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A3, algNIeYIU MedATIUS

nuATeiidumaniouaquiluroumednszyrianodiolud 11 (PALD) uazns1fiud
finsUsunyilarduasuendanueda (GCOOH) TneilinguszasdiiiofnwinavesuTunm
GCOOH AnwinauesaniiznstugUiidusasiaies Cast film extruder uwasAnwna1e9ns
Auansidenyszaiy 3-(Aminopropyl) trimethoxysilane (APTMS) fidsnasiaaus@inig
il audfena audfniesmusoutazanuuzn9dugIuIneT uidoutseendu 3 dwu
druusnidunisnien GCOOH AUFUUTIR A8 APTMS (APTMS-GCOOH) anHanIs
79@au FTIR, Raman, XRD, SEM wag TGA mmiaﬁué’umiﬂ%’Uﬂqaﬁuﬁmm GCOOH m7g
APTMS Usgauaudnia dauiiasadunanioufaguilunounedn PA11/GCOOH 7
USunun1s4Au GCOOH fa 0.5, 1.0, 2.0 kag 4.0 wt% LLazU%’Umwm%aQﬂﬂgwéaLQUL‘T]u
1.0, 1.3, 1.6 uay 1.9 m/min gnvigiannamaoifudy 80 °C annuanimmadey wut ms
Wu GCOOH U3unau 2 wt% ﬁmmﬁ’;qﬂﬂé’wémﬁuﬁu%{u yirlstenanufum g
ﬁuﬁaaﬂaﬂ A1 Loss modulus, Young’s modulus i@z Tensile stress 7 Elongation 400%
Y94¥AL PA11/GCOOH Qq?ﬁu desanniiuFnaman (X0 Lﬁwﬁummamwmsaﬁugﬂﬁwm%a
Cast film extruder kay. GCOOH tHuasnondnlyiiu PAI1 wagdmuianndunsinionian
uluneumedn PA11/APTMS-GCOOH NUSHNaIN15IAN APTMS-GCOOH 2 wit% U§uanui
annaavdaidudiu 1.0 uay 1.9 m/min gamgiignnawmaoifudu 80 wag 110 °C 99nuans
yaday WU N15LAN APTMS-GCOOH finalimeudumiulniniifiuiinanas udgamgd
annamdaibulidsuasorianudunulidihfdiiui anniw SEM wansliidiudn APTMS-
GCOOH finsnszaeiuandrfuldftulunedmesiuning msfuanusignnimaaify
wazguvgiignnasndeifuiindu viliusuundniiistu dawaliflidu PA11/APTMS
GCOOH A1 Loss modulus, Young’s modulus ag Tensile stress 7 Elongation 400%

LN



620920004 : Major (POLYMER SCIENCE AND ENGINEERING)
Keyword : Polyamidel1, Functionalized graphene, Processing conditions, Electrical
property

MISS  KANTIKA  SOMBOON : PREPARATION AND PROPERTIES OF
NANOCOMPOSITES BETWEEN POLYAMIDE 11 AND FUNCTIONALIZED GRAPHENE THESIS
ADVISOR : ASSOCIATE PROFESSOR NATTAKARN HONGSRIPHAN, D.Eng.

The nanocomposites between polyamide 11 and graphene carboxylic acid
(GCOOH) was prepared to study the effect of GCOOH content and processing
condition via cast film extruder, and to study the effect of 3-(aminopropyl)
trimethoxysilane (APTMS) on -~ electrical,. mechanical, thermal properties and
morphology of nanocomposites. The research was carried out in 3 phases. For the
first phase, APTMS-GCOOH was prepared by surface treatment of GCOOH by APTMS.
From FTIR, Raman, XRD, SEM, and TGA results, GCOOH surface treatment with APTMS
was successfully confirmed. —For = the second phase, the PA11/GCOOH
nanocomposites were compounded with GCOOH content of 0.5, 1.0, 2.0, and 4.0
wt% at chill-roll velocity of 1.0, 1.3, 1.6 and 1.9 m/min and chill-roll temperature of
80 °C. As a result, adding GCOOH 2 wt% with higher chill-roll velocity decreased the
surface electrical resistivity. Loss modulus, Young’s modulus, and tensile stress at
elongation 400% of PA11/GCOOH cast film had higher value compared to those of
PA11l. This was due to increasing degree of crystallization (X.) from processing
condition of cast film extruder and GCOOH acted as a nucleating agent. For the last
phase, the PA11/APTMS-GCOOH nanocomposites with APTMS-GCOOH 2 wt% were
prepared at chill-roll velocity of 1.0 and 1.9 m/min and chill-roll temperature of 80
and 110 °C. Adding APTMS-GCOOH in PA11 could reduce the surface electrical
resistivity, but chill-roll temperature did not affect the surface electrical resistivity.
SEM micrographs showed APTMS-GCOOH were dispersed uniformly and compatible
better with polymer matrix. Increasing chill-roll velocity and chill-roll temperature,
increased the degree of crystallinity resulting the PA11/APTMS-GCOOH cast film to

have higher loss modulus, Young’s modulus, and tensile stress at elongation 400%.
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uni 1

N1 (Introduction)

1.1 anudunuazanudrAgyvaslgm (Statements and significance of the
problems)

Tudagduiianusuisweinelansaundanvgunanmsiinduveslsunaiivseu
n3gan AMasdawansenuyilianimauiieniaiiiaudanlyainiy enianseuRaUnd
fU5TTUIANTULTWINTY v lgmamnssunatainlulsemesiig 9 Jeiuanaulanagl

anudAylunsedananainiaiunsaannislidnaradnfunandlnsideudaduingnuald

q

wamualy (Non-renewable resource) AUNINTU b1 KAATUAUUUNAIARNFIUTINN

(Bio-based plastics) \utannwanliaininghufiamisanaanauwnudusn e lusssusii

9 9

(Renewable resource) LLaZLﬁuﬁGIiﬁU?ﬁLLméjau (Eco-friendly material) [1, 2]

wodolud (Polyamide 11, PALD) fifidonasnisénseninluasu 11 (Nylon 11)
mmmé’qmiwzﬁlﬁmﬂfﬁﬁmamuﬁ@awjﬂmEwi”]miaﬁ’m Recinoleic acid ﬁnﬂﬁwﬁuazﬁwﬁa
ihluviuiisesine o 18l& 11-Aminoundecanoic acid anntudilusunszusunsdaases
wodwas (Polymerization) sulsidy PAL1 Fudumeslunarafndmnssy (Thermoplastic

[

engineering) Nigniunlyviulugnavinssusig 9 1y IudIWIWEUR HEATUNUITFOIMT

Fugdwasodldlnih uazounsaiin Wudu Weogean PALL SauUfAng Aedlautfdnad
e & o ' AN a N6 A 2 1 = &

N5FUHUYRILAE NuMusasiadloliunIg danudaneu waslinnuaiunsalunisiugy

15 Tuvausiieniutoideves PALL Ao Hyanasumainuaglithlni [1, 3-5]

' a a %

Ya o = a i a d'
ajﬂﬁcﬂﬂmﬂﬁqi\lﬁiﬂﬂw 3LmiﬂNQﬂQUWIUﬂ@NW@afﬂﬁ%‘ﬁ'ﬂqﬂ PA11 waznsINULN®

Y
a = 14

USuussantives PAL1 WiABsTusonmihns funduasdudu (Filler) Afasnifinieeny
Younaziilihidadu PA11 fidunediesuminduazifuauumaliin iileliausnth
pA11 Wlduldnainnansuagiiuszansamunndu Taensfluazadiadunisnmsilui
(Conductive pathway) ¥1l#iAin Percolation threshold Jaduaruiduduvasansiiuusad
tosanivinliiAnnsilviih 1)

Tuthgtunsiluldduanuadlasgran Wesnnduaselunidndantdna
aulivnsnnuieu wazaudinsliihdidey Fahanitunussendlflumshduiulseg

il ansiaSunsslunediues uargunsaldidnnselind WWusu [6, 7]



o

ANUATUNULINAIN LR (Surface electrical resistivity) \usidnaud@nialvii

voa¥an dlngazlilumsussilivand@nsaulnihating wu lugaamnssunisdunas

[
=

9917 geannssuTudBidnnsetind Felnihadindiintuainanuldaunavesdss gl

|
= v v v (%

Tuezmouveding Wetngiiduawulwihinisdendiu Insduladuuesing sslimsaiewm
v29U53 N (Electrostatic Discharge: ESD) [8, 9] Tusu3deiidsiianuaulaniazfinun
ANUAIUNUINH N URIA8LATDITAAIUAUNIUNURY (Surface electrical resistance
meter)

nsrUNTUgUvesTannluneunadniund i ulzd waseauUFsn q verianuily
ARLNOAN VTIaNTRITINg anTRn1enuSeu wazaudAnelnia Wudu [10, 11] TumwiTed’a
~ ~ = =3 v A o a ' a .
fanuaulanawfnyinszuIuNIsIUTUARLATOIONT ALK UNAAFN (Cast film extruder)
WiosanidunszuiuntstugUuiunanain ik iuin Jesdulili PAL1 Ransaanesiainms
AnAuA Inevinisuullasuanusvesgnndmandu (Chillroll velocity) uazaamngives
gnnawiaewdu (Chillroll temperature) fidsuasansnszIEfveE T ARNLAZNTIAE 85

1 a 5 o Y a o '3 U a z.:ll ¥ a % U
vosenelgnediues inlindndnrivesiaguilunounedailiasilasiasnuwagnisnsyaiesiives
A5 AAUNLANANGY

1 < a U Aa a 6 a ¢ A [y} wa |1

agulsfin nMshnasiRuaslUlunefmesuysndinoUSuUTInuaudRsing 9 ves
PA11 UBNAINALABIAIRIDIUSUIUNNSLANAITAUANLAD TIADIANTNDINITNTEAIYAVDY
N9 waEANUNN LIRS aNISEARATAUSIURINTIIVEIEIT M ILANLAL NOA LB SUNINTAE
Juinsusulgemuaansalunisnszaefivesansddnlunediue slunsndmenisiay
3-(Amino propyl) trimethoxysilane (APTMS) Nvintaiduasieuuseanu (Coupling

agent) [12-14]

[
LY

AU fiwnAntun1susulssaudives PAL1 i lwihlaunnau Tnetnsiiu
Faduoyneszauunlunidvadu PA1L Iilunediuesunsnd lneviniswieuludanuilu
a dl o a = dl 1 % = dg{ %
ARuNadANNMUAUSIIAMNT TUALANA1IAY Anwinavesan1ien1sTusUvesTanuily
ADUNDANAILLATDIDAIALNUNAERN (Cast film extruder) WaLANYINAYDINITLANATHTDY
Uszanu (Coupling agent) Ndsnanaandfinilniln snwasdugiuinet audfidinauuy
wadn audidang uaraudinisanuseutaquilureunednseving PALL uaznsfluning

UFunyilandu



1.2 InqUseaeAvaINIIITe (Objective of research)

NuUITelineensAnyiigdIfunIsmisudaguiluasunednsening Bio-based
polyamide 11 (PA11) Auns luniinisusunyilandu (Functionalized graphene) fi vy
AISUBNTANUERA (Carboxylic acid: GCOOH) Tnwag@nuwinavesUsunauesnsiuninsusu

nyflandunazan1Ien15UTUYRMNUTIANMELATE Cast film extruder NiIn1siANANTIYRY

'
a =

Usgau (Coupling agent) wiafiunsinfeiifiaviuazifiunsnsyatefvesnsifuiiinns
Usungilsitulunedmesiumindiidsnasoautinslii dnvardugiuinet autfidena
wuunadn audfdena uazaudinianuiouvesianuilunsunsdn lnginguszadAves
e 1un

1.2.1 WefnwmarosTuiunfiulasannen sugUuiuiiduiia denudumy
nlfhitufia wagaudisg 4 vosTaquilurewednsevnitanediolus 11 wazns1uifinng
USumyflanidu

1.2.2 Wofnwinavesmatinanaidentssmuiidswaromusumulaiihiui uas

wa |1 [ a | a [ I d‘ (% 1 6 o
AUUNNN € ‘YJEN?E“IQU']IU@@N‘WEJ&Wi%“lﬁ']']\‘]‘WE)ﬁL@lll(ﬂ 11 LLagﬂiqwumﬂiUM%ﬁﬂﬂ%u

1.3 YaULUAYBIN1IY (Scope or delimitation of the study)

1.3.1 wananafnnedtelun 11 (Polyamide 11, Nylon 11 1nsa BESNO TL 21nU3Em
Arkema UsginerSaea

1.3.2 nyituiiuuvgiladdu (Functionalized graphene) lilusiAde Ao ns1iluans
vanTanuedin (Graphene carboxylic acid) 1MnUI ¥ Lowna aluladd (Uszwelny) 919

133 @158 ouUseanu (Coupling agent) 114 lue1u3de Ao 3-(Amino propyl)

trimethoxysilane (APTMS) 31nUS¥W Sigma-Aldrich Usginanigaiasn



1.4 Uselpwiiftlasu

1.4.1 gansawisniaguilupeunednvesneadiolus 11 uagnsiiunuSunyitanduln

Nauufeg o NRTY

1.4.2 a13nsansunansiiukaranign15ugUwiuidunyilian g q veq

[
[y [

Tanuilunaunednsenitanediolus 11 uaznslunuSunyilendusau
1.4.3 anunsoanUsinanisidnsiluiiuiuny fandunduansdufiuwasyssndaduyu

vosTanlunsnaniaguilureunednveanediolus 11 uaznsluiuTumileidu



UNa 2

2550uN55UNLNEUD9 (Review of related literature)

2.1 Janunlunsunadn (Nanocomposites)

9 rala

Tul a.a. 1993 Nuddgvesusunlaleafesnisiaurianddainssuyialniig

[
[

AanTRdInawarAnaudinIuealfty fuddevesussnlnledndenldwarafneludidu
wodosnanuotian wazidenususudueIalabud (Montmorillonite) iluansdaiuuuie
uluiiloriunaantdnng 9 vosian navesnTIdeluasatulszauanuduiaegenn
msUszgndldnuvesfaquilunounedafienumainvanelunaiegaamngsy fagransa

SOYUA DIMITUATDUY

Tanuilumaunedn (Nanocomposite) An TaALTIUTENOUNAAIINAITHANA U

9

[y A

FanfidauAuwnnasiusiae 2 ¥ia unndmiaiaull wsuiuduiannilaseasnelnd
TnevnluTanuilureunednazUsznousmedinuilduamsng (Matrix) uwazaisdufiu (Filler) #9

wanslunIni 2.1 Avwinanndi 100 uluues Jeiaquilunounedailaud@iddemnssud

1
[

wuATUNINd B uAUTanAounadn lnev il e uEudRwne audiviaadl 53um

andRvnaliin nedinensaadsnluiies 1-10% vesimiinianlnesw [15)

M 2.1 lpssainssenineTanaeunedniiily (Conventional composite) (418)

wazdanuilupaunadn (Nanocomposite) (¥31) [16]



nsPvantivuindnasauivunaiesllfuluwns avdaalidndiuvessnuiuesnou

9

a

Mg Ui (Surface) waziaduda (Interface) vesTanuiuuInTu lnefinsiiuTuYes
uIUerAaNegUSIMI@IREveTanlziinansenulngnswoau TAMIAATLAE N8N MUDS
ao denaliiaguilufiandfivslni audBnauwivian wezauURdaasnia TuLazLANANslY

Mnfaguunlvgegieduds uenaniinisiitaguundnassilifaniuda

q

7 (Surface
area) wazU3uau3nsu (Pore volume) Liiuduagaumena dnalaenswioninudetlilunis

aUinsewesianuszianisegisen (Catalyst) uazdgadu (Adsorbent) [17]

Core-Shell

Core=Shell

Multilayer

Nanoparticle Nanorod
b - d
r il )N
o B % x"' b
v ?‘§.I % \) Q
L =y g oz,a |
f; 4 .‘ﬁl ‘.’0'5 w. - - - -
Porous Support— Nanofiber Nanofiber Embedded Inorganic Plum-
Functional Group Nanocomposite Organic Pudding
I Inorganic Organic

A 2.2 Taseasnesing g vedanuilunsunedn (18]

Faquiluawnsaifuasiiiieasaduaguanssavunly wu vieuilurisuay

(Carbon nanotube) k1A WA (Graphite) ns13Wu (Graphene) 1@ ulounlunisuau

(Carbon nanofiber) uaziaad (Clay) 1usiu Tlassadeiidugunseing g duanddunind
2.2 wsousinseslanudaasess veeldulesssueni devan a1t i iaanause AU lun

9

I
v a

a A % o o % v oA A
Windnauan1savemiiun sl uaznisimianuieulailuedied Bnnadng
wnldiunnnlugramnssunmsndanaiadin nietanniauisaduivseveuadld tudu

[15]



Sol-Gel In Situ Growth Casting

{ «c?® = - .
y, P4 sSud | > 4 -
Blending Thermal Evaporation Electrospinning
SR, = '\\
W o PN

J s .
I Inorganic Organic

AW 2.3 J|NseSeNTanuIlupeNnedn (18]

[ [ A

3 = & @ aa 3 o ~ |
Tanuluduiaanuaulailowinduiagniivuaanluseau uilunauisadie

(%
£ ¥

USUUTAUAIMHEAAUNNIATUAIEATIN 1AT N19n8 N19AUToU kagnielaseasne Laed

v

aa a Y] a a & v a Y] L O &
FBn1swsendanuilunsunadanansluning 2.3 59U9991udY 9 vosTan iATuaNe
1ASIAS1IVDITUIUAIDYI LU

1. reusugsautinunssBamieissninesneuuasyss Ui iaudanu

q

¥
a =

1 iénnsednduazaldfniuinanvesianniu Inslifnnisilasunlatesrusznau

9

NALALIYDIIAR)
2. USuugalassasiesnnudiluianavetarsnassuuliadu 1wy virldiAnnis

aendgukuulasIEs eI UTRLianmIansTaluiana busssund vilvinandnnle

'
[y 1 a

HautRvesnsidiula (Compatibility) fUs1IAB09ERTIn

= Y = @ = Al Aa o o DRt
3. esandaguilusivunalin JINUNEIT NN (Surface area) 89 @XM
@ w1 aaa Y] ) = v & 1
Juiiself)isen (Catalyst) uavianaadu (Adsorbent) Liteuseleyiamunisunneg 1w 113
Wndagn (Drug delivery) WigiwaalusieanievesUe
4. Yaqunludlassaiwuadndansatieiinyss@vsnmn1sinauresando

Tapunlulviaadu vililsendaauaznaenulunssuiunswdn [19]



2.2 Polyamide11 (PA11) %38 Nylon11

wodolud (Polyamide) w3odatialuniadiunisdndenda luasu (Nylon) tJu
wanafniildannnssurunisnedweslswdu (Polymerization) vetalud (Amide, CHONH)
warnsndunid Tae PALL \unediwesfitanelduuy Aliphatic Hlassadrmnaaiinansd
Al 2.4 Fsfigaviaesmansin dndvigagianliifiuiagwanaiinimnssy

1T Al 1983 Fuasesulanadart 2 nuii PALL IdgnAsdunasinuiiulaeoaad g
mM3lsmes (Wallace Hume Carothers) niafiannun1ine1deg1ise (Harvard University)

!
o/ a =

ansgolsn Jemewlsuvhauduimiies fURnsiedlliunuisv Du Pont Tne PAT1

v '
(% A

gnianduiieldnaunuiduleansssuvid nensussendldiinisiiuansuwsiaiy (Filler
way Additives) 1y nslvdnazindumtialagalils (Graphite uaz Molibdenum disulphite)

yMARNaNURALAR 897 [20]

H O

N
"CH5(CH,)gCH5

Al 2.4 Tassadaaiived PA11[21]

PALL WHuweslunanafinindna1ningAusssusif fs wanazs Judu
VINYINTFITUVIANA WSOy uleuls (Renewable source) lngtnduagys (Castor oil) 7
[ 1% [ 1 v Y U a aa I3 a 1 .. .
afalianudnazsazysenaulamensaludiuliduniiansuey 18 ezmau 138031 Ricinoleic
acid 90% Feliluarsneiulunisudn PALL waydn 10% azilunsaledudu o Mdu
a [ & Y a [ [ 1 [ 6 . . . v
HARSNTIABRINNITATALANELYY N13F9LATIZY 11-w-Aminoundecanoic acid 9l
UfAize Polycondensation ieliilanansduaidu PAL1 dslfAseinisduasisinuandly

ANA 2.5
Tunaulun13duATIEY PALL 2215190 Methyl ricinoleic acid fignafinaani1ain
WUuarenI8nIEUIUNIT Methanolysis ka transesterification fglufiauoanegod

1NUUILU1 Methyl ricinoleic acid uvinisientnslugn1izlSoandiau (Pyrolysis) 9



g 500°C auldidu Methyl undecylenic acid uagnandmuaid1adeaduy

Heptaldehyde Tiiluldnamduiveunasnaningiau 9 Tag Methyl undecylenic acid 4

(%
[ o

gniufasenduinlailu Undecylenic acid udaunluyinufaseniu Hydrogen bromide

(HBr) Tu Peroxide (H,0,) wag Ammonia (NHs) ulaidu 11-w-Aminoundecanoic acid 55&

a

Junewsiwesnlilunisudn PALL Falidnvausiunmdnvewuduasiouvglivaouina,

U

Uszuad 190 °C [4]

o methyl ricinoleic acid
CH,0OH C
CASTOR OIL ——» HaCO” > T N R e TN TN TN
methanolysis I
OH
ﬁ ]
heat ca. 500 °C
- = ™ Co” + NG g
pyrolysis methyl undecylenic acid n-heptaldehyde
0 (o]
I HBr (I;l
™ C\OH D ——— Br/\/.\\/ﬁ\/\/h\\/ ~OH
undecylenic acid H,0, 11-bromoundecanoic acid
o o
NH; g polycondensation 'é
—— HzN "OH @ ———» i N Ny e \]\
11-w-aminoundecanoic acid |_|1 POLYAMIDE 11

Ml 2.5 nasdaaszit PALT 9ntsfulidnasi [4)

PA11 fUuUuRANegWley 5 SULUU (o, B, y, § way &) uavaudinseiidnduasmng

(%
U 2 o

natuegfulassarevmadaguineuarssduresnisanadn fafufadunaldinmsuiuuss
autifives PA11 WU andAdanalusuveseuminasifvadestunisidsunasguiuy
lassasanan [22]

XRD pattern 989 PA11 %Uﬁﬂgfgu 2 fin louA a-crystal 8n 1 Peak fio &' crystal

MuanslunIng 2.6 nd1Ae3ULUUNANYY PALL 81 2 JULUY FaUSuaig Ul uURGnusae

(%
v v

= wa v a 2 o a | b wa o
sUsuUITHaudRniuanseiu daduusuavesgluuundniuisuluasdenalvaudiigena

984 PA11 Wasuwladluiguiy
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AN

80% Q 60% QU
100% ’ ]
« 20% § 40% §
40% U., 20% u, ’
680% & 80% & 100% §

AW 2.6 XRD pattern 184 PAL1 INFNIUNUY a kagnanFULUL & [23]

137991 2.1 wansanUAaluues PALL Adanuudausadeng nusenisdng nuse

[

= 1% ya a ] o N oA
aqiLﬂﬂJLLagﬂjqﬂJi@u\l@ﬂ UANWLADYTHDEAY UV LLag@nIne1n1e Uananny Qllﬂ']’]llﬂﬂwquw

Y

a P ~ o a P & W P a
AnsEadinawaznIsnuusInseuvngs lidndu lidsa wasliilusunseuazldnulugamal
Nadld 120 °C imseiiganaeumad 180-200 °C Uantnmiearuiouls uwadedldgumngiia

=2 1a Y & I a =~ v v = va 1A 1 = v =2
an QQI@JHEJZJELSIJLﬂUGIJUUWNUﬂ@’JEJWJLEN HANUALAUAD LLUSLLIILAUYT ATUNTULIING LA SLLI

=

anualad nusensNAnIauLarnISELAd LLEESUNTIBUNIZENUTUIIUSULTININ 9

Y

anunsadangula (Flexible) waznunistianuselan Jesiupisdunuvedladuladuin

Uosiun1s@unuveseonBlaulaznauang § 1an wavesiunsdusuuesautulaes way

v '
o IS a

AnduANTUIINAUInGould Auwauswazn1sdesiunisfuniuvesinganaddie

AMNTUALAY [3, 20]
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5197 2.1 AruaNTATlUves PATL [3]

Property Values

Density ~1.02glcc
Melting point 189-193°C
Stress at yield ~39 MPa
Tensile modulus ~ 240 MPa
Flexural modulus ~ 1050 MPa
Volume resistivity 10'* Q-em
Coefficient of thermal expansion 125 x 107 %K™

2.3 N5 (Graphene)

naududnuilsdayu (Allotrope) vosmsuauiisinisdunulul a.a. 2004 lng a3, 59
105 N3l (Andre Geim) waz A.n5. AsuaLALAY Tulagaen (Konstantin Novoselov) 910
UNMINYIRYUNULTALN DS @nNIIB8189nT [24]

a dl Y s A U i v g o a

n31u Ae 1 TusgneuvesnITusuNIssdInadululasiasiegunnimiey

(Hexagonal %38 Honeycomb) Hlassas1aiuanslunini 2.7 - nnd 2.9 winudinsiiuun
o o & % s Yy o o va ~ A

Negouiuvaty q 91 alaunsiianiTniudlugdvedduas iwosainnsiulinnnumun
a ! ¢ = Ao | o v 1Y) a y a
WIBILAAISUBUREMBLTE WIUIREINLTaNAD UM UsEENLN (Sigma (0) bond) TidA1uE7
0.142 nm yhidaud@anizdanuandseeniianaisuey daysudu 9 wagann1sing iy
Uszneumesinasuamsasisenuduiminmden (Hexagonal) smeiuszlaviausniaig

12

< = ! v < ! [ | U @ 2 = o t% = = I ] |
WU ez FauAN U UIATITNNA NBUZIN LD UATUS IR Q\TV!'WI‘VIFIT]WUZJWN&ILLEZNLLﬂiQﬂ’J']

o o

@ ] ' @ £% al LY a vl '
PWYILASLLUILLNIINIANNAN GZJEUSLG]EJ’Jﬂuﬂi?WUENUWlW‘N’]I@G]ﬂ’J’]Ia‘Vi%‘V]’ENLL@QL‘W?’]%ﬂ’]ﬁ

aa

] 1 a s ) 1 <@ o w 1 a 1w 1 ] [ Yo
mmuaLaﬂmiaul,ﬂulﬂamﬁmm mﬂuna@aaqmamﬂﬂﬂ/\lummaﬂumwu i ﬂ‘ﬂ%l@’)ﬁﬂ

a0iR Ao LASINE [25] @uN50aATIERNSIAUAINLERIlUAINA 2.10



OH Hydroxyl
NH2 NH S} Carbonyl

Amine Imine

*xGnP = Exfoliated Graphite Nano Platelets

Al 2.8 Tassasnaves Nanographene platelets [3]

12



13

Al 2.9 Tassadaly Nanographene platelets Tnedi A: Epoxy bridges, B:

Hydroxyl Groups ag C: Carboxyl gsroups [26]

Graphene
Synthesis
Method

Top-down
method

Bottome-up
method

Epitaxial
growth of

Mechanical

Substrate-free
gas-phase

Chemical
Vapour

Oxidative exfoliation and

Arc-discharge Y
. reduction of graphene

method

Liquid-phase
exfoliation

Template

Unzipping of
CNTs route

Exfoliation/

cleavage oxide Deposition o upg‘g(qc on g e
al
Electrochemical 0“’!“"
reduction reduction
methods
< [ o o ®
d ©
o ¢o & Coc 00 é’ Botom | © © 0oy °
— < ?O"é’oo" v |'e® c0® ©
o Co0 € ik
©° o 8
Graphite Graphene e

NN 2.10 NMSERATILANI Y [24]
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M15297 2.2 wassantinlunsiuduianiiuisigavinniinisAuny uddnlunig
ngufazlianunsainnnuruiveserneulausiaiuisainssueiieseniveraouls Iay
arunulnilsiuin aunsaidudidr i lndalaaieun Superconductor (11nn3n

a v

NoAIAEEIUIN) kel newlninleRungamagiiies nsfudAsEAuANULTILNT

gandnunands 5 wh (Aeuwimseunninnes) waznsifiuie Mobility vieauaiunsaly

= A a s o = 3 o aaa .
NILARDUNVBIBLANATOUGINN LL’ﬁ33’111’135]1«!’1ﬂiWWUEJ’EJﬂI%ﬂ@J’M’]UJ;]ﬂ‘JEJ'] Reduction [25]

A15199 2.2 AENTENIINIEANURINT I [27]

Charge carrier mobility ~200 000 cm’/V-s
Thermal conductivity ~5000 W/m-K
Transparency ~97.4%

Specific surface area ~2630 m’/g
Young’s modulus ~1 TPa

Tensile strength ~1100 GPa
Band gap Zero

6

nsduaszvnlisutasimngauiunsinludssendldlugnavnssud 2 35 loun
359 1 msuanns1iulag Chemical vapor deposition #58 CVD tJunisdniseasa
s ' a v i & a a v v -
YosornauAsustULLUlanslaesuAuIINMITUdesMaimuiiaamniviead lulum g
= ey 1Y @ v A ey s L R ! g A a A a
fifinglalasiauegieidntes Wafeimududaiulas 1wy nasuns viielinfaigumaiia
AU 1000 °C 98LAANITARIEA NGO NEIBEADIYDIAITUB N TR ULILH LA LAY TALTE

Tassasradunstuluanneiwmunzausanansluning 2.11
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vacuum gauge Quartz vacuum chamber

High Temperature Tube Furnac

Pressure Cu foil
control

system

Vacuum
pump
,, bl

PMMA spin coating
PMMA /
Di

ving PMMATH
Cu etching l
Ay
PMMA/graphene membrane Target substrate

AN 2.11 LHUNTWIIADINITAIASITUNIINUAIENATA CVD WazIUADUNIT

LPADUGNUNTIUNAWATIZIALA [25]

ANUMANNITHAINTTAR8F AT TMULaENSIARlASIAS1IwUUN SR UABelgAY

Fougads 2500 °C udlavevouamsedniