diffused into beta-sheet crystallite. On the other hand, silk filament was
immediately swollen in 85% phosphoric acid, causing loss of anisotropic structure of
silk. Therefore, phosphoric acid-treated silk fabric was discarded. Formic acid-treated
silk fabric was then employed for constructing epoxy composite. The results showed
that impact strength of composites containing formic acid-treated silk fabric was
significantly improved when compared to untreated silk fabric. Study results revealed
that interfacial adhesion between epoxy and treated silk filament arising from formic

acid treatment was a key factor in achieving the properties improvement.

Department:  Materials Science Student's Signature

Field of Study: Applied Polymer Science Advisor's Signature

and Textile Technology
Academic Year: 2015
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winzaufunsidulaenisusulsdlassas1ueindnvasfidienTisTuLas LAYANTUN
(curing agent) #safmviliuds (hardener) nendensuuazlifiansanareiliddeanns

“q
PANVIAD bUTUINY

enTlunediwesuseinnmmesiaen (thermoset polymer) wWialdsuanuseusn

a1 dnendldaunsavasuaratetugUldlml usasiianisluiuavaaness Sliondilasadn
Tuanasuusiun nglassassdnvarfdwalidiondinnuwisgann uwaslianuasgung
) P A A v =~ = a & ' PR P =
anwazlanzlunsldnusune feunssunineaiues (pre-polymer) neudsiilassasiadu

|5 Q’Jl =3 [ Y] ) 3 v o d? Ly o I3 ) v cl' d' I %
angladug MnuuIawaniudiuduaniludugy Mviudasyimihiweraslgluana

PRI

2.1.1 anuuzlassairamaniivasdnend

va IS IS IS

lpssaseafiduilandniiinaseauifvesdiend Tulassadluanadiiondasiin

[

sala ac = 1

wanfe  wedAwesniwaumdey  SunimydNend visewyesndisu  (oxirane group)



Uszneusensusudesezneuwazeenduniltornouegivansaeladusumisiiedlise

nsiAUA3eN

/'3,‘ "Jl3 n;] I3
H3C—CH_CH 3 O @—o—mz—cu—wz @ @—0 |;11u—l:]{— CHz
|—r| u13 LH3
Epoxy group DGEBA Epoxy group

=

U 2.1 qm‘[maa%ﬁqmaLﬂﬁﬁuaqﬁﬁamj [14]

2.1.2 N158ATIZDNBNT

[y

dendlulanediwes (copolymer) duasigvituaindailuea 1 (bisphenol A) fu
dfimanlslensu (epichlorohydrin) wagansiiinanuudaseasuuduansussinnnediediy
(polyamine) lngufjizenvziinivaidfienles (epoxide sroup) vesdiondisTuiumyiediu

(amine group) VBIENSLANALILTS

Jafluea 10 flansluanafe (CHy)C(CHOH), Wuasiefivssinvnedaisueiun
(polycarbonate) \Wuveudsla lifld luunninde wazauisaazanglusviavaedunsd

19 weilsazaneluiin

CH;=CH~CH; /C ('H‘
— Cl\*l\ COOH —
CH

C}{x

CH

O e (L

sUN 2.2 Yisenisdansevdaiiuea 1o [15]



drwdiinaslslansu Jgnsluana CHClO WWuveavadldlid Induquadienseiiien

faluledne wazaursoazatethlaiieaantaawinti

ChL HOCI ':|JII-I

1) NaOH An
CH;=CH—CH; —* CH;=CH—CH,Cl — CICH,—CH—CH;C1 — H,C—CH—CH,Cl

JUN 2.3 Uisennsdaasizvidiinaslslansu [15]

ac

ac a A a < a aaa 1 3 =

dfen@isTuazgnildsulumeslugalasmainujisevemydenlen  Fe1aae
a aaa v v v [d a & A a aaa LY = =
AU Aseduimduenatsdulglunedwes vieonainufiseduansiyenladuana gddu

a aaa a 1 1 = = a & 1 @V v aac IS a g

nsinUisenenvaziinegtlaeganils  vseiavsaesegeils  BRendundiluvaamad
A v o § val ¢ 2 &£ v a v o & A oqw & <
iaaen1svililussBnnizuas itz fadudviudaneinlivaavainaiedurosuds
v < & =

wihudlagldiuisendudientisdu  dansivaenifiseduegrsanysalzyinli

Sondnlawdaiegnalinaue uidinsnauldauysal szviliiingeideunsluluana

+ H,C
Na 2' S0
— CHy — H:(|.' (‘%
s AN\ 7 N\ e L&
Na 10— "I','—él‘—«./ \:‘/—9: ”4(\—‘(‘.!.
-y -, ~—H N
— CH — 0
¢ =es J \ | W\ N\
— N W Y= H—o-cHy-cH—CH,

AN\ o /N ad
T/ . P / \ /

HO— 71T\ Y—OH + CH——CHCH.CI
\ \

Nl - \ — 4
Bispheno! A Epichlorohydrin
2 /W S\ o 7 N\ o N\ °
cH,—— cHenm o/ : V)0~ CH;— CH— CH,~ O+’ 1 R o,
e CcH —y \—/ CH; \—/

@ al

Ul 2.4 UfBmsdanszifiend [14, 15)



%
o W

nlasaswediendazusngfones n e n fs Suuniiefgniy (repeating

Y
a2 = v v !

unit) Iag n dadas 0 Ul deviazduiusiuandfvediend Flusgiudnsidiu

Y

|
o

senindfinaelslansy wavlafluea o Nldlunisdauasizst mn n e Shendazeglugy
Youmad uarazdanvaziluvewduile n dageuszana 20-30 lneddivsunamesdaiiuea

aa Nav v i o
1o 1n dendfildazeglusUveads

2.1.3 @15sNUAIULTS

' '
a o L% =

1 v A A o va @ a @ o A a [

drulsznoundfgdndmilaivinlienendudewinfe  asiinauuds  (hardener)
WIDLENBNVNTII asun (curing agent) viwthiweuuluanatiiolyiinlaseasng
' o 1 ° U aw ) [ I~ ' = . 1 a a
FunIUIN ansundmiudienduialu 3 Ussian Ae nquieliu (amine) ngudda

(lewis acid) waznquuedauneulalasa (acid anhydride)

2.1.3.1 ansiumnundanguediu

ansifwenuudanduifouldiulaeily Snanevlavaeiuyiond (tertiary
amine) uazwodTlsituusateiiu (polyfunctional amine) WuansUsznouediufifivanems)
flardulliana FsuvsmuanudedhlumsiAaufisen medsensidenlosnguediu 1wy
Iaefaulnsiediu (diethylenetriamine, DTA) lasiefidumnsnilu (triethylenetetramine,
TETA) won-Ailaulaediu (m-phenylenediamine, MPDA) (Jusu Tnevhluozan@niediy
(aliphatic amine) ¥3easUsENaULBNULUUUTHYH (primary amine) aLAnUFATe N 0N
rraldiind wanAnléfigaungiivies wanedun1stuzudie?s hand lay-up uagsinay
thlldlunumsfunsiedeviuesdumsdain  Tuvasfieslsindnediu  (aromatic
amine) fimnriethreudnarn Fsddnatlumsviuiitouunin uazdeddgumniluns
AnUiisengaiesnilasaenauuiy  (benzene  ring)  Windnsiausiillaasd
Uszansnd wangdmivnuililunngifusadeaniugadu s1ueinia viewedosdu 1y

U

U



H
H
N NH
HzN/\/NwNHz H,N oM~ H ~~_.NH3
DTA MPDA

HEN\©/NH2

TETA

JUN 2.5 fegnansiassasimmaaiivesansiiuanuwdngueiu

2.1.3.2 ansiumnundangunsndida

SflonistuaninsnifnUfisedenvnsvedluananiuyujisemediesls-
wiunsnalnauuulaie (ing opening polymerization) ﬁu’%nmmj@ﬁ@ﬂlﬁﬁé’wmﬂﬁm
Anuudalssinnnsadsdanseasefiuuuniond wu luseu lnsvigeslsd weueleiiaeiiu
(boron  trifluoride monoethylamine, BF;MEA) \uansidsdeuinmnuiaiiosiigumniivies

= [V { £ =2 A A a 2 o
HASNDIYNANUNADUVINYTINN 6 LAY Iﬂ&mLi%‘LﬂNLL“MWA

o Y 1 14 =] a < I a a
EU‘VI 2.6 ﬁ?@ﬂ?ﬂiﬁﬁ]iiﬂﬁ\‘]ﬂi'mmwLﬂiJSUENﬁ’ﬁLWEJﬂ'J’mLL‘U\‘iﬂEjllﬁ'lE]ﬁ

2.1.3.3 ansinmnuudinguuedauaulalase (acid anhydride)

dmsuistuituinamydwenladi  enldasiumuudinguueulslase
iielmAnuFAssnsdenlesluanasinunylensonlodiiognieluaels  fogswesansiiia
mmﬁamjmﬁ wu wnadnueulalase (maleic anhydride, MA) nndaueulslase (phthalic
anhydride, PA) lnlsiwadfa lauoulalasa (pyromellitic dianhydride, PMDA) paaLsufn
woulglase  (chlorendic  anhydride, CA)  uazignaglalasnmian  uweoulslasa
(hexahydrophthalic anhydride, HHPA) 1usiu Insunfudaansuszinnueulalasaduaisgn
Aty Ssnnuduazdsuanimuoulslasdlidunsndmarionnuudusiestan  fedy

& o

LY ! = £ o = = % aaa 1 ac a v
dasrauntelunisnaufesmileteladeiinig ‘UQﬂiEﬂiS‘WJ'NLLQUIS‘lﬂiﬂﬂUBW@ﬂ%ﬂ@u‘UWQ



v Y

futou uarndniieanunseninainufisevilidangieves Snviansiiuanuudalssinni

)~ &, < A Ay = ac SN a Y
llaﬂ']u%L‘U‘NGU@QLLGUQ‘VIQm‘ifiﬂll‘waﬂQﬂagaqﬂluawaﬂsﬁﬁ"ﬁu‘lﬂfﬂﬂ

0 0 0
[/éo | 0 | | 0
9 o) o)

MA PA HHPA
(0]
a o N\ Q
Cl /&O
g _oH R
Cl O§\/
(o B o p
00—\
“o
CA PMDA

Y 1

JUN 2.7 fedsgaslasadiamuniivesasiiuenuudinguuwedauaulalasd

2.1.4 meinujizentianvaneszuinduanadienuasarsianauuds

ansiiumuudeildiuegiunsvanefe asnguieliu WeoianisWouwinaudiasin
ThAalassasessauriuluanadudvouinn Ugserfiiatutureudsdudeou Jsnsiten
yeindudunisiuiserssninayeiiuvesasiiuanuudsiung dlenlydvediend
153U (3UN 2.8) Tngaziinnisideuseiuluiessseninduiana (U 2.9) Ujfsenasiinule
Aesedulusnou (H) veseliu Awuusinansiiauisenvsinertesiuinuiulisnauvas
= aaa a PR ac s ! i aa a !
iy Ujisenanunsaialavianydienleanivaeansly  wasvylansen@nuiiininaisansls
| 2 o ~ Y a X v v ad Ay o < < . |

warluszninanisulsagiinusewiatume Jansnendnlaaslan1mudania (rgid) live

f7 @101506A LA NAY UsLAeYle



AN NACH —— CH;, H H CH——CH/MVWWWA
X /
N—R—N
AMNVNVANCH ——CH;, H H CH——CH/VVVVW\
o) o
TH OH
AMNACH ——H.C CH J:H/\/\N\/\/\
2 \ / 2
/N— R—N
/WV\/V\TH—HZC CH; TH/VV\N\/\
OH OH

JUN 2.8 Uisenaiisswinaieiiufiumgdfienled [14]

CH CHay.., CH cn

Z —II—Z

CHOH: crx;cn

Z —ZJ—Z
Z —21-—2

Irr‘_‘_,—cn cr-u2 cn-q2 CH

cH CHz . CH: cn

Z —XI—Z

cn CHZ CHch

fCH cnz CHch—LLL‘L f
CH CH . CH: CH
_LLLLIL j,—cn cn2 CHZCH—LLL,_II

JUR 2.9 Ujisenisilonvinsiiindunigluluanadiend [14]
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2.1.5 auifAvaidnand

awc aa 1l va v & e 1 [ ¢ A 1% wva
@W’e]ﬂ"U‘M‘VINVILLﬁﬂQ’dll‘Uﬁ]LQW’]%%TAW@I‘VI@U@QU‘UQQH’]ﬂﬁ]@ﬂ’]iﬁﬂLﬂi?%ﬁLW@ImﬂﬁMUm

U o

ac =

ANUNFDINT wedNanTRasda msurliudavatevin utulunsdenldaisiiuainuwda

Welrlanansaeiifaudinudeints vensnifmuiiefenasedraty nafildluns
Uu gaumgilunisuy wazarsiiuuns Adwmaseaudfvesndndueidnendee lunisvi
UjzewesdfiendazifeadestunisdnEesiveduiana dslunsdiilifarsszimeesnain
szUU BendfldAarliilgmdensved tasasmdnvesdfendiadesdeninuioulsd
L.m'LaﬁEJimwmqmm%’aufﬂz%uagiﬁumaﬁamnwﬁaEJ Faduszuufidnsidenanediaeg
waulglasaaziatiosronnudoulssana 200 ssrwaidoa luvaeiissuuinisdenaa
Area1snquieduaziadesnendnuioulszuia 150 esmuwaldied dnenddelantmilu
i dia werfieudutags iliAansBainzia
SfienTMAnnsionrnandiarliaunsnavaneldluasasanesneg  usasuindly
goamarfiiAauansalunisarats (solubility parameter) IndiApsfy wu a1sazane
Aaasuwnlalasasuau (chlorinated hydrocarbons) #iseueanegea (alcohol) lngdfiand

MUV INNAENUTL DN DS ITNUADANTAZANUNTADUNTEY  NIADRUNIE  wazdsoarbad

=

TuraeAdnen@niin1si@ourimsnussloamasarlinudealsdarladiiudy  nsndunsd
wazatunssd dAudiandNninis@ouremeiuszaisuautariulnsian FuAnaINNTITanT

Wuanuudinguefiuazlivunonsaeiiunie

2.1.6 msUszandldnudinend

senddenhunldilunnuazansinfin  awnsalddafaiuianlinainranaysznm
| o < a Y v = = - v ey Jo gy
wu B wan wanadin wWiule ui reunIn sudaesesgudneiig uonandddldduans
waeuiiuiy  dnazldlumaedeuiinigluenmsludiuvesivermviseiulssu  ilies
ndendTauiAnuusanszunn nunsyadn W@eed uansed uaudeuldd walinuse
Seddamshileran (UV) Fadnihanldnngluenans Snvsdsanunsatdienduvaetuuidu
winuulunsnandudinaiaadognamnssy Wudwuszneuluasisind ssuulnih wag

Siannsatndlasldiduauiuluin
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2.2 Tny (silk)

TnuSenlaindu s 9turadule \19931NTAUTUILAAITIAINAIBNUNINT
Inududulognnetulusssued  deuridaunainusemaludadurnwsnAndnd vy
WeUszanae 2600 UreuasandAnsny dwsuussmelneinsugnulenidssyuanuiundy
3000 U uwagSudaasusunsvelyaniwideivnian 5 dnsimunnuninvesning
~ v @ a v X ) P =
wWalinaetduduaidiean nisagauauluunuunluniensiueandeaniiovasine

Tmgmaluanansaduunluteenidu 2 Useiam fe Tyrsndes (mulberry silk) 15otenna
eranshe uvendngued (Bombyx mori) wagluudn (wild silk) 1w luuds (Eri silk) @
K E a ¢ X a & aa v Y]
fegluuszmelng Inudesdie vusulvuiuywdineides nuviladaeiidnoutiwniasas
nsaenn1aziamnudueniindy dmsulndndulnnuygedlilimnzibaes uslnasdes
Fwasnanisiululde  Falnuraslmdulenfiddinia  deaunenu  wazvuissaulel

° A a ) &
alaualawisunuluudes
1Y) Y P 'Y A v I X | a |

wulnniledegludivewmusulvy svlidnvusluveunaiegluseulvy Wesewlny

WwseyiuladuAaudlulenlunssimnzenns siliueulumldauisaiuensaeldladn

JufnnszuIunmsiuiedvivesmainegludeslnuruesnumieslndunvesiviueu

2.2.1 aNWAENIINIEATNVDS LA

Inundudulelusiugnasretulusion (sland) UsgnauselWlusdu  (fibroin) 71l
anvauzdudulod  wavgniedoumentilnued@u (sericin) Ussuna 20-25 wWesidudves
uwdnlmionue  @ulnufvienumundszana 24-30 lueseu  dnnedavinseanegy
auwRstyELY vnauazsUTvendulraldaiiae uwiidlsmdnnnilvuesnazladulnuy
a v = a & oA DA 4 v a A
Aaduuenileuteunss  AnbvtuasudedulvuinisindeudivedlilusBuiioannis
dendveslnlusdunaziiniusdenivy \esnnansinlusdunegludmueulmuiidnuase
AouduimariaIings  wennieiduduimihimidun1isssumAiie deuidulnudi

a8 [16]
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fibroin Scricin

Raw silk Degummed silk

5UN 2.10 madinvieveudulelny

~ Polyner
Mierofibril { 100-1504 }

Fibril composed of 1,000

micrafibrils

Fibroin filament 1OuM
——

— Sericin

—— — = =1 {outer

:_:_: == {mddm)
T~ {inner )

sUM 2.11 lassasanmemenmeasdulalyy

2.2.2 lassasramaniivaglug

Tnssassvesudnlnguseneudelusiudadusinulng (peptide) wnserudune
Aumdlnd (polypeptide) fis1aiid1dny Ao ansueu lelnsiau sendiau uazlulniay gasial
(CoaHss0sNg), Usznausionsaoziily 16 wiaaumsiedt 2.1 Ipsflaudszneundnily
nsnezillu 4 vila Ao lnadu (glycine) azaniiu (alanine) 13U (serine) waglnlsdu (tyrosine)
waslusiuveadulolvulifdiuiiGonin cystine Selaififugdu (sulphun) Wudmdszney

wayliiiiuseladalng (disulphide) aglulassaing [17]
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0 O 0O
[ [ [

HN-CH-C - NH-CH-C - NH-CH-C
I I |

R, R, R,

JUN 2.12 lassasnaaiiveadulelvy
Wsulnlusdudsenaumensnezilufildfidivseflvrdesluvsunamnn tiadu
1AS9E51IHENLUULUAITA (B-sheet) Uszanas 65-70 wWasidud Soanuluundafuwdudu
szilou aneldusazayazisesiludnuasaIun1eiu (antiparallel) wazdaln1eiusyning

anelgmeiuszlalasiau duiimdeiluedugiu (amorphous) wazi [18]

STl $Tha $Tha g
B pleated sheet 1 GGy Iy N’G":"{‘wf“ N,c_qg L oo & \
G'a—«“—-)%o\'“ R u?h R -{’\h R ‘“C
- n iy ¥ )
Amino acid "cu“" 'o?;" oa‘c';‘o‘}
St bl Bk Bl baiel,
C/ {,\“\q/ \ \‘Q\QR/ \ 16\0“; {.\'“c
A
a'cH @ e
-+0=¢" N-H--f0=c”*
=¥ ) N-H | “
“H :
0=C /..0=C « heli

H-CR HC " HCRHCR

| Ji'l"o=é N-Ho-¢
\c / \ /
o= '« N=H: - OBC\c(N-H

JUN 2.13 nsisesivesanglgluduleluy

M3 TUUTENOUMY 93U (serine) 53lotlu (threonine) nTALOENIAA (aspartic
acid) nsangedla (glutamic acid) ware13u (arginine) ﬂi@asﬁIquLsn%%uﬁ%aqﬂ savany
Igirelusinazansiitsr uarlassaiwenestuliiidwidundnae deuthluldiuados
aennlnueidusenieuiosnnlmiuiianuneunseane wSTuansaazanslalunsad
.

11 pH find 2.5 wagazanglaluiuan pH gendn 9.5 wenainllusdunazie3guundy nuauds

a o ! A % a a =3 o/
4 U LLITI6 INa VLSUlI‘Ll LLa3?1'1iﬁﬂi%ﬂ@U@EﬂUUﬁﬂmLaﬂu@EJ



A15199 2.1 viavesnsaoedluluduleluy [19]

nInasiilu Usinansaeziiluiinludulelv (%)
Alanine 26.5
Arginine 1.71
Aspartic acid 1.29
Glutamic acid 0.97
Glycine 43.99
Histidine 0.50
Iso-leucine 0.64
Methionine 0.58
Phenylalanine 0.89
Proline 0.40
Serine 11.41
Threonine 0.90
Tryptophan 0.29
Tyrosine 5.35
Valine 2.10
Other residues with nitrogen 1.91

2.2.3 dUURVD9 LY

14

Inududulesssumandanuudusannign  wendudulesnodes waziy

WoReslense (linear polymer) Twuszlolasiauinsvsiainaus  wallsileniiau

wdaswonduloazanas  wendntuduleluuemnudavguneauaisuionawanaieiuniy
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Funounsanndulmesnands  w@ilelnaunsaruinduiinuenuduldedeing  uas
adeanudanguluiiavion
Tugruadiosnmmennudou Wlelvaianuiedhreguvniigaiu 100 eam-
walda denalvituszinlng stuszlelnsiou wagiiussidenloswoandoneluaeleluiana
voslvuaanein vildanuwmidsanas @ulelmliviliuasldthanudey Tuunedanis
ihlUldueaialnihain
ilvavusionsiindeslés wilnuazangldluauduazansazanslanla (caustic
soda) fi¥ou dwsuivaseudy wenlude szazanlnulsifisadntosniolivhatelvuas Tu
nsilveensa uuansaazaelalunsadaiasn waznsalalasmaesnidudy wansalunsnay
vnlidlelnunanafudindes  uenanilansvensmiitinaesududiuuszneuiinasoninu
wilweaduleluy  Inildvudeuaaen  Wewnisddansillelanazsililvg  Rans
a6 (photo degradation) wazsililnane fudindes [20] uenaniidedulelnudnll
wdansanindosnedng wideeeninuadinuieu Wailwasduies uasdidniAniu

Uzt kgl

2.3 Y&9L89UsENau (composite materials)

'
[y a [y N

Tandauseney e Tannilassasimeaiiuazaudiunnssiunue 2 vliadulvan

q

a

v A Yo a iaa va a Y a (Y (3 gj ¥ 1

waniu  elnldianuinindnfiaudaiewninianiy  eedaniiluesduseneuiudedl
=& o 1Y 3 [ a = 1 [% | [y A & (Y =)

AvaYYINUkASNU @Qﬂﬂi%ﬂ@‘U“U@Q’JﬁQLsﬁﬂﬂigﬂ@UﬂJﬁﬁJflﬂ’Ju Taun aa@mﬂumwaﬂma

[y

wmi3ng  (matrix  phase) LLama@muﬁﬂszmstagj"Luifa@Lﬁwé’ﬂﬁaﬂ'h wlanszane
(disperse phase) v3auWalaIuLss (reinforced phase) lngluvidndagyimiindivioviutan
ABuuss dufanauusgihihiiaiuau il iaving
fandeUsgneuiifamnnmsudaudedn  TugareussfenansuyudUsziusionds
dieltidusilatasy Sgluatoiusondunmhdniuiumior venanilusssumadsd
Samudaszneusnnune wu lif deuszneusedniulazivaglaa [21] vienszgniiiuands

UTenauseninusosnvg (apatite) wazasaaiiau (collagen)
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2.3.1 Uszianvasianidelsznay

wa aa

YanisUsznovgnuantuilelitiandafin uasmeuaussionisldauanzmg audh
maﬁaqL%aﬂizﬂauﬁu%uag:ﬁui“a@L'%'uéiu adndurestanisuduusazein wardnunizves
wadinsznedoglidnioudy wna gUse vdemsiaBes  Jandeszneuduunny
Uszimveaunsndla 3 Ussian Ae TanaeUsenaunadwas (polymer matrix composite,

a

PMC) JasueUsenaulane (metal matrix composite, MMC) waziandisusenauiysiiin

q

(ceramic matrix composite, CMC) nNITIaIATUUNLADNA LA N WL UBIETLATULT

aun auna (particle) wule (fiber) wazindn (whisker)

DA DD EOVOVOVD) DA
[s e [t [ele el
ZAVAVA) A
Oy [N i’
concentration size shape
OV OVOVS) DD
e 07
PP 88488
& Ve Jaudy
distribution orientation

5UN 2.14 Tadeiidenarioauiivesiandauseneu

FILLED COMPOSITE

JUN 2.15 Anugvesansiatuus
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2.3.2 YaaudeUsznaunadinasiasuunssieule

faqudeUsznaunedmeiiaiuussfodulognudntuiiousuuaudivissgnisd
SanssaunAlneviluylly wasinlitanddwiniuuslurmsfentfuamsouussldd 3
dwalifandseneviindaldfanuudusaiivuinlony uasdnsimuntaguszani
dnsuldlunuimimnssfiunniuidlugaamnsuneiosdu 3o sosud B1ueInia fu
nsnease wagnisuuds 1udu

wodlesiduansusznauduviadiilaswaduwelng UssnoudiemiednSoemei
HuaneenFenin weusises (monomen) doaldiduladusaiuuss duleviweihilunsiy
warnsraeuss  Inedandalsznevasdanuudussgeaanuuuinsseaivenduls  ms
auuswiliamindanmnsofuusansyrildzadulagliiRanisudsuulassuing uifanasin
WaiAuszesinvenduls  Aunfunedwesmsiimnumiemuniunnwefiagvieviudulely
Liliddevareenanumindldie  dwmivasauusavmaidodfddomss a3
idduusslugtoyniafirnuanmnsalunisieuussdiosndn  Wesnneynmauiliomadnai
arullsidaiemosns viedRadonasiasuusauuuounaiiansdauiu (fillen)

dmiunmindwediuesdudussduszneundniifinnusieillos aunsauvsdesls 2
Uszinv e wieslumanadin (thermoplastic) way wiosTuin wodlwosaosuszianiiini
uansneg1iulddn nanfe weslumanadn iuwedwesihuFludald duewdenu
nsvUIuNstugUudndmils annsnthamaestusuldBnaasioams uasudsindegumnd
anad lulanareanafiueTavdaiuiigiussuIwne11as (vander waals) 19U wodioiiau
(polyethylene, PE) wadlwsfiau (polypropylene, PP) wodaln3u (polystyrene, PS) uag
wodtelus (polyamide) 1usu uinimosTun unediwesnilunsining luawnsath
ndusmaoNkarTugUfsaufeuldlml uiasAanisludaaneidieldsumnutougidnate
ilesannnedmesiinnisnsguseuiisoimadensnsfuseninstuanananedulassaiis
$raunsiofuduluanavuialngjfeiusslaiiausd (covalent) frogrmodiueiusziani
U 8ETIHYRTIRNUNSTUINNTTaalud Tuea-wesunailesisu (phenol-formaldehyde
resin) nodtoawmeslaidud (unsaturated polyester) onTL5TU (epoxy resin) Waziuaiu

(melamine) LWu@u Tagtunsndintnndnae tJudinatsdaniunsanuinseyinludadule
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wananlldahelesiunisidemevesduleiliesainnistngrsed Jiseall ussvesiusedn

Ansgninaamsndiuduledeensiiangameiedesiuldlidulevansenanunindlade

o CH

C—C | M
O CH—CH, A ——C
H H/, . ]

PE PP PS

JUN 2.16 fegalassainamaaiivasnediueiussinmnesiunanadn

phenol-formaldehyde resin

5UN 2.17 Megralassaiamaniivesefiuesussinminesiuen [22]

o LY a = a a o [ 1 [ = 1 @V v 4
ANNIUATLASULIINNA 1YY UAD1NAN WL LU UK Y UNATUINLAN ‘I/ii@Lﬁ‘IﬂEJﬂlﬂ b6

Hedldansasuusslusuiduleduamsndwedinesuinian Wesnniduleduszansamlunis

=€ =

Suusdbdidniasiatuusslugloynia - nseellenuiagasuusaindudulelidusaigs

[ o

gnsnduserninanuenduleserdurugudnans (aspect ratio, L/D) wuleiduiannididu

9
I &

AUANINANTWIAENIN  WnRaIsandnsiduseninsnnuendulesoiduniugudnay

¥ a

faaiAiu1nni 100 JulUFzsenasasunsaududule uenaindl anusvendulude
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Huiladevdnedrmilsiifiviwasornuudauswazauudiiwesiandwseney anuem
GuaﬂLﬁu%mmmfﬁ’muﬂlﬁ’fé’wmqwﬁaﬁ%ﬂdw AMULIINGA (critical fiber length, 1) Al
Juogifusuds 3 Fldun  swadwhugudnanaduls  manuudussgeanvenduly
(ultimate strength) wagAIANLTUTIVBINUSYSEIaSgiuEUly Mntiuhevent
idmnmagldraueingeuendls  Teevhluudy dudulefdunaSuusdeuen
wnndeaeings 15 wih awSendiuleiiudulesvdeduleseiies (continuous fiber)
uwimndulefdiasiusdmuendesninruetngn  ssdeniduledudoduleld

siowliad (discontinuous fiber) tEulgatunsadmunUssnnauwrasnwialaldu 2 Uszan

57
‘H‘ {li"l}ﬂ_rI

il
Il @ﬁ?

5UN 2.18 anwaznsinssmvendulonuuaesluuning

v

Ao @ulyansssund wazdulodunsiz

N,

I(.\

dlosssumidudulenldmaniy @9 wasusssmed wu dilewaglaailéin
Nndwigvesiivdan Uhu Uo afu ihe wazyu iy @ilelusfuildanisin uas
yudnd Wudu uiuslefudaudaaduingfivanssaunuideideuanmwazdmansznuse
szuumadiumelavesuilaa Jagtuddaildsunuion dwsudulodunsesiduduledn
uywinArtuInasBuviuavanseliuvidfiolilautidnindlesssund W ule
luaeu @uloui idleaniveu wasduleiavians 1Wudu msidulesssunaldsunnuadla
Tunsisndszendlieufissnntu desnidulesssumaddefe mengn aramuwus
ANLLdTIAeUTNEY  wasveavande  dulusssuwRanunsndesaaelusssuila
(biodegradability) amﬁmumilﬁ%mLLiQﬁ?u%uagjﬁwmaﬂﬁa Memnuemvenduly Usuna
le nmsBainmzseninadulefumning wazitddafe firnevesnisasuwss lnaduleesd
UsrAnsnnlunaaiuussldingalufimmeunuiudule wasiaelufinfiusnsgyindsann

fudule  [23]  daudisieanisitandassnaulinnuudansslunnitanisdaaslddule
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esuuswniiene  dvefuludnniamadenimunzaulunisiunldduasiauussliiu

NOAIDS [24]

5UN 2.19 fiAnanisisesiaveadule (multidirectional)

[

Ao Ao KITNGRTuIINEUMaRansenInnd1  IaanuludnuaeRIniume
LATOINBR LEUAETITUIUAILAIILENIVOINUAN 138N LEUAEEY (warp) LdumeBnyanile
VUIUAURLITIINIVBIRUEN 15801 LEUAENN (weft) Nsnaldumganadaiuiuuiduse

[

du visedunguduinedadunld dmsuaieanevesdiine Tnanswuuiuegiudnvaenis
ilUldnuiinaisluiurssnnuasnuLaz AU fMegravedassadisansdilaun 60
noa18da (plain weave) Hoatenues (twill weave) wagnmoangfIu (satin weave) FINN

neagdnilenlduniaaliosnin amedaillassaianisnenvuiuiy uasnussulsIfegs [24]

WA‘RF’ WEFT WARP WARP
(FILLING) \ WEET ‘
P

plain weave satin weave twill weave

5UN 2.20 lasasianeiine

2.4 N35UTINIHANTEATIUTTNBUETULIT IR LUy

aaa

nszUIUMIdmSuTusUTanalsenoutiuaunsandnlavane s Jausdagitivonuay

[

Poidaunnanaiuly [25] fregramalinnsuanianaeUsenauiinall
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2.4.1 nﬂs%ugﬂ‘[ﬂai%'ﬁam (hand lay-up)

& ad a a1 A o ¢ V1 a 1% i a o
Juisnsudaiidieiian amuiley gunsaimlade uastleuldunigalunisudnan
Weusgneau e1alsendntentlydn msTuguwuulen (wet lay-up) 38nshe ldidulevserime

Paglvlunsasussadluniuy  nduwsduaslivazltannastielunisinlaneseinia

Y

[

willdaidens desliupraniaiudungiaslandndariniigunnaiauelunniuau

Dry Reinforcement Optional
Fabric Gel Coat

JUT 2.21 msAugUlagldilom

2.4.2 miﬁugﬂiﬂﬂ%’m‘é'aMu (spray lay-up)

v

@ ada a Ao ad 1% P a aa a & A= !
WUITNITNARNINAILINIRINITNTNINEND  UUBAAD mmiamamumuwugﬂsw

v Y

UFoUNINEITU DnedinanlansiardIuILLINg

Fibre

Air Pressurised

Optional
Resin

Get Coat

3UN 2.22 M3vugUlnegldinTeany



22

2.4.3 msvugulagnisiudule (filament winding)

FBsuanimnzdmiuTunuitdnuaznaengly Wy vevdedufivasial Tne
FuruinantuarilantBmulugunsmudeussiy  welabegldiduloeniindeusiosdy
fuasuuusiuuuivaueg  aunsafwuadianamadesihveadulels eldtunudidany
waudosnsudliitunuldeudeliistundsdh  Sunuiildasiisnsdsywineey

ITIEA MRV N

Continous Strand Rowing

5UN 2.23 n1sFusulagldnmsiuduly

2.4.4 n3vusUlneldnegayeuanie (vacuum bagging)

v
adAdA v

¥ [y a Yy < a a _al a £
Tilfldnwaraaeiumaiianislidiient Wunsudaluszuutaiitenan lngnudule
V3N UAEAlULILUUAINUUSTUTUATIY 19 INIARRLTLNY UAINALIDINA

elusihuuean ANuiuAIeuenIzdINalinamyINIALLUAURI L ULATUUNIR IS U

vacuum guage
R
Mg 7

sl , ) | gate vah

Basic Vacuum Bagging

. W ;

[T pump
breather cloth vacuum []
reather clo
pink insulation M fiberglass layup

gelcoat

peel ply.__

Vi

Fi

tape

5UN 2.24 n1susUlagldnegeaeniea
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2.4.5 msvugulagldusiuuudn (resin transfer moulding, RTM)

¥
ada A

Fiazldrunuidvneuasgruieddiu tussufonaduleluwivuy mnidudasdu
W luTusdluwuy sstuazivalumIuanu wasesseTlutunaunisaasduiilasainaiavilmin

Forinngluiuy dwanenundaswetiuay Junuiildannszuiunsiiaziizuiuy

LAZAUNUIVDITUI UL LD

Mixing
Hes
Veent Port g3

Vent Port

| W~z

o8 Moy Gasket

Catalyst
B%h M Resin

Purnp Unit

5UN 2.25 nsugUlagldusiiuudn

2.5 UMYV

Annadurai tagang [26] ledAnwilassasiuazandfvesdulsluuvainuanganesiug

IS

S A a a v A o = & a A = a ¢ v
93U Budey wargUu wudndulelnunvinsfinuviuaivsinandngannnsineiang
wadaendisdanusndy Ianunumusiousafsegluyicseanns 65-200 wngUana wag
ausadanouvale lurisUseann 20-40 Wesidud lasanunuwssnsveaduleluuduna
nlassadredrundunan

Zulkifli - wavez  [27]  laAnwianuvumunsusninngluvesiangaUseney

a s =Y v v d‘d o gj 14 gj v aa
NOALDANDILEULITINBHN UMD DRI WINTUVREN YL 8 10 12 way 14 Fu A83TN15AS
8n3u3U (compression molding) TuanAdeilldguuuunislviusei 1 (mode I) 1ivevinlyiuau
AANISLANSN  AELSIIUINTLYINAAIRINAURINLNUDI508571T 9 RN 89508513 U0
LeNeenaINiL  NuAIALNUNIUMSEAninaeluvesidn  (interlaminar  fracture
toughness, Gio) NTUANTUINTUYBILAUTILNLUU
Yo = 19 < = a 1 d,‘, a 1%
Craven kavany [28] lnAnwiAgiiuauwlwsaiunisinanseninaiuiivesduly

Inunazdnendnieds Microbond test Iagldnisnaaaunisaaduleder WuItAMULIIWs

¥
A a aa aA

129UTENINNURA (interfacial shear strength) vpaduleluuuazdwendiian 15 wnvUrania
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wanslsmudulylnuanusasluasunsslanludiiondusenaunudulelnuiinnumunss
AeganazANaNIalunTn (extensibility) 49

[ a

Ramesh wazane [29] leanwaudmdanavesiandalsenaudiandiasusinieLsy

q
1% (%
=

Toluuwazdulediu  FJunuiisgrunseunigisnisenvusulnefiusunuyesdulavsaassin

Y

weuiy 30 35 way 40 Wedfudlagtmidn annansnngeuandRdsnanuiivsinandule
40 Wostgud (dulelun 20 Wosidud waztduledliu 20 Wosidud) Amnunuussiauay
AuLssdalAsgean uandlifiuindeduimandulelumaaiuusann Jandsuszneufiay
fautRdenanyy

Ude uazanuz [30] lafnwinsmeuaussseusinszunnvesiandalszneudiend
auusadeilnune Fununagoumisuaindmelutiinn 10 15 20 25 uag 30 Hu Tugd
Feisnsmieile  Feuuduiiintussueiieumnuuuestuauidisty  9ann1s
wmaaummﬁmmuuiaﬂimmﬂ%ﬁﬂﬁ;uwﬁmﬁﬂmnmwu (drop weight impact test)
WUIIAUNULTINTEUNA LLazmﬁ@m%’uwé’wuLﬁwﬁmﬁaﬁwmu%umﬂﬁu wanaInUTIa
GuleTinntudielunsusarnsyanouss LLa3%’1ﬂmiﬁﬂmé’mgm’?wmmaﬁmmﬁcﬁums
VAFEUAINVULSINTEUVN U NdndIuve s lnuende1ganssAuBlanATaULUUEINTIA
wansliliudnuaeRiseauAnTeIdNend  (cracking) MsUENFTEWINT Ui uUAdeY
(delamination) uazdnuazanudemevendulondilasuuse samsnveadule  (fiber
breakage) uandulofivanonaniledfiond (fiber pull-out) uansiiiiGey deidnumell
saiilunndnsdiu

Ariffin wazauz [31] AnwianudemeanusinssunnvesianiUszneudiiend
Suusenedulelnufiflasiasmuuuiy (face-sheet) wazUUUMBLATY (sandwich) @ed
dhuidniun Taeilned (core) Wulna (foam) Aasuam (coremat) wae Suiiraud (honeycomb)
JugUiunudeimamieie  ndunadeumLnuLINTTLINURIT UL WIENAN
n3enuAElANaIUNIINTZUNA 32 48 Uar 60 98 WAANYIALAINNTAlUNTTULTY N13gA

o [ [ a

FUNANIU  LAZANWULANMULFINIEUDITUIIU ?]’]ﬂﬂ']’iVlﬂaE]UWU’j'lﬂ’liﬂiﬂﬁﬂLﬂ@]LﬁUﬂ'ﬁL?ﬁJ

1 1 LY

sUoganudaluiununilasaiaduwiy - nsgadundsnuvesdunuidrefduliuuans

&

Uszaninmlumsgadundsnuiniiuusy ddununiaesiuunesuuniiaiuaunsaty
o 5 v ! ey ad A (Y ey = ) = ¥
M3Fudmingnd uasdiuauasiiiunlunisuendmvestunusnTumunsilasu Jadnuls

FaindsnugnaaduriunisnesuiuuveInude ey
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unN 3
ASandusuivY
3.1 IngAY

1. dWenTisu (EP-085) 91nu3®m Concrete Composite Trading Co., Ltd. wansauU?

Tumn5199 3.1 wag AN5199 3.2

a wa aa a a v o <
N19719N 3.1 AUUAVDIDNBNYLITVULALHAINLLU

Resin Hardener
Property Unit
EP-0885 HP-085
Appearance - Clear liquid Clear liquid
Color - Max 2 Max 4
Specific gravity at 25°C - 1.2 1.0
Viscosity at 25°C cPs 1200 150
Mixing ratio Pbw 100 35
Pot life of 100 gms mix at 25°C Minutes 30 30
Gel time at 25°C Minutes 35 35
1 mm thick film gel time at Hrs 6 6
20-25°C
Curing shrinkage % 1.5 1.5
Glass transition temperature
25°C / 8 days °C 65+5 65+5

24 hrs / 25°C + 4 hrs / 80°C °C 85+5 85+5
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2. fihuda (HP-085) 91nUS®w Concrete Composite Trading Co., Ltd. uansauUily

AN 3.1 hAY AN 3.2

A15199 3.2 audRvesdiien

Na |

FNHIUNTTU
Property Test method Unit Typical value
Tensile stress ISO 527 MPa 60
Elongation ISO 527 % 4-6
Tensile modulus ISO 527 GPa 2850
Flexural stress ISO 178 MPa 110
Flexural modulus ISO 178 MPa 2950
Compression strength ISO 604 MPa 120
Shore hardness D ISO 868 - 80
Heat distortion ISO 75 °C 75-85

temperature (HDT)

3. H1lvune (ilk fabric) annngurnlvuguyuddes Samingassidl

WU 62.50 NTU/M1519UNT

Ul 3.1 dlvame



27

4. ninWesin (formic acid) NINYAEMNTIN INUTEW vhlada 3119

A15199 3.3 auUAveInsanasiin

Property

Unit Typical value

IUPAC name

Chemical formula
Molar mass
Appearance

Odor

Density

Melting point

Boiling point

Vapor pressure at 20°C
Acidity (pKy)

Viscosity at 26°C

- Methanoic acid
- CH,0,
g/mol 46.03
- colorless fuming liquid

- pungent, penetrating

g/ml 1.220
°C 8.4
°C 100.8

mmHg 35
= 3.77
cP 1.57

O

H/

[
C
“OH

5UT 3.2 lassaframaaiivesnsaesiin


https://en.wikipedia.org/wiki/Acid_dissociation_constant
https://en.wikipedia.org/wiki/Poise

5. naneane3n (phosphoric acid) ANuuTuosay 85 3nUTEen Wilada 9110

A15199 3.4 auURveInsaneaanasn

28

Property

Unit Typical value

IUPAC name
Chemical formula
Appearance
Odor

Density

Melting point
Boiling point

Vapor pressure at 20°C

Acidity (pK,)

Viscosity

- trihydroxidooxidophosphorus
- HsPOa4

- white solid or colourless

- odorless
g/ml 1.685 (85% solution)
°C 42.35 (anhydrous)
°C 158
mmHg 0.03
pKai = 2.148
= pKaz = 7.198
pKas = 12.319
cP 2.4-9.4 (85% ag. soln.)

157 pm O_H

5UN 3.3 lassasamnaniivesnsavleanain


https://en.wikipedia.org/wiki/Acid_dissociation_constant
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3.2 \nsasliauazgunsalnldluamuide

JnLnes (beaker)

[EN

WVISLA2AUENT (stirring rod)

QIALAD

ANAY (forceps)

AnATY

NszAwinA1 pH (pH indicator strips)
WAIWATERN

Twneauans

o o N o kRN
LA

wiwuudmniuiugy

10.  Wauluans (mylar film)

1. gnnad

12, wUsInwITUY

13, gouansiail 8o Memmert §u D-91107
14.  A30erA B8UT (CNC milling machine)

3.3 A9l IATIALNAGDU

1. whenendussanunsnindwes (cray diffractometer, XRD) U X8 APEX ¥@eU3Em
Bruker (n1A371TdRA1ERS AEINIAIERS PNAINTUNTINGSE)

2. \seniSuInsuanesuduissaaninsalnd  (Fourier transform  infrared
spectroscopy, FTIR) ':;:u Nicolet 6700 ¥09UTEN Thermo Scientific
(AN TaRAIEns AMLINGIMIENS PNRINTUUNINIRE)

3. NABIYANIIAUBLANATEULUUABINTIA (scanning electron microscope, SEM)
U JSM-6400L ¥e3UTEN JEOL (AauEINenaans u1aensaluminese)

4. Lﬂ%‘lawmaaugﬁnaiwa (universal testing machine ) 1 LLOYD LR100 K
(AN TaRAIEns AMEINGIMIENS PNRINTUUNINIRE)

5. LA3eIMARDUANANMLUTINGEUMN (impact testing machine) U GT-7045-MD %89
UM GOTECH (n1A3y1iana1ans AeIneNmans R1aensalumingsde)

6. \ATDIWARBUANLNLLTIFALA (flexural testing machine) $u LLOYD 500 (n1A3%1

Tanans AneIngIAans IaINIlImIneNde)
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7. ndesnlesudvaaunuiliupaeiines  (differential scanning calorimeter,
DSC) ¥94UT®N METTLER TOLEDO ju DSC 1 STAR® System (n1@3917anenans
AEINGIAENS INAINTAUUNINE )

8. serimsziiminaeldanueu (thermogravimetric analyzer, TGA) U899UTE%

METTLER TOLEDO i;u TGA/SDTA 851°

3.4 YUABUNITNAADY

3.4.1 NseseuEn

Wilvuwuin 20x20 wufes wudlunnsanesiindunan 2, 4 uaz 6 Faluse
Fua audiu Tagldiusslsimniianng wazudluaiansareanesniduna 2, 4 uaz 6
Wil setunulpglifius@afianiiani vl lunumesegnssng Fwesinisdinsa

gannd luiiunsusnsaviuiiseiinauliazenn udenslilviunsigamgiivios

3.4.2 Maw3euiandelsznoudiienTiasuussseiilng

=) ac a a ac N o o I3 [y 1 - %
WTIUDNONTSTULALNTHENDNONYAUAYINLTT USRI IEIW 100:35 Taeunidn AU

[y a

sudduilefeniu Juguiandaszneudmeisnmsmimeledll ndiendisuasuuiilm
wasalanasiegnnas MNehlnutunaedulwis@Induiiuwsnasuuiaiutun 1 wdd
aa a a £ o A « Y o ] v £% S o as
Menenisuivasly  vihuguilluisesqauladuutuvesiilyuniudents  a1ntuiiay
Tuansuemsuuiununagialaves  Welidunudiviitey  Yaeglidunuudeii
a v I o J o =Y o  w % 4 o &
gaumgivieutunar 24 Hilus ntuhludaduiunudmiunaaeuniginsaiaduiy

CNC lumsneaesihinis@ndnnutuvesdilvug 3 ansdsil ans 1 (@i 2 F) s 2

(@171 4 Fu) uaggns 3 (WU 6 )



JUN 3.4 Juneun1sTusUiandasenouEtuLsIeki vy
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5UN 3.6 LAT09ATUNY CNC
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3.5 N15ATICHRASNAFIUTUIY
3.5.1 AAseRlassad1manalemaiaengsganwWsnTy (XRD)
AAeAnsasunladlaseasananva il nIunisUSuan nalensanesinway

nsavleanasn wWisueuiudlvuiliiiunisuSuanm lngnmsdunaygunmsinumeesssdiend

Aasuwlas neasulutng 20 = 4°- 40° dnsusrlunisveasy 2.4°/min

JUN 3.7 insesendisganunsniniines

a d

3.5.2 ApszvinyilendudemailiagiFes

y

unsuanasuauninsalnl (FTIR)

IeswiiasiUTouiisunyilaiduvesialnunlidniunisuivanin dudiluuiiiunis
UYSuanmwmensavlesiinuaznsaneanesn Tugieminugndindu 4000-400 cm™ UTIaUNURR

YDITVUNAADU
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sUN 3.8 asesliseinnuanesudurlsusaaUninsalnd

3.5.3 AsRadaUiugIUINeNIendasganssABianasoukuUdRInsIA (SEM)

A529AUNURIVDIEN IuANIUNTUSUaN INPRENSaNastnwaznsANeanesn  way
ATIvERUAUSIWIVEIUIDTuANENYDTLIW AN T sUszneudiondiasuusaneinluug
NUASNAFBUAUNULTINTELNA  IREVIINITLARBUNDIUUNURITUIIUNBUNTIADY  ha

dndlndinlunisneasu 5 Alaliad

JUN 3.9 ndosqansImiBlanasaunuudeInsn
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3.5.4 IAFIUANUNUKIINIAILLATDINAFBUBIINUSLEIA

(universal testing machine)

VIAFBUAIIUVILLS IR MUANUNIN9g W ASTM D5034 visluniiiduns (weft) way
uinLduBu (warp) Ineiiszuzhs (gauge length) 75 fiadiuns 14 load cell aun 10 Alatlwiu way
AameTRIITIAT 300 TaAUAT/UNN VINNISNAAUDLNLEE 5 TusD 1 f981e WAIILATIZY

AIAUMILLLSIFA (tensile strength) uagn1sEngan o A (elongation at break)

U 3.10 wsemngaualunUsyasd

3.5.5 NIAFIUAMUNULIINITZUNNAIYLATDNATIUAUNULIINTZUNN

(impact testing machine)

NAFBUAIUVILLSINTZUNNVBITULTaRITeUszneudNanTiasuussieinlnuny

UIMIFIU ASTM D256 wuv Izod leeldfumagauaunn 63.5 x 12.7 x 3.2 faduns wazuin

1%
o v Y

Y I3 U a 1Y d' s ] o aa
SUUQ']UL‘UUE‘UW'J'J (V-notch) MI8LATDIUINTUIY "U']ﬂuucl/l@a@‘Uﬂ’]ﬂlmﬁﬂqﬁgwmuqﬂUﬂﬂ@u

2.75 98 WagAUGIAOUINEN 3.46 WAT/AUNT
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JUN 3.11 LATBWAARUAIHNULIINTZUNN

3.5.6 NAFBUAIUNULIINALAIAIELATDINAFIUAMUNULIIAA LA

(flexural testing machine)

NAFBUAUTILLIINALADTaATIUsENaUBToNTiaSunssmeainnuwuuusinssi
@113n (three-point bending) M3IATFIW ASTM D790 Suuaguany 127 x 12.7 x 3.2
fiadlns 328291938nINense95U 50 dadwns v load cell 2500 Tadu wazdnsnsalu

ANSVAERU 1.4 Naduns/un?

JUN 3.12 LATRMAAOUANIHNULTIAALAS
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3.5.7 AT1TRANUANI9AUSDUA8LATRIRNBLIs U adwnulawAaasdmas

(DSQ)

AasevguunniiildsuanInum (glass transition temperature, T,) ¥833UUTAR
FasznaudiiondiaSunssneinvy lnedadunulifiumidnUszana 3-5 fadnsu Taluwn
agililon udUanin IWanneneaeunelaussemaiglulasiau Tudsgumall 25 fs 300

IS (% 4 4 = a
DIALYALTYE LardnIINITIAAINTaU 10 ANANYALYYF/ UM

JUN 3.13 ieSesirvlasudeaauwnuilunaesiives

3.5.8 AATIZAEDISNINNIIANUSaURELATBIILATIERUNMTNAe TdAauSau

(TGA)

AnwnsaanedvneenuioureiunuianBuszneudiendietuuswneiiluy  lag
Tgannenegaunelaussenmaniglulngiay 8ns1nstuaveesing 25 Jaawns/ui Tugaa

gaunQil 50 v 850 BIMYATEE LardnIINTsiviANSou 10 s waldya/ Ui



UM 3.14 1AT8301A57

6

VU

12
o
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U 4

NANISNARDILAZIANSAINANISNAADY

TusrmAdeildvinsusuupeusevesdiend uansdentanifesenoudiondi
fautRaunuusanszunnitulasniaauussieiilng wasodiuussansnmanudii
Igszninednendiudulag Jvihnsasvuaveaduluuas Teeihdluudlunsanesiin
Funan 2, 4 uay 6 lus wazdlnudnyaniaudlunsanoanedndunm 2, 4 uay 6 Wil
dieusuanmiuivesilmliugussuasdnfuldfisudfenduinnddy  Tnensudieuna
voaaanfildlunisuivann anduthiilnusudfendintugudeiimemnede Troms
Metlvuusazdulufiemsdsandu AnvmaresUSmailnuildluninaiuus uasnares
AnuuAnAszsamslif lnuilskihunnsuiuan ez lnuiniunsuSuanimghonse

WosinfidneauiRanumuLsInssunvesian sy naudnend

4.1 NANIIATITHAZNAFDUENU AV IR NN

4.1.1 ANWAULNINNIEATNVBIRN IAUNEUNITUSUEATWNURD

a

U 4.1 wansdnwazvosilmilifunsuanm dlmiiiunsuivaniweie
nsaesiin uazdlnuiiniumsuiuaniniensemeanssn Tneguil d.1a AedluAudilan
Pnlsanuddldlavinsdivanm  dlnufidvdenna  Ianudun  dulvadannuvey
ntos wazlhidesaveu luvaigiisy d.1b Aedlyiiiiunisuivaniwsnensamesiin
Arwifuanas Avesdulvmseuas dlufieudavguanniu wasdinsddnusmilous
lyrouusuanm udillovrilymnvihnisuiuanmenenserleane3n (U 4.10) wuinih
Inlugrsifanuyse made lideu uarggdeanmanudui desndulviinig
vidh  wasmanmsuidhliRiesdulnianisBafaduiliiuisvesduluuanas
ilesannsavieansnfimuannsalunsazansluld Ievililuanalsiugaydeannudy
WANLUATR (B-sheet) uarlaianalusiuAnnisuad Sssusngliiuludnumziuialn

#193v5¢ (roughness) Sundnae (wrinkle) uaggayidandnuasii (gloss)
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untreated silk formic acid-treated silk phosphoric acid-treated silk

JUN 4.1 dnuaizuau () dlruiilidiunisusuanin (o) dluisiunsusuann

mensaNasiin way () BNluuikIunsUSUanmaensanaanesn

4.1.2 Ans1zRlaseadrmanvasdnluuslematiaendisganunsndy (XRD)

dlofinsanlassadrawdnvestinluud 26 = a°— 40° wundnlwuildriunisuSuann
fluuiinunisusuanmasnsanesinluian 2, 4 uaz 6 Falue uavdlwdiunisusu
anmalensaneanasnlulian 2, 4 way 6 wril lkaannnisnaaeuluvinussfeniume
Usingiinuasn (broad peak) fiussunal 26 = 20.2° [32, 33] 15U519097n wazAMLTNTin
Tudnwaziiontu wandiiiuiniluufiniunisuSuanmsonsanesiinuasnsaneanasn
Hansilassadrandnmieusudluudiliiunsuivanm fauanslugud 4.2 wazannis
munaUsuananvednndlunssd 4.1 suadlnfidiunisusuanimsasnsavesing
Usunamwantnddestudnluiilaiunisusuanin Tuvasiidluufinaunisusuaninsensa
Woanadnflrudundnanas esannsaneane3nviliduluinnsuiuds dawaliieiy

Husvievvesdnuuu B-sheet anas
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A15199 4.1 USUNauRANYeEn uRAIuIINmALA XRD

samples % crystallinity
untreated silk 314
2h formic-treated silk 31.1
4h formic-treated silk 31.0
6h formic-treated silk 30.7
2min phosphoric-treated silk 271.2
4min phosphoric-treated silk 26.7
6émin phosphoric-treated silk 24.6

WMM untreated silk

2h formic-treated silk

MM% Gh fermic-treated silk

WWAM 6h fermic-treated silk
2min phesphoric-treated sitk

Amin phosphoric-treated sitk

6min phosphoric-treated silk

20

5UN 4.2 X-ray diffractograms vafnlyisfian1geinag
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4.1.3 ApszvivyienduvasiluudlsmaiaySesunsuanasuaninsalny
(FTIR)

Nnmsiigathendnuaivesinlmsemaia FTIR Wemsiaaeulasaiiandnluriilu
wEsnsumsUiuanminensanlesinuaznsameaiein luguil 43 FTIR arnpsuvesi
InuilaisumsusuanmuansfinnsBavesiusy N-H Fudulassaimdnvesinldd 7
\AYAAY 1618 e uananyiledduves amide | Aflasaainuuy a- helix Fadulnssainad
ogluuinaiifumasdgu (amorphous) videawitlifundntusiluy Sniswunisgandy
$s8dunLTAvee amide Il Mavpdu 1511 cm AR AlATIES1INENLUY B-sheet vadlnw uas
wu amide Il Usngitavadu 1222 cm’! fainannnsanfuvestassainauy o-helix uag
B-sheet anuatneduuansliiiuindinlmuildiiunsuvan miiduiduedasm  uas

dwidundnuszneves [32-34]

4000 3600 3200 2800 2400 2000 1600 1200 800 400

wavenumber (cm !

UM 4.3 alnasuanninaila FTIR vesdilnuitliniunissuann

lassasemdnuuy B-sheet inannisdnisesiivasiuanasgralusedeu dwase
Auudausavesinlvy nandedilnillassaiamdninn Aezdedamuudausann Tugud
0.4 duandlfifiuin mevdsnmsusvanmiinludensanesiin Ssmsusngfinvemyiladdy
amide |, amide Il uag amide Ill fisumiady wansinsavlesfindanistafissuinaiiuin

vaudulny Tngluvinlilassasraveslunulasunuas
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untreated silk

2h formic-treated silk

il "_M

dh formic-treated silk LI | 1
11 1

1.1 1

. ™ - 1

fh formic-treated silk - .

e e il M
11 1
4000 3600 3200 2800 2400 2000 1600 1200 800 400

wavenumber (ot

JUN 4.4 anasuannnaiia FTIR vesdiuikiunisusuanmiiensanesiin

Tuvae i lnuniiunmsusuanmiensaneanasnuanainvemgleidusingg lu
3 1a = Yo 1 ad A a ya v | Y =~ [
Auiady  widiuladadidnunuinalaiadesas  vanganud lruidunsusuanm

v a A D A o aAa b P v v =g

mensavleaie3niianuduveinisganaussddunusatesas Fadululadnilvugnsiiing
Harduvas amide I, amide Il waz amide Il Yasad wiosannsaneanasnidunsawndsdining
Juusann @ulndaianmsuvindy dwalilassassiduszilevvomdn B-sheet 1Annns

Wasuwlad

untreated silk

1
1
T _‘IWMV""
1
2rmin phosphoric-treated silk : : :
o L "'"hr"\r—'—""""'_‘—"'l ——
1 1 1
drmin phosphoric-treated silk 11 1
W g r
11 1
11 1
Ernin phosphoric-treated silk 1 1
|7 T 1 h
11 1
11 1
4000 3600 3200 2800 2400 2000 1600 1200 800 400

wavenumber (erm™t?

UM 4.5 awnasuannnaia FTIR vasiilnuiiunisusuanmmensaneanasn
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4.1.4 AnwndugruInevesdinlnudiendssganssaidianasauwuudansia

(SEM)

Nnamuansdag AT vesinalusu 4.6 wansiufivedlnuill
sumsUFuanm ulnufiiafiZeu winendmsusuanmiiluadensanlesfin fufnes
Gulmudiarmgvssnndumunaililumsusvanm fuanduguil 4.6b-a.6d endlsd
mudmiunsdivesilmuiirunsuiuanimdonsavoaiedn Aviiweadulvudinag
yguszannnimsldnsaniesiin anguil d.6e-4.6¢ WulddnindulmAansuand dawalyi
dulniteglndtuinnsaanudiseiuauievasnanefududiety wazgayiduns
JAFEWIVRMANMNUYI  anisotropic  MmIEANNTULTIvBINTANRaNaINdHalliana
vnduianaudsuasaugdsanmaududi - uasiannuAsuanmButunui

ANMUUTIELANTINGY hasdlanuwrAag kN UNAY

untreated silk

formic acid-treated silk

2h 4h 6h

phosphoric acid-treated silk

2 min 4 min 6 min

JUN 4.6 FugnuingnusunuRivesinluy

<9
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4.1.5 NAFBUAMUNULITIRNUBIN Y (tensile properties)

A5NN 4.2 wansandisnuaunusReainrtluguvesrumuLsefs (tensile
strength) kagn158AF3 o 9919 (elongation at break) vaarnlyunlirunisusuanin waz
i lvnfisunsuSuanmaensaresindunan 2, 4 uag 6 Talue vidlunuad@usietu (warp)

WazWULEUIES (weft)

A15199 4.2 auUinunulsefsesEnlnufdunsusSuanmalensanasin

Tensile strength (MPa) Elongation at break (%)
samples

warp weft warp weft

untreated silk 3792+ 132 8866 +222 1687 +100 1280+ 1.46

2h formic-treated silk 44.61 + 1.03 9351 +1.43 5194+ 229 3384+ 1.05

adh formic-treated silk  48.64 + 1.43 10573+ 293 64.71 +3.03 3888 + 1.67

6h formic-treated sitlk 57.20 + 2.08 116.89 +3.29 74.14 + 191 45.85 + 2.82

NFUN 4.7 WunsiSsuisuanununsamauaen luufniunsusuanngiensa
Wosiinlunadeg  wanslifiuindnluuiniunsuSuanmmensavesinilanumuunssis
Q' g 4{' a % 14 Q{' [} v 4' 6ca al
WnTuaisunudn b alaiiunisusuann WB9nNIANBSLNTANNEILITALUANS
goaunsninlululassasnaveswan B-sheet lumwizusnaiivendulny Tuvnueyngn B-
sheet dufegannielulassasie unuliiinsifouudasinuiosnnninnesine1a9sdy
W lUlde FeaenmdastunanIsiAsIziInmala FTIR Ao fnluuiniunisusSuanIngle

fa @ ~ ) ¢ P P 2~ o v av o )
nsANDIANSIALLANINALDNANYAIUDILATIFS1NEN B-sheet willaunudn luufluaunSUSU
AN UBNAIINTUSUAUNANINNANITIATIZY XRD anadtdntiosiiaisuduiluufunlaniy
msdsuanm Jsaguladmdn  Bsheet USnaindulvuvintulfaniswasuwladluidu
lassassedugudliousuaningiensanesiin WeNsaNANNNULIIRIURIN IuNTNIUNTT
Usuanmaensanasinlunaisnieg  wuiiaunulsshsdaiadunananlglunisusu

annrlvn AanumulssRsiiiutuiatuiliosnnuinaedugiunsoduiibilussidoun
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Rudulnundunndundn  B-sheet  dnasamisusspeiinseyimuwuadulelusynineinis

ne@eu [35] vinbilassasiadimnuduszideuunnTusauiaiiuSuinaNan NNy daualiaed

vy '
v ¢

Tusslumsfaiingen vslmsznannldlunisuivanmuniu nsavesinfasaunsedy
dnlunmeludulnalaandsdu wazideulassais B-sheet Tndiauliduszdaulauniu
d‘ Yo = = =2 Y v A Y 13 LY a o

WialasuuseslSinaman B-sheet laann1sdnsesidlminauysiumuuSunaedugu
vodduliuEIuNTUTUan I UeNIINUNINAINTANAUNULIIFVBIEN NN LU
EUAEEY  wasmNMUAEUAENT  WUIIANNULSIRIYeI ndikwaldiiuuvidlulwg
duietusazuuandumensnunanldlunisuivann uiegnslsinuannununssisueii
Tnuisaeanwfiauanssiureuiiann  duludlotlundadutandUsenauidiineg

Nurn nluAANILAeINUNADATUINY

140 -
120 4 %
\%’ ] z f EZ% [J untreated sik
.:51 = 2222 % [ 2h formic-treated sik
. b
% i - % EEEE % {7 4h formic-treated sik
® 40 | ; 8
= % el % 6h formic-treated silk
2+ =
0 %ﬁ o s /A

warp weft

JUN 4.7 anumuussfsveain lvufiniunisusuanineensaneasin

Sofisannisiad w nuiavesitlng fuandluguil 4.8 wuindliikiuns
Usuanmiensaesiindlensiindh o geumsnndndlruiiliiunsufuanm wasd
wulfuuuienfuiduaduiedy waewundudens Tnennugous (soft) wagnisdn
1 (flexible) vasanslawmulng (peptide chain) ﬁLﬂuLWa@é’mgm Hudfidmasenin

gangu (elasticity) v0e1iny wazdrglunisnseangusanseyitainaieuen [36]



80 -
70 -

1
60 - [/i0]

Vs s A
Y/ /s
N 2l

H

Elongation at break (%)
B
©
1

|
IZ - %Eifér///n% %

warp

a7

[ untreated silk
£] 2h formic-treated silk
7 4h formic-treated silk

6h formic-treated silk

U 4.8 1385 o Inv1avesrnlyaiiniunsusuanIndiensanesiin

dmsuandRnunuLIRe  wasSevarnsindn o YainvesinluafiiiunsUsy

anmeensaneanesn Wuan 2, 4 waz 6 Ui wandlumsen 4.3 Ndlusuidusetu

(warp) wagkuLdUaEns (weft)

a wa e 3 A ) v a
A15199 4.3 FAUURPINUNULTIRDIEN IUARIUNISUSUaNmeensaneanasn

Tensile strength (MPa)

Elongation at break (%)

samples

warp

weft

warp weft

untreated silk
2min phosphoric-treated silk
dmin phosphoric-treated silk

6min phosphoric-treated silk

37.92+1.32 88.66+2.22

4.95+0.63

2.62+0.62

2.24+0.75

5.14+0.57

3.44+0.45

2.77+0.69

16.87+1.00 12.80+1.46

3.40+0.41 2.97+0.59

2.64+0.60 2.60+0.79

2.25+0.51 1.44+0.22
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13U 4.9 Wunswifisuiisunamuusaisesinmuiiunmsuiuanimensn
Weane3nfian1nzenag  anunsadiulddninfluuniendninnisusuanmiensaneanasn
frunuussisfosasnn ilesannsareaneinfunsauaidannundunsngann Jedma
selassasrvotiny vlndulnudnnisdsuutamun (dimensional change) nsusnwn
2999 UsE (bond breakage) Nsaanefivesaelglusiu (degradation of protein chain) uag

Tanavesinlruunsdiulasunnudemevagyinnisusuanin [35]

100 -
-
L
80 -
B
= [ untrested slk
Z 60
an
; [] 2min phosphonic-trastad slk
% 40 - [ 4min phosphonctraatad slk
@ .
6min phesphonctreated slk
20
0 Bl oo
w
vvarp weeft

JUN 4.9 Aamuussiesilnufiiunmsusuanimalegnsaneanasn

dmsusesaznstndn o euIaves nuunisusuanmmensaneanasn
(5U# 4.10) dfanaaulfgifiumanunuuss waganaasesgqaunaildlunisuivanin
InefvguaifeaiuAmnnunuusifafie nsaneanesndunsaun dwadonsiuasuulasmes

lassaiamdnuuy B-sheet yilvialnuicunsuTuanmmensaneanasngaduaninaiy

aa a

[ o [ L [ ¥ ae ! v & w U
Judh  nanaluiandnwasaaeflauniianuusswaseinieg  Asdudiliuiciunsuiu

1
LY =

annsensaneanasnlumuidedlslumunzausanisinluasunsslvinudiand



a9

20 -
I
1
% 15 -
E —I— [] untreated sk
o
‘E’ 10 4 [ 2min phespheonctrested slk
o
S 4rrin phosphorctreated silk
c
o
“oo5 &rmin phosphorctreated silk
0 s %

warp weft

JU# 4.10 Mstindy o aunvesiilnuunsuTuanmmensaleanasn

4.2 wamAaziuasnaaauauUAvasiandeusenaudinend

4.2.1 dnwananMenneasiaadausznaudiend

=1

JUT 4.9 uansdnvugdunuvediienduas Jaqdaussnaudiiondiasunsseiilvy

Y

=1

JU7 4.9a fia BlenTTlaidfasuuse fala TWswas Tanuudausiiuszuazuanindie vy

Funuiandalszneudiiendidtuusenedilvy (GUA 4.9b) Sdwdedandvesiilvy 4

v
v a <

AMALUSILAY LAz s ULASUWETE AN IUIUTUR N IALTILAY Wananddsllnauuds

VLU e

neat epoxy silk/epoxy composites

JUN 4.11 dhwauz@iunu (a) BlenTuians uaz (b) TandaszneudiienTiaSunseiediln
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4.2.2 fnwdugruingrveviagialsznaudnenddendesganssAudianasau
WuUHaeINIIA (SEM)

dugnivenvsnuiuiafuaninvediend  TandelsznoudionTiasuusasieni

=

Inudldeunsusuann wazdandalsznoudiendiasuusainedluiiiiunisusuann

3 =

mensanesiinluiaingg uanslugui 4.12 laediienTu3agnd (JU7 4.12a) uansiiuiisey
wanSeU Tgnskaniaindulutulseuiy Benusnaiinleunszan (mirror zone) %9
Juudnufisesunniinetnedng (slow crack propagation) wasaniisess1nindu (crack
initiation) Wialasuusinszunn  TuraeuSunsuRvegvessssNTAnE U LR
C% (% [ Qy v . = dycu a dy
nsuaninludnwazidusagluiwdall  (mist zone) @ssesunnidinuindulunulszunu
ndntuasiisesuaniriAnTuluszuIvanda (30 plane) MARITREWANUTIUAINATIT

[

nunizAeutaey (hackle zone) dsdnwazinsesunniinannandnasuil (udnumzves
Fanfifinrandsne [37)

dmuanidsuszneudfiondiaduusefodliliinunisusuanin (gUd 4.12b) 2w
dhufsesunninvesdiendfizey LLazﬁa%ﬁaﬂ%ﬁiaameﬁ@%mﬁu%aG]Lwisusnsmﬂﬁﬂm
funildlugsinlnududaly  wenanisewirduresinlmuasdftendiianisuaneonaniuy
(delamination) uagilnsstasivvasngudulodindy etesrisifnanidulovaaeenan
{Hodftend (fiber pull-out) Bl@Suusanszunn iszilusadadaluifisewinetuy luvneitag
Fausznoudiendiaiuusseiilvinunsusuanmeensamesiin (JUA 4.12c-4.12¢)
wandlifiufasosunnvodiondfitoy  eunannguvesdiloansafunsusvenses
sepuanld uenanifafiumstnueadule (fiber breakage) Fadunasinmsusuanwdy

Tnushensanesiin vlmdulnudinuRavgssunniuisanusadanziuiediondles
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neat epoxy

untreated silk/epoxy

formic acid-treated silk/epoxy

2h

4 h

6h

a o a a o Y] a ac a A Y v A
31.]1" 4.12 amiquamEJ'TUiL’JmiaEJLLWﬂVﬂGUEN’JaQL%QUﬁgﬂ@UaW@ﬂ%LaiﬂLLiQ@I’J'UN"IbLWlWlN']u

ANTNAFDUAIMUNULIINTSUNA

4.2.3 NAFDUAUNULIINTZUVNVDITAALTIUTZNaUDNENT (impact testing)

AT 4.4 wanENTRANULSINTZLNNYBTATIUTENaUD O NIET LSRN

Inugnseingg lnedidruautuveshlnudmsuatuuse 2, 4 uay 6 Fu

M15719% 4.4 auiRnunuLsInssunnesTandaussnaudiiondiaSunsieiilvy

Impact strength (kJ/m?)

samples
2 layers 4 layers 6 layers
neat epoxy 4.37 + 0.25 4.37 + 0.25 437 +0.25
untreated silk/epoxy 9.67 + 0.34 11.78 £ 0.19 15.69 + 0.68
2h formic-treated silk/epoxy ~ 12.02 + 0.23 14.85 + 0.21 20.20 £ 0.24
ah formic-treated silk/epoxy ~ 14.69 + 0.31 18.81 + 0.24 23.43 £ 0.18
6h formic-treated silk/epoxy ~ 17.98 + 0.31 21.16 + 0.18 30.84 + 0.49
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Sofinsandmumunsinszunnuesdfienduas fandaszneudiiendiaiunseie
flvasiun 2 $u (U7 4.13) wuiwiatandsssnaudionfiasuussdeilnafilsiiunis
Usuanm  uazTandeszneudiondistuussierilnuiiunisufuanmonsavesind
AIMLLSINTEUMNgINTBNeNTUaVS neihlnufimuausalunisgadundsnuitlédu
Mnusinssnn dwalitunuiensfuasnssneusddity  uenanitunutands
Uszneudfiendiaduusaerlnuiinunsuiuanwsnensavesindaumunssnseunngs

nidagdaUszneudiendiasuwsseiluuiliiiunisusvanm  Wesendiluudiiiunis

a

Usuanmmensanlesinvzdiiuiafivguszanniu dwaliussBnfnszninsdlnunasdiendd
= = @ a ac A a 1% ¥ a o | a
Ju TunstlvesiandeusenoudienTiasuwsamerilruiniunisusuanmluiaisdie lned
FUVENINUTIWIU 4 WaY 6 TU TAIANUNULTINTZENATUAANILASITUTUNSLES ULTIAE
F1AY 2 TUFINNENINNT9AUAD ANAINUNULTINTLNNRLTUALIANA T L UNTUSUFNINEN
Tyl
& a = a v v PR o P
yananduniansanlunsminisasuwsemern uitdnailunisusuaninaiense

PosUNYINAUL WATIILIUTUVDEN IAUFINSUNITESULTIANTY WUITIAUNULTINTLUNNVD
Fuarutandasznoudiendaziiudumuusinailiidudy - WesinUSunadiluud
v lrluguulisseginavestuin lvutosas Fadnlyuaunsatienganisiiulnvessey

a a v
WHNYBIDNBNT L9

=)
w
J

»
o
1

NN
R

9
ARG
RIS

=

NGINGINGN

[ neat epoxy

-

[5] untreated silk/epoxy

streneth (kJ/m
ro
2
1

A 2 N
15 + > $§£ %ﬁé ;@é 2h formic-treated silk/epoxy
5 %?&2 %% “?3’: 72 Ah formic-treated ks z
a 10 4 s /:{«‘. /?\\(‘ W formic-treated siK/epoxy
5 2 %;% N N 6h formic-treated sitk/epoxy

2 X r &

0 B 755 =N Bk A

2 layers 4 layers 6 layers

JUN 4.13 ANUVULSINTELNNUDITaRITeUsEnaudfenTiasuus sl
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4.2.4 NAFDUANMAUNULIINATAIVDITANTIUTZNOUBWENT (flexural testing)

IS (% a

MISNT 4.5 uansauURaunLLsnlAwediend Jandausznaudiieniaiuuss

v v av o y) Y] a ad A a v o A o
W'JEJNWIMN‘WI@JNWUﬂ'ﬁU?UaﬂWW LLag'JﬁﬂLsﬁﬁﬂigﬂaU@W'ﬂﬂ"?}LaimﬂﬂEJNWIWNVIN']U?‘I']TU?U?{QWW

mensanasiin Inedduiutuvesinivy 2, 4 wag 6 Yu

a wa v Ty o a ad a a Y v
M19190 4.5 ﬁﬁJ‘UWWQWNWULLiﬂﬂﬂIﬂ\T’UBQQﬁﬂL‘?N‘Uﬁ%ﬂa‘U@‘W@ﬂ“ﬁLaiNLLﬁﬁ@'ﬂﬁN'ﬂ%ﬂJ

Flexural strength (MPa)

samples
2 layers 4 layers 6 layers
neat epoxy 63.11 + 0.26 63.11 £ 0.26 63.11 £ 0.26
untreated silk/epoxy 65.91 + 0.31 70.82 + 0.37 77.32 + 0.58
2h formic-treated silk/epoxy ~ 74.48 + 0.30 77.82 +£0.77 80.11 + 0.52
4h formic-treated silk/epoxy  80.27 + 0.25 83.14 + 0.28 85.39 + 0.26
6h formic-treated silk/epoxy ~ 83.80 + 0.38 87.04 + 0.39 90.18 + 0.45

dlofiansanaimunuLssinlawedienduay TandessnoudionTiasuwsasien

Tuduau 2 9 (U 4.18) wudisTanlsUssneudfienBiasuuseieinlmuiliniunsusy
1Y a aas a a v £ A [y [% fa

ann warTaniUsenaudiondidluusanigdlnuniiunsuuanmalegnsaneasiniaiy

NULTIAALAIEINIBNONTUTANS  nsizmsiasuusaierilnuazdiglidienddnnuudaiy

N dawaliiandeusenauiianununiusensuisuwdauselan uenaniiuauian

=

FauseneuBiendiasunssmeinivunusuanindiensanesindanumuusdnlAsganinian

=

a ac a 1% v av o o
Wausenoudnendiasunsemeniluudlusiunisusuann

a a

dlesnnmgravesnsadnii
sewheinlnanayditenditu dsfinannanudatnediu dmsvlunsdvesiandssznausiiond
enLset sy 4 wey 6 du SaamumuussdalAdlufinmafertutuniaesus
dhethlv 2 dufe TandsszneudfonTiaduussieilnufaumuussdaldafiutumy

LaklunsUsvanIwan i



54

o
1 o Y 1

UBNANLINANNTUIUATENSIATULTIPBANALLUULREINUY  WANSIUINT UV
AU NS ULESULSIRNINTUAD 2, 4 WA 6 TU NUIAIIUNULSIAA LAIYBITUINUILL ALY
muUSnar b iiiady WesnnusinadvunistudamalirunuTandasenauiaiig

I3 q’{ = v d‘ 1 ycsqg”
LL"U\?EJ’]ﬂ‘(Ju‘iNGI’luVHUﬂ’liLUﬁEJNLLlJﬁQEU'ﬁ’NI@WUN

100 S

N
A

80 A

LR,
SO

[] neat epoxy

R

N
V7
A

NN
A
AN

[5] untreated silk/epoxy

R
A

)
R

- 2h formic-treatea silk/epoxy

-
55

4h formic-treated silk/epoxy

N
N
/.é'

L

K

20 4

R R R R R R B R R L L
AN

CRARIRIRI LRI I RI IR IR IR IR LI

6h formic-treated silk/epoxy

%
5

K24

R S S BLELLLE ]

Flexural strength (MPa)

s

N

2%
&5
2%

A OO
K
0 A

NN, 2)\. NN

55

K.
2%
L.
2%

24

&
%

b

&

2 layers 4 layers § layers

JUN 4.14 anuvuusinlAswesiandasenoudiondiasun el

4.2.5 AAT1LINGANTIUNIIAMUSDURemaTaf N B U Bsaduuds

LAADSLIUNS (DSC)

=

PnMFiaszfEudRneuSeuredienduaz Jandessnoudiendiasuu s

a0

by wudntandassneudiendiasuusenedilaulian T, Indlesiudiondusans a1n
AN5NT 4.6 Aiiuinan T, vesTandsUszneudiendniaduussimeinvuyngasiianiiuiu

& v A o = = ~ v ad N a £ A o A
Laﬂu@UmqﬂJanqVIELﬁUﬂqiﬂanﬂqWLN@LUiﬂULWBUﬂU@W@ﬂ%Uiq‘Wﬁ Luaﬂﬁ]']ﬂm']lﬂmﬂlﬁﬁUﬂ']s

av Y.

a ~ = v ad o | -y Yo Y ad =
LaillLLiﬂllﬂ']ifJﬂLﬂqgﬂU@W@ﬂgﬁlﬂﬂmu a\'iNai‘ViLN@%UQWUI@iUﬂ'J’]Ni@UI@JLaqaﬁﬂ'ﬂﬂ@wgﬂ"ﬁﬁ]g

waeuiliendu avhligumglinsduvesdiendgey

Y



55

A1519% 4.6 aunginanaunsuTdu (glass transition temperature, T,) Yaeiandelsenau

=

SNonTasunsIsern iy

samples T, (O
neat epoxy 61.1
untreated silk/epoxy 62.1
2h formic-treated silk/epoxy 62.6
4h formic-treated silk/epoxy 63.1
6h formic-treated silk/epoxy 64.3

1
1 resat oKy
2 oy
i

untreated silkfepomy

h formic-treated silk/epoxy

Exo up

dh formic-treated silk/eposy

fh formic-treated silk/eposy

T T T T T T T
150 175 200 225 250 275 300
Temperature [C)

...
r2 o
Ln

23 30 75 100

U7 4.15 DSC thermograms va¢TandausznaudiienBiaduunswiediln

o¥

'3

4.2.6 IATILAENYTAINNIIANUTUAEMALANISIATIZRUMUNAe TS

AU50U (TGA)

M 4.7 WERID UM LN TEA A LL@%‘EUV]I 4.16-0.20 uanansminsUABULUAS
nMaAuTouveianlelsEnaugnIneg WSSl e lviliiatiesamneay
Youvesianidesznovanas ilesnninluiiafosnwmsanudeusinidfiend (38 diend
Lﬁ@lﬁ%“umm%faqumﬁmmiaawéhLLasﬁLiﬁ (char) \AnTu 910 TGA thermogram z4fiums
amaé’hl,ﬁm%uaaq%uiunﬂ%quu Tnemsaaneslutuiiaenniunmsaaesveadifidiann

v o

diond Fudnillassadaduezlsunfinansueuaziiansaatsfdign



A1519% 4.7 aungisuAUaaefiIveian el

noudRanTasuLsIser

samples

Tonset (OC)

neat epoxy

untreated silk/epoxy

2h formic-treated silk/epoxy
ah formic-treated silk/epoxy

6h formic-treated silk/epoxy

345.4

341.0

338.5

338.0

334.2

SUT 4.16

%
Onset 34535 °C
100 4
a0 4 IFURE ERCRY Step 9764 %
Sarnple Weight -1.69mg
PURE EPOXY, 17320 mg Residue 8,77 %
.45 mg
604
404
20
4
0 100 150 200 250 300 50 400 450 s00 550 £00 650 700 750 00 B00 800 520 840 BE0 G
t t t t t t t t t t t t t t t t T T t T 1
0 2 4 3 s 10 12 14 16 18 20 22 24 2 2 El 32 34 E'3 E] 40 ) 44 min
Alrmin

IPLURE EPONY
PURE EPCHY, 17320 mg

01 Exrapol, Peak 22860 0
Peak Value 0,14 mamin-1
lized  -83.12e-03 Limin
Extrapol. Pesk 375.79 °C nerma) !
Peak Walue 0,48 mamin®-1 Peak 823.33 °C
nommalized 0,28 Limin
Pesk 306,93 °C
0.2
5f 100 150 200 250 300 350 400 50 so0 S0 600 650 o0 750 800 00 800 820 840 G50 G
0.3 . +——+ L + = H———— — + = UNa— — + = Umma— = L —— T i
0 2 4 [ 8 10 12 14 16 1 20 2 24 2 2% 0 32 34 £ 3% 40 42 44 min

JUN 4.16 TGA thermogram Ve HeaNTUIgWD

'3
=

56



57

k2
100 Onset 340.9 °C
a0 | RAW
Samnale weight Srep  -G7.6560 %
RAV, 3 5430 21100 mg
- S=%0 My Residue 10,9694 9
&0 03852 mg
Step -11.9938 9%
W 04255 mg
1 Residue -1.0243 3
-36.3436e-03 mg
20
0
100 150 200 250 300 350 400 450 So0 550 600 BS0 o0 750
t t t t t t t t t + t t t t t t t
] H 4 3 H 10 1z 14 1% 18 20 2 4 L3 2 Ell 2 4 '3
Lfrmin
.00
IRAY
o ] RAW, 35430 myg
Extrapol. Pk 838.14°C
0.10 Extrapol, Pk 379.86 °C Desk talue 070 mgrain®-1
Pesk Value <063 mgrin™-1 nomalized 0,20 1jmin
nomalized 0,12 1imin Peak g35.70°C
Peak 385.04°C
0,15
0204 100 150 200 250 200 350 400 50 500 550 600 650 700 750 200 800 o0 g2f g0 ES0 T
- (S — — t = =t — + = R — L t - ————t Sy L t
o 2 4 13 8 jul 12 14 16 18 20 22 24 26 28 30 32 34 36 38 40 42 a4 iin

5U# 4.17 TGA thermogram “U’EN’JEWLTN‘Ui"’ﬂE)‘UE]'WE)ﬂ‘?ILﬂillLLN@?EJN’]VLﬁMVIVLMN’lum‘J

Jsuann

%
100
Onzet 33851 °C
80 4
FFIEER- 2H-1
Sarnple Waight Step 9408 9%
0 4 FIBER. 2H1, 13 2350 g -1245 mg
Residue £.34% Step  £.83 %
071 mg -0.90 g
Residue -1.48 36
a0 4 0,20 mg
20 4
r'S 1
04 _‘b—i—
5l 100 150 200 250 300 350 400 450 500 550 600 BS0 o0 750 800 800 800 820 840 850 *C
t t t t t t t t t t t t t t t t t T T t 1
] H 4 3 H 10 1z 14 16 1 20 22 4 L3 28 Ell 2 4 k'] E!] 40 4 44 min
1frriny
0.00 q
-0.05 FIBER- 2H.1 Extrapal, .
pol, Peak 842,08
FIBER- 2H-1, 13.2350 mg Extrapol, Peak 380.41°C Peak Walue  -L.43 mgmin®-1
Peak Value  -3.16 mgrnin®-1 normalized  -0.11 Limin
210 ] nomalized 0,24 Limin Peak 84075 °C
Peak P C
0.5 ]
0.20 ]
o 100 150 200 250 300 ] 400 450 500 550 600 650 700 750 900 B00 800 520 840 BED G
= - [ — t = ————+ — + + R — L t - +————t Sy L — d
o 2 4 13 8 10 12 14 16 1 21 22 24 26 28 30 32 34 36 38 a0 42 44 in

35U 4.18 TGA thermogram suaq:]amm‘uﬁvﬂauawaﬂszjLm:uLLﬁqmam"meJﬁuamwma

nsevlasindunan 2 Flus



58

%
100
Onsat 337,35 ¢
R
FIBER- 4H-1
Sample Weight
Step  BA1625 %
R FISER. 4, 12,8450 g B
Residue 44560 3 Sep E7HE %
06249 mg 08711 mg
an Residue 19185 %
02964 g
204
. |
04 i
E 100 150 2 a0 300 350 an i B =N I =N 70 750 s 00 w0 30 B W0 T
o 2 4 } 8 10 Y] oo om0 m o®m  wm om M % @ @ 4 omn
Limin
o0

0,05

Extrapol. Pesk 84077 *C

Peak Value  -1,36 mgmin®-1
normalized  -0.11 Limin

YFIBER- 4H-1
FIBER- 4H-1, 128430 rng

-0.10 4 Pazk 34168 T
Entrapol, Peak 377.33 °C
Pesk Value  -2.89 mgmin™-1
nomnalized 0,22 Lifvin
-0.15 A Peak 376.89 °C
-0.20
k. 100 150 200 =50 00 50 400 450 500 550 £00 650 700 750 200 B0 500 20 840 650 °C
L ————t — + L -t — + -t H————t — + + H————t Sy R T 7
] z 4 6 H 10 12 14 1% 18 20 22 E 2 ] El 2 4 '3 k! a0 %2 “ min

5U# 4.19 TGA thermogram GuamamLmﬂi“ﬂa‘uawaﬂ%Laimmeam”mwﬂiuamwma

nsemlasfindunan 4 Falug

9%
100 Onset 334,45 °C
IFIBEREH
204 Sample Weight Step 9162 %
FIBEREH, 2.6300 g 332 mg
Residue 1033 %
Srep 6.94%
€01 0.38 mg 0,25 mg
Residus 3.4 %
0.13mg
a4
20
2 Il
g 100 150 200 250 300 50 400 450 500 550 600 650 700 750 g00  B00 500 323 T o0 T
t t t t t t t t t t t t t t t t t t T T t T 1
] H 4 3 H 10 1z 14 16 1 20 22 4 L3 28 Ell 2 4 k'] E!] 40 4 44 min
1frriny

0,00

008

UFIBEREH
FIBEREH, 3.6300 mg

Extrapal, Peale 355 6 °C Extrapol, Pesk 835,23 °C

-0.10 Peak Value  -0.30 mgmin™-1 Peak Value 0,43 mamin®-1
nommalized 0,22 Limin nomnalized 0,12 Limin
Pazk 204 ek 333.% °C
-0.15 4
-0.20 4
5 100 150 200 250 300 350 400 450 500 550 600 650 700 750 800 800 800 820 840 G50 G
= L—— — + = +————t — + = +————t — + - +————t ey T T d
0 2 4 [ 8 10 12 14 16 1 2 2z 24 E3 28 0 32 34 3% E 40 42 44 min

5U# 4.20 TGA thermogram maaaamLmﬂimauawaﬂmmmmeam”l,mwﬂiuamwmw

nsevlasindunan 6 Falus



59

unN 5

ayUnanIsnaaaLasvalEuaLUL

5.1 @gunan1innaey

5.1.1 fluisiunisusuaninmensanesininumInugvssdy Ianumuunsefuag
o Ao v Ao Y ¥ A o v
Jovazn1sgamn  a  evieaanIwulinunsuTuan ez lranuuanimelgnse
Woanle3n dwsuinlnunusuaninmensanesiniianununsiuasiosasn1sindd o 99
910 garumunafildlunisusuanin Inerilufiniunisusvanmiensavesinduian 6

Falus fanununssiauaziosaznisini o 9av1ngaian ewnandrunliiluszdeulu

a0

1AS9E3IUAANITINS 89 LD L AT ULS IR TuvazienlrununsusSuanInaensa

Woanesn Imnumuusifassagazn1stnda o 9avnmign Weswnnsaneane3nidunse

9

Pyunss ibidulndnnisuinds weznausunduduiondiu dwabinmnudussidovves
Tnsaasamdnuuu B-sheet vasdilvuanas wazagydoanimainundudi

a Va N v v 1 %Y a =
5.1.2 ﬂ’]iLﬁillLLi\‘iIViEJWEJﬂ?JWJ‘EJN"IIMM ﬁ\‘]&lﬁﬂ,‘lﬁ?ﬁ@L‘UQUigﬂ@UNﬂ’J’IQJW‘LALLNﬂiSLL‘Vlﬂ

a

LATANUNULIIRALATEINIBNondUSans  lnelemiznsiasuusaseinlufiniunsusu

9

a 1

anwiensanesiinazilantnananfniniandauszneudiendiasunssieiiluuilii

NSUSUANI WBNIINLAIUNULTINTEUNNLAZANUNULTFALARzHlA g uamaf Yy

1% ' 1% '
=

o ~ v A ) v s a Aad a o =
nsUsvan i esanndibruiiniunmsuivanmmensanesinasiiuinfivgussdy e

¥
aa A a

WinAMuaINsalunsiaRnsenIndulnufudnend uenandiadlvsunarnlnueeziu 8

va v 1

danaliauifdananvesiandasznevity  Ineluaideiiandassnaudiendiasuus
v v 1 @ v fa & Y v o w a
merludunsufvanmmensaresinduna 6 Filus  wasldlvudmSuesuus

U 6 U TAIANUNULTINTEUNNUALAIUVILLTIAALASEIER

5.2 UDLaUBLUY

521  A5iksalsiavaeyinnisusvan i lruaiensaive lilassasnavesin iy
fapsagluanin anisotropic un¥ian
522 Tunsfugutunutanelszneudiienddesalanesonialudunueenti
A e ~ a a Ao
PUA WD ATUINULUSEANSNINNR
5.2.3  fAnwnnsusvan minvesdulenienssuiunisau

[
a2

524 Anwimstuguaiignszuiunisduiveiunulussansnnavy



525
5.2.6

ANYlATIASIINITNDLUUDY

ANWINSLESULSIMIULEULEFISUIRINADY

60



S18N15971994

Gardea F, Lagoudas DC. Characterization of electrical and thermal properties
of carbon nanotube/epoxy composites. Composites Part B: Engineering.
2014;56:611-20.

Mirza FA, Afsar AM, Kim BS, JI. S. Recent developments in natural fiber
reinforced composites. Journal of Composites Science and Technology
2009;22:41-9.

Meredith J, Ebsworth R, Coles SR, Wood BM, Kirwan K. Natural fibre composite
energy absorption structures. Composites Science and Technology.
2012;72(2):211-7.

Ramesh M, Palanikumar K, Reddy KH. Mechanical property evaluation of sisal-
jute—glass fiber reinforced polyester composites. Composites Part B:
Engineering. 2013;48:1-9.

Zhang J, Kaur J, Rajkhowa R, Li JL, Liu XY, Wang XG. Mechanical properties
and structure of silkworm cocoons: A comparative study of Bombyx mori,
Antheraea assamensis, Antheraea pernyi and Antheraea mylitta silkworm
cocoons. Materials Science and Engineering: C. 2013;33(6):3206-13.

Hakimi O, Knight DP, Vollrath F, Vadgama P. Spider and mulberry silkworm
silks as compatible biomaterials. Composites Part B: Engineering.
2007,38(3):324-37.

Humenik M, Scheibel T, Smith A. Spider silk: understanding the structure-
function relationship of a natural fiber. Prog Mol Biol Transl Sci. 2011;103:131-
85.

Sikarwar RS, Velmurugan R, Gupta NK. Influence of fiber orientation and
thickness on the response of glass/epoxy composites subjected to impact
loading. Composites Part B: Engineering. 2014;60:627-36.

Yan LB CN, Yuan XW. Improving the mechancial properties of natural fibre fabric
reinforced epoxy composites by alkali treatment. Journal of Reinforced Plastics

and Composites. 2012;31:425-37.



10.

11.

12.

13.

14.

15.

16.

17.

18.

19.
20.

21.

22.

62

Epoxy [Internet]. 2016. Available from: https://en.wikipedia.org/wiki/Epoxy.
Feraboli P, Cleveland T, Ciccu M, Stickler P, DeOto L. Defect and damage
analysis of advanced discontinuous carbon/epoxy composite materials.
Composites Part A: Applied Science and Manufacturing. 2010;41(7):888-901.
Sathishkumar T, Satheeshkumar S, Naveen J. Glass fiber-reinforced polymer
composites. Journal of Reinforced Plastics and Composites. 2014;33:1258-75.
Soutis C. Fibre reinforced composites in aircraft construction. Progress in
Aerospace Sciences. 2005;41(2):143-51.

Epoxy resin  [Internet].  2016. Avalilable  from:  http://www.kru-
aor.com/Chem_Tips/epoxy.html.

Making  the  epoxy  resin  [Internet].  2016.  Available  from:
http://pslc.ws/macrog/eposyn.htm.

Xinfang Liu, Zhang K-Q. Silk Fiber — Molecular Formation Mechanism,
Structure- Property Relationship and Advanced Applications, Oligomerization of
Chemical  and  Biological =~ Compounds  2014.  Available  from:
http://www.intechopen.com/books/oligomerization-of-chemical-and-
biological-compounds/silk-fiber-molecular-formation-mechanism-structure
property-relationship-and-advanced-applications.

Babu KM. 7 - Silk fibres A2 - Koztowski, Ryszard M. Handbook of Natural Fibres.
1: Woodhead Publishing; 2012. p. 146-70.

Cheng Y KL, Li D, Ji B, Han MY, Zhang YW. On the strength of B-sheet crystallites
of Bombyx mori silk fibroin. Journal of The Royal Society Interface. 2014;11:1-
8.

Juasni rdedadu. waluladdmeidesdiu. 2007, p. 42-6.

Luxford N. 11 - Silk durability and degradation A2 - Annis, Patricia A.
Understanding and Improving the Durability of Textiles: Woodhead Publishing;
2012. p. 205-32.

nnda Ashited, dnste sediRana, oAsed wmiyss. amsiuvesiandalseneav.
IFINTIUAITUN. 2552-2553:18-32.

Phenol  formaldehyde  resin  [Internet].  2016.  Available  from:
https://en.wikipedia.org/wiki/Phenol_formaldehyde resin.


http://www.kru-aor.com/Chem_Tips/epoxy.html
http://www.kru-aor.com/Chem_Tips/epoxy.html
http://pslc.ws/macrog/eposyn.htm

23.

24,

25.

26.

27.

28.

29.

30.

31.

32.

33.

63

C KY, VNN, S RS, S KR. Investigation of tensile properties of fiber reinforced
angle ply laminated composites. International Journal of Emerging Technology
and Advanced Engineering. 2012;2(4):700-3.

Coupé D. 4 - Woven reinforcements for composites A2 - Boisse, Philippe.
Composite Reinforcements for Optimum Performance: Woodhead Publishing;
2011. p. 89-115.

Tan KMKLaCKW. Natural Silkworm Silk-Epoxy ResinComposite for High
Performance Application2011.

V. Annadurai GS, R.G. Urs and R. Somashekar. Structure-property relation in
varieties of silk fibers. Journal of Applied Polymer Science. 2000;79:1979-85.

R. Zulkifli KSPaCHA. Interlaminar fracture properties of multi-layer woven silk
fibre/polyester composites. Asian Journal of Applied Sciences. 2008;2:177-84.
Craven JP, Cripps R, Viney C. Evaluating the silk/epoxy interface by means of
the Microbond Test. Composites Part A: Applied Science and Manufacturing.
2000;31(7):653-60.

P. Ramesh JA, P. Boopathi and V.M. Gokulakannan. Analysis of mechanical
properties of silk/flax hybrid epoxy composite material. International Journal of
Innovation Research in Science. 2015;4:1656-62.

A.U. Ude AKA, K. Sopian, A. Arifin and C.H. Azhari. The impact damage response
of plain woven natural silk/epoxy laminated composite plates. International
Journal of Engineering. 2010;2:128-40.

Ude AU, Ariffin AK, Azhari CH. Impact damage characteristics in reinforced
woven natural silk/epoxy composite face-sheet and sandwich foam, coremat
and honeycomb materials. International Journal of Impact Engineering.
2013;58:31-8.

Chung DE, Kim HH, Kim MK, Lee KH, Park YH, Um IC. Effects of different Bombyx
mori silkworm varieties on the structural characteristics and properties of silk.
International Journal of Biological Macromolecules. 2015;79:943-51.

Tieling Xing SL, Xia Xu, Guogiang Chen. Structure and properties of silk grafted
with N, N-dimethylaminoethyl methacrylate via the ARGET ATRP Method.
Journal of Engineered Fibers and Fabrics. 2012:1-6.



34.

35.

36.

37.

38.

64

N. Thenmozhi TGaPNS. Preparation and characterization of biocomposites:
Chitosan and silk fibroin. 2013;4:88-97.

Ho M-p, Wang H, Lau K-t, Lee J-h, Hui D. Interfacial bonding and degumming
effects on silk fibre/polymer biocomposites. Composites Part B: Engineering.
2012;43(7):2801-12.

Mathur AB GV. Silk fibroin-derived nanoparticles for biomedical applications.
Nanomedicine. 2010;5:807-20.

Jianing Gao JL, Brian C. Benicewicz, Su Zhao, Henrik Hillborg and Linda S.
Schadler. The mechanical properties of epoxy composites filled with rubbery
copolymer grafted SiO2. Polymers. 2012;4:187-210.

Zhao Y-Q, Cheung H-Y, Lau K-T, Xu C-L, Zhao D-D, Li H-L. Silkworm
silk/poly(lactic acid) biocomposites: Dynamic mechanical, thermal and
biodegradable properties. Polymer Degradation and Stability. 2010;95(10):1978-
87.



AMARNUIN



Lin (Counts)

66

AMANUIN N

AN INUASUIININATLA XRD VoK1 L1l

Lin {Counts)

N

4 0 20 a0 4

2-Theta - Scale
1 - Fike: Traw - Type: 2TnTn laceed - Start: 4.000° - End: 40,000 - Sten: 0020 * - Sten time: 0.5 5 - Temrp.: 28 °C (Room) - Time Ssated: 10 s - 2 Theta: 4.000 ° - Toeta: 2.000 - Chi: 000 - Ph: 000 - X 0.0 m
Cpurations: Begier Backgrourd 0.000,1.000 | Smooth 0150 | Impart

JUN n-1 XRD Avlunsninunsuvesslnunlisunisusuann

q i 20 k]

2-Theta - Scale
2 formic 2k - Fike: 3 fame Eaeraw - Type: 2TTn laceed - Starl: 4000 - End: 40000 - Z3an: 0.020° - Steg ime: 0.5 2 - Tarp.: 25°C (Roam) - Time Sarked: ¥ s- 3 Toetac 2,000 - Thele 2000 * - Ch: 0007 - P
Cparations: Bezier Backgrourd 3.000,1.003 | Smootk 0180 | Impart.

sU n-2 XRD AlusnInunsuvenluunusuanineensanastndunal 2 Falus

Y



Lin (Counts})

Lin (Counts})

q 0 2 0

2-Theta - Scale
13 Farrvs 4 min - File: 3 Foemic 4 moum - Type: 3T T lockes - Start 4,000 * - End: 40.000 * - Stepc 0020 - Step dre: 005 5 - Teros: 25 °C (Roami - Time Startec: 7 s - 2 Thesa: 4.000 * - Toet: 2,000 ° - Chic Q.00
Cpurations: Desier Backgrourd 8.000,1.000 | Smaotk 0,150 | Impart

U7 n-3 XRD Arlunsnivunsuvesintnunusuanimdiensavlesindunan 4 alus

4 i 2 30

2-Theta - Scale
b Tormic &kr - il 4 fams Banraw - Type: 2T bocesd - Slarl: 4000 - Erd: 40,000 * - 23e0: 0020 - Sten ire: 0.5 = - Terp.: 25 °C {Room) - Time Starked: 75 - 3 Treta: 2,000 * - Thele: 2000 * - Shi: 0037 - P
Cpuratians: Bezier Backgrourd 0.000,1.000 | Smaotk 0150 | Impart

U7 n-4 XRD Anunsninwnsuvastnluunusuanwmensanesinduian 6 $alug

67



Lin (Counts)

Lin (Counts)

HoEow R

5 gt 2 o
2-Theta - Scale

16 Prospharnic 2 min - File: & Phosphoric 2 mir raw - Type: 2T lacked - Starl: 4 000 * - End: 40000 * - S%e0: 0,020 * - Steo time: 0.8 5 - Temp.: 25 °C (Room) - Time Stared: ¥ 5 - 2 Tneta: 2,000 ° - Theta: 2.000 * -
Cpurations: Dezier Backgrourd 0.000,1.000 | Smootk 0150 | Impart

U7 n-5 XRD Avlunsnivunsuvesintuuiusvanmiensaveanssniduian 2 wii

q 0 2 a0

2-Theta - Scale
1T Phosphanic 4 min - File: 7 Phosphoric £ mir raw - Type: 2T2Tn kacked - Start: 4.000 * - End: 40,000 * - 3%0: 0020 * - Stea tire: 0.5 5 - Terp.: 26 °C (Room) - Time Started: 7 5 - 2-Treta: £.000 * - Thela: 2.000 * -
Cparations: Bezier Backgrourd 0.000,1.000 | Smacth 0.150 | Impart

3UN n-6 XRD Avlunsninunsuveadilvuiusvanimimensaveanesnduian 4 wnil

68



Lin (Counts})

4 i 2 30

2-Theta - Scale
1A Phospharnic & min - File: B Phosphoric & mir saw - Type: 27T bocked - Start: 4000 * - Erd: 40000 % - Sso0: 0020 " - Stea time: 0.5 = - Tamp.: 25 %5 (Room) - Time Sared: ¥ 5« 2Tt 2,000 ° - Thate: 2,000 -
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AANUIN U

adnnsuanimata FTIR Y61 lny

% Transmittance
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% Transmittance
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% Transmittance
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1224.06
1024.15
669.40

o
=}
=
I
@
&

2000 3600 3000 2500 2000 1500 1000 500
Wavenumbers (cm-1)

sUf 9-5 FTIR awnssuvasenluunusuaninsensanaanasnidunal 2 uii

v

% Transmittance

3732.27
1021.15

3272.76
2924.33
1623.18

191491

«©
]
n
2356 83

4000 3500 3000 2500 2000 1500 1000 500
Wavenumbers (cm-1)

JUN v-6 FTIR aUnasuvesinluuiivivanmiiensaneanesniduian 4 widl




3717.79

@
=1
=
&
&

327374

% Transmittance

2356.73

2000

Wavenumbers (em-1)

1020.34

1226.68

1621.85

540.01

66976

00

sU 9-7 FTIR awnssuvassnluunusuaninsensaneanasnidunal 6 uii




AANUIN A

AUUALTINANTUAINUNULTIN VDI by

A157199 A-1 aUURANLNULTIRIEN LR lirunsUSUan Il umLEuA e U

74

samples Tensile strength (MPa) Elongation at break (%)
1 38.457 17.626
2 37.099 15.278
3 36.274 17.598
4 39.742 17.364
5 28.023 16.504
Aiady 37.919 16.874
f’i'uﬁlﬂx‘uuuu'lmg'm 1.323 1.002

A1319% A-2 FUURAUNLLIF e nu i unsUSuan wlukuIduiens

samples Tensile strength (MPa) Elongation at break (%)
1 88.915 14.611
2 89.550 13.471
3 90.371 13.311
a4 84.809 11.111
5 89.673 11.484
Alady 88.664 12.798
Andeauunnsgu 2.216 1.464




A1519% A-3 audRanunuLsse it lnunusuannesnsanasinidunal 2 9alua

75

Tuundunetu

samples Tensile strength (MPa) Elongation at break (%)

1 42.693 50.238

2 44.618 51.831

3 43.257 50.564

4 44,993 51.177

5 44.780 55.883

Aiady 44.068 51.939

ﬁﬂtﬁﬂﬂl,uuu'lﬂ'igﬂu 1.026 2.288

A1519% A-4 audRAMUNULSIRasinlnunuSuanneensanesinidunan 2 alua

Tunwndumea
samples Tensile strength (MPa) Elongation at break (%)
1 94.614 35.018
2 93.875 33517
3 91.400 32.331
4 92.800 33.698
5 94.879 34.610
Alade 93.514 33.835
f-i'nﬁﬂx‘imuu'wrig'm 1.430 1.047




A1519% A-5 audRanunuLssie it lnunusuaninaensanesiniduna 4 alua

76

Tuundunetu

samples Tensile strength (MPa) Elongation at break (%)

1 47.858 63.277

2 50.420 63.104

3 48.326 64.657

4 46.877 69.951

5 49.720 62.544

Aiady 48.640 64.707

ﬁ']l,f'jﬂx‘il,uumﬂ'igm 1.428 3.033

A1519% A-6 auTRAMUNULSIRaEnnunUSuanmelsnsanasindunaT 4 lua

Tunwndumea
samples Tensile strength (MPa) Elongation at break (%)
1 105.022 40.012
2 103.402 38.452
3 102.651 39.241
4 108.443 36.238
5 109.137 40.477
Alade 105.731 38.884
ﬁﬁtﬁﬂ\‘imummg'}u 2.931 1.668




A1519% A-7 audRAnunuLsse st lnunusuaninaensanesiniduna 6 alua

14

Tuundunetu

samples Tensile strength (MPa) Elongation at break (%)

1 57.612 74.384

2 59.748 12.957

3 58.342 76.658

4 55.769 71.678

5 54.515 75.011

Aiady 57.197 74.138

ﬁﬂtﬁﬂﬂwummgm 2.075 1.912

i wa = % A v v ca & 1Y)
M99 A-8 all'Umﬂ')']ll'V]‘Hl,lﬁ\'iﬂ\ﬁl@\?NWIWNV}UﬁUaﬂWWWUSﬂiﬂW@ﬁNﬂLUUL’Ja'] 6 SU'JISJQ

Tunwndumea
samples Tensile strength (MPa) Elongation at break (%)
1 112.384 42.157
2 119.967 47.111
3 120.281 a9.577
4 115.587 44.251
5 116.238 46.171
Alade 116.891 45853
ﬁﬁtﬁﬂ\‘imummg'}u 3.294 2.819
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A15199 A-9 FAUURANUNULTIRIVBINIUNEUN1TUSUANNIENSANDENDSN

Wunan 2 wd Tusudusiatu

samples Tensile strength (MPa) Elongation at break (%)
1 5.131 4.018
2 5.805 3.518
3 4.052 2.937
a4 4.817 3.138
5 4.950 3.410
Atade 4.951 3.404
ﬁﬂtﬁﬂﬁLuuuﬂﬂig']u 0.630 0.412

A15197 A-10 aNURAUNULS RSB IRUTINIUNSUSUaNnmgnsananasn

Wunan 2 widl Tusuadusinens

samples Tensile strength (MPa)  Elongation at break (%)
1 5.460 3.405
2 5.931 2.482
3 4.454 3.755
il 4.817 2.803
5 5.012 2.405
el 5.135 2.970
ﬁﬁtﬁﬂ\‘imummg'}u 0.574 0.590




A15199 A-11 aUURAMUNULIIAVBIEN LA UNSUS VAN NARENSANDaN 85

Wuran 4wl Tukuduseiy

samples Tensile strength (MPa) Elongation at break (%)
1 1.636 2.046
2 3.072 2.664
3 2.437 3.591
a4 3.128 2.664
5 2.836 2.231
Aiady 2.622 2.639
ﬁ']l,f'jmwumﬂ'igm 0.615 0.597

i wa = o A Y v a
M1919N A-12 aﬂJ‘UC‘]ﬂ'JWiJV]ULLi\iﬂﬂsU@QNWVL‘ViNV]N']Uﬂ’ﬁﬂﬁUﬂﬂ"IWW'Jﬂﬂiﬂwaawaﬁﬂ

Junian 4 wdl Tusuadusinens

samples Tensile strength (MPa) Elongation at break (%)
1 3.869 3.384
2 3.547 1.406
3 3.832 2.321
4 3.128 2.664
5 2.836 3.231
el 3.442 2.601

?’i']LﬁEJ\‘iLUuﬂJ'WIiE']u 0.450 0.794




A15199 A-13 aUURAMUNULIIAUBIEN LA UNSUS VAN NARENSANRENeS N

I = %4 ¥ &
Wuan 6 wil Tunuwiduae iy

80

samples Tensile strength (MPa) Elongation at break (%)
1 2,747 1.952
2 2.891 2.464
3 1.112 2.877
a4 1.864 1.553
5 2.596 2.379
Aiady 2.242 2.245
ﬁ']l,f'jﬂ\il,uumﬁl'igm 0.745 0.507

i wa = o A Y v a
M19190 A-14 aﬂJ‘UC‘]ﬂ'JWiJV]ULLi\iﬂﬂsU@QNWVL‘ViNV]N']Uﬂ’ﬁﬂﬁUﬂﬂ"IWW'Jﬂﬂiﬂwaawaﬁﬂ

Junian 6 widl Tusuadusinens

samples Tensile strength (MPa) Elongation at break (%)
1 1.777 1.405
2 2.924 1.482
3 3.706 1.755
4 2.864 1.146
5 2.596 1.405
el 2.773 1.439
ﬁﬁtﬁﬂ\‘imummg'}u 0.694 0.218
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AMANUIN 3

AUURAINNUKIINTTUNNYRIITATIUTZNDUBANT

a

A15199 9-1 ANUNULITINTEUNNVDIDNBNTUSANS

q

samples Impact strength (kJ/m?)
1 4.153
2 4.254
3 4.554
a 4.168
5 4.721
Al 4.370
Andeauuannsgu 0.254

M157199 -2 AUNULSINTEUNNVRTENLBUsEnaUdTenTasuLsIedlualinun1s

USuann Tnedlanuiusnlyg 2 9u

samples Impact strength (kJ/m?)
1 9.176
2 9.654
3 9.550
q 10.078
5 9.871
Alady 9.666

ALUEIUUNINTFIU 0.341




M157199 -3 AUNULSINTEUNNVRTENLTUsEnoUDTenTasuLs e luulinunIs

USuann Tnedsnwiutnly 4 Ju

samples Impact strength (kJ/m?)
1 11.887
2 11.655
3 11.523
q 11.980
5 11.842
Aiady 11.777
Pi']l,f'jmwummg'm 0.185

M990 9-4 ANUVILLSINSTUNNTRYTERTUsEnoUBanTiasuwsaeriluunlidniunis

YSvanw tnedanuiunnlvg 6 Ju

samples Impact strength (kJ/m?)
1 15.592
2 16.765
3 14.971
aq 15.280
5 15.846
Aiade 15.691

ATEAUUNINTFIU 0.685




83

M15199 -5 ANUNULSINTEUNNYRITENTsUsEnoUdRenTasuusaeinluaiusuaninee

nsanasinduian 2 9alus Tnedidnuirusnlyy 2 T

samples Impact strength (kJ/m?)
1 11.787
2 12.144
3 11.840
q 11.983
5 12.347
Aiady 12.020
Pi']l,f'jmwummg'm 0.229

A13199 9-6 ANUNULSINTEUNNVRITARTIUTENOUDTENTETULs A lru U Suannee

nsanastiniduian 2 9alus Teefidnuiusnlyy 4 T

samples Impact strength (kJ/m?)
1 14.732
2 15.091
3 14.993
aq 14.875
5 14.568
Aiade 14.852

ATEAUUNINTFIU 0.208
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M15199 -7 ANUNULSINTEUNNVRITERTsUsEnoUdRenTasuusaieiluuiusuaninee

nsanasinduian 2 92lus Tnefidnuirusnlug 6 T

samples Impact strength (kJ/m?)
1 20.024
2 20.267
3 20.573
q 20.113
5 19.998
Aiady 20.195
Pi']l,f'jmwummg'm 0.236

A13199 -8 AUNULSINTEUNNVRITERLTIUTENoUDTENTaTuLs el U Suannee

nsanasiniduian 4 9alus Teedidnuiusnlyy 2 T

samples Impact strength (kJ/m?)
1 14.742
2 14.231
3 14.556
il 15.024
5 14.892
Alade 14.689

ATEAUUNINTFIU 0.310
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M157199 9-9 ANUNULSINTEUNNVRITERLTIUTENoUDTENTIaTuLs e luuIUSuannee

nsanasinduian 4 9alus Tnefidruirusnlyy 4 T

samples Impact strength (kJ/m?)
1 18.824
2 18.439
3 18.990
q 18.747
5 19.053
Aiady 18.811
ﬁ']l,f'jmwummg'm 0.241

M1519% 9-10 AMUNULITINTTUNNTBITANTIUSTNOUBTONHaS UL Ier iU Suann

sansanastnduian 4 s Teedisuiugnlivg 6 Fu

samples Impact strength (kJ/m?)
1 23.458
2 23.732
3 23.250
il 23.331
5 23.393
Aade 23.433

ATEAUUNINTFIU 0.184




M19199 9-11 AIUNULTINSTUMNTITATIUsTnoUBTanHasuLswei v suann

mansanasinduian 6 Talus Tnedisuiudnlug 2 Fu

samples Impact strength (kJ/m?)
1 18.385
2 17.682
3 17.740
q 17.861
5 18.214
Aiady 17.976
ﬁ']l,f'jmwummg'm 0.308

A1919% 9-12 AUNULTINTTUNNTITANTIUsTNOUBTENHasuLswneR iU Suann

sansanastnduian 6 Talus Taedisuiusnlvg 4 Fu

samples Impact strength (kJ/m?)
1 21.238
2 20.991
3 21.443
aq 21.105
5 21.041
Aiade 21.164

ATEAUUNINTFIU 0.182
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A13797 $-13 AVIUNULTINTELNNVDL TN TENoUBNeNT S UL sed lnuuTuann

sansanasinduian 6 Talue Tnedisuiusnlvg 6 Fu

samples Impact strength (kJ/m?)
1 30.252
2 31.475
3 30.591
q 30.674
5 31.212
Aade 30.841

ATEAUUNINTFIU 0.494
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AMANUIN

auUfAIUNULSIAALAIBeTHnLTUsTNOUBNENT

a

P R aa = £
MN1919N 9-1 ﬂ’J'\IQJV]ULLﬁ\Tﬂ@Iﬂ\TGU@QaW@ﬂ“?j‘Uﬁ?ﬁ/lﬁ

q

samples Flexural strength (MPa)
1 62.79
2 63.48
3 63.23
4 62.97
5 63.07
ALady 63.108
Andeauuannsgu 0.262

a YRS Y a ad SN a Y 9 a1
M191940 -2 ﬂ'}']iJV]ULLﬁ\‘]@@Iﬂ\‘]GUEN'JﬁQLﬂ]’ﬂﬂigﬂ@U@W@ﬂ‘ﬁLﬁﬁﬂJLL?\?@’JUNWIMNWI@JN"IUﬂ’]i

USuann Tnedlanuiusnlyg 2 9u

samples Flexural strength (MPa)
1 65.43
2 66.29
3 65.87
4 65.95
5 66.01
Aade 65.910

ALUEIUUNINTFIU 0.311
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A13797 -3 ANUNULSITLARTERTIUsENoUB TN Tas IR lnufTlainunTs

USuann Tnedisnwiutnly 4 Ju

samples Flexural strength (MPa)
1 71.04
2 71.19
3 70.73
a4 70.23
5 70.91
Aiady 70.820
ﬁﬂtﬁﬂ\uuummgm 0.371

M191991 -4 ANUVULSIALAIYRIERTIUsTNaUBNenTasuL s s luu Tl unng

YSvanw tnedanuiunnlvg 6 Ju

samples Flexural strength (MPa)
1 76.86
2 78.09
3 76.63
4 77.56
5 77.48
Aiade 77.324

ATEAUUNINTFIU 0.584
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M157199 -5 ANUTLLSIRLAELTaRTaUsEnaudTenTiasuussmedn lnunusuanineae

nsanasinduian 2 9alus Tnedidnuirusnlyy 2 T

samples Flexural strength (MPa)
1 74.13
2 74.35
3 74.42
a 74.93
5 74.56
Aade 74.478
f’htﬁmwummgm 0.297

M19199 -6 ANUVULIIIALAIYBITERTIUsTNaUBNeNTasuL T I luuTiuSuan 1w

nsanastiniduian 2 9alus Teefidnuiusnlyy 4 T

samples Flexural strength (MPa)
1 78.96
2 77.12
3 77.24
4 77.53
5 78.25
Aade 77.82

ANTEUUUNINTFIY 0.774
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M15199 -7 ANUTLLSIRLAEL TR TaUsznaudTenTiaiuussmedn lnunusuanineae

nsanasinduian 2 92lus Tnefidnuirusnlug 6 T

samples Flexural strength (MPa)
1 79.23
2 80.23
3 80.36
a 80.14
5 80.60
Aiady 80.112
ﬁ']l,f'jmwummg'm 0.523

M191991 2-8 ANUVULSIALAIYBTERTIUsTNaUBNenTasuL s s luuTiuSuan nae

nsanasiniduian 4 9alus Teedidnuiusnlyy 2 T

samples Flexural strength (MPa)
1 80.57
2 80.45
3 79.94
4 80.22
5 80.16
Aade 80.268

ATEAUUNINTFIU 0.248
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M157199 2-9 AUVLLSITRLAIET TR TaUsEnaUBTaNTIas s lnunUTuanImee

nsanasinduian 4 9alus Tnefidruirusnlyy 4 T

samples Flexural strength (MPa)
1 82.94
2 83.51
3 83.30
a4 82.80
5 83.16
Aade 83.142
ﬁht‘ﬁlmwummgm 0.282

M151991 9-10 AUNULTIRALALTEATUsEnoUBTaNTIas s luunuTuannee

nsanasiniduiian 4 $alus Inefidnurusnlvg 6 Tu

samples Flexural strength (MPa)
1 85.53
2 85.74
3 85.17
4 85.11
5 85.38
Aade 85.386

ATEAUUNINTFIU 0.259
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M19719% 9-11 AunuLsalAwesiandlsznaudienTiasuusse il iviuanimeg

nsanasiniduiian 6 alus Inefidnurusnlvy 2 Fu

samples Flexural strength (MPa)
1 83.44
2 83.92
3 83.35
a 84.21
5 84.07
Aiady 83.798
ﬁﬂtﬁﬂ\uuummgm 0.383

M191991 9-12 AUNULTIRALAeTERTUsEnoUBTanTiasuws e luunuuannee

nsanasiniduiian 6 9alus Inefidnuiusnlvy 4 Fu

samples Flexural strength (MPa)
1 86.65
2 86.95
3 87.04
4 86.88
5 87.69
Aiade 87.042

ATEAUUNINTFIU 0.390
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M15719% 9-13 AUNULIIRAlAeTanBUsznaudienTiasuusseinlnuiuiuanmeg

nsanasiniduiian 6 alus Inefidurusnlvy 6 Tu

samples Flexural strength (MPa)
1 90.15
2 89.68
3 90.67
a4 90.60
5 89.79
Aiady 90.178

ATEAUUNINTFIU 0.453
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AANUIN R

wasTuunsuanmatia DSC vasTanLdeUsznaudnand

Aexo

Sample: neatmewl, 3.8000 mg

2
mw
Glass Transition
Onset 61.05°C
Midpoint 15O 61.86 °C
40 €0 80 100 120 140 160 180 200 220 240 260 280 °C
Lab- METTLER STAR® SW 13.00
a ac a a £
JU# a-1 DSC mosluunsuvesdiiondusans
Aexo

sample: rawdly, 3.5000 mg

Glass Transition
Onset 62.10°C
Midpoint IS0 62.82 °C

T T T T T T T T T T T T T T T T T T T T T T T ]
40 60 80 100 120 140 160 180 200 220 240 260 280 °C
Lab: METTLER STAR® SW 13.00

JUT -2 DSC wiasluunsuvesiansUssnoudiionTiasuussimeiiluiliniunis

Usuann
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Sample: 2hr4ly, 3.5000 mg

Glass Transition
Onset 62.62 °C
Midpoint 1SO  63.97 °C

T T T T T T T T T T T T T T T T T T T T T T T ]
40 60 80 100 120 140 160 180 200 220 240 260 280 °C
Lab: METTLER STAR® SW 13.00

JU -3 DSC winsluunsuvesianelsenaudiieniasuussiediivufivsuanmeae

nsanasinduian 2 92l

Aexo

Sample: 6hrdly, 3.3000 mg

Glass Transition
Onset 63.06 °C
Midpoint ISO 64.61 °C

T T T T T T T T T T T T T T T T T T T T T T T T T ]
40 60 80 100 120 140 160 180 200 220 240 260 280 =C
Lab: METTLER STAR® SW 13.00

U -4 DSC wiesluunsuveiandeUsznaudiiendiasuussiedlvufivsuanmeag

ﬂiﬂW@%ﬁﬂL‘ﬁ‘NL'}a’W 4 Flus
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Sample: 4hr4ly, 3.2000 mg

Glass Transition
Onset 64.28 °C
Midpoint IS0 65.20 °C

T T T T T T T T T T T T T T T T T T T T T T T ]
40 60 80 100 120 140 160 180 200 220 240 260 280 °C
Lab: METTLER STAR® SW 13.00

U -5 DSC winsluunsuvesianelsenaudiieniasuussiedivufivsuanmeoe

nsanasinduian 6 92l




AANUIN Y

wasTuunsuanmailia TGA va93dndeUsznaudiend

ezo
%
Onsel 346,35 *C
100 o
804 IPLIRE EPONY Step G764 %
Sample Weight 163 mg
PURE EPCXY, 17320 mg Residus 877 %
0,15 mg
60 4
a0
204
1
L 100 150 200 250 300 350 200 a5 s00 550 600 650 00 750 600 800 800 820 840 850 °C
0 2 4 6 8 10 12 14 1 18 20 22 24 2 28 0 32 34 ES 3 a0 a2 o min
Lirnin
0.0 4
IPLIRE EPONY
PURE EPORY, 1,7320 mg
014 Extrapol. Pesk 82860 °C
Pesk Value  -0,14 mgmin®-1
lized  -83.12e-03 1fmin
Extrapol, Peak 375,79 °C normal !
Peak Value 0,43 mgmin*-1 Peak 82933 °C
nommalized 0,28 Limin
Pesk 386,93
024
5f 100 150 200 250 300 350 200 a5 s00 550 600 650 00 750 600 800 800 820 B40  8S0 °C
03 = = — u = ———— — + = UN— — + = ———— o T T i
0 2 4 6 3 10 12 14 16 15 20 22 24 26 28 Ell 32 34 E 38 40 a2 o min
Lab: METTLER STAR: 5W 1.00
: ¢
JUN ¥-1 TGA a3l FUTANS
q
“exo
%
100 Cnzet 340.% °C
81 4 RAK
S i s e
R, 35450 mg Residue 10,3694 %
60 4 03892 mg
Step  -11.9938 %
w0 -0.4255 g
1 Residue -1.0243 %
-36.3436e-03 mg
204
+ I
N T
100 150 200 250 300 350 a0 50 S0 550 600 6501 i} 750 gon  g00  s00 s20f B40 &S0 G
t t + t + t t + + + t + t t + t t + T T + T t
0 2 4 6 8 10 12 14 1 1 20 22 24 2 28 0 32 34 ES 3 4 4 4 min
Limin
000 4
URAL
s ] RAW, 3.5450 ma
Extrzpol, Pesk 833,14 °C
010 Exrapol. Peak 37985 °C Peak Value 0,70 mgmin® -1
Peak Value 0,63 rgmin®-1 normalized 0,20 1fmin
normalized  -0.18 1fmin Pesl 835,70 °C
Peal 30T
0,15 o
02085 100 150 200 250 200 50 a0 a5n son 550 600 650 o0 750 gon @00 g0 s2 840 sso oC
= +————t Lt + +—t ————t L + = ————t Lt + = ————t — S T t
0 2 4 6 8 10 12 14 16 18 El 22 24 2 28 0 32 34 E3 El] 40 4 4 min
Lab: METTLER

STAR: SW 1.00

sUN v- 2'ﬂ3ALmaéimuﬂﬁumaqaaﬁn%aﬂiuﬂauawarwnaiuuaamaamwlmuvﬂumwuﬂws

Jsuann
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ezo
%
100
Onset 33851°C
80 4
FIBER- 2H-1
Sample Weight Step 9408 %
604 FIBER- ZH-1, 13,2350 mg -12.45 mg
Residus 5,34 % Step 683 %
0.71 mg 0,490 my
Residue 145 %
g 4 -0.20 mg
204
+ |
14 _‘}:—1_
100 150 200 250 300 350 200 a5 s00 550 600 650 00 750 800 800 800 8200 640 850 °C
0 2 4 6 8 10 12 14 1 18 20 22 24 2 28 0 32 34 ES 3 a0 a2 o min
Limin
000
0,05 4 WFIBER- 2H-1 Extrapel “
pol, Peck 842,08 0
FIBER- 2H-1, 13,2350 rng Extrapol, Pesk 330.41 °C Pesk Walue 1,43 rgmin™-1
Pesk Walue 3,16 rgmin™-1 nomnalized 011 Limin
0.0 normnalized 0,24 1jfnin Peak 75 *
Pesk 37201°C
0154
020
o 100 150 200 250 300 360 400 450 S0 550 600 6501 0 750 g00 800 800 320 840 &S0 °C
e - ————t — t = ———— — t + +————t — t = +———— S T T t
0 2 4 6 8 il 12 14 1 12 il 22 24 2 28 0 32 34 E3 38 a 4 4 min
Lab: METTLER

STAR: S¥W .00

JUN ¥-3 TGA wiasluunsuvesandwsznaudiendiadunsaineilnunusuaninee

nsanasinduian 2 92l

IFIBER- 4H-1 24.06.2016 11:04:41
%
100
Onzet 337.95 *C
80 4
IFIBER- 4H-1
Sample Weight Sty
p 941625 9
60 4 FIBER- 4H-1, 12,8430 mg 12 093 mg
Residue 48560 9 Step  B7EIS %
06249 mg -04711 mg
a0 4 Residue -1,9186 %
-0.2464 g
204
3 |
04 :};—L
100 150 200 260 300 350 i 450 S0 550 600 6501 00 750 gon  g00  s00 sz0lEAn es0 o
0 2 4 6 8 10 12 14 16 18 20 2 24 2 28 Ell 32 34 * El] a0 42 4 min
Linin
000 4
0,05 4
WFIBER- 4H-1 Emeapol, Peak 84077 *C
FIRER- 9H-1, 12,8430 g Pesk Walue  -1.36 mgmin*-1
nomnalized 0.1 Ljmin
0109 Pesk 34165 °C
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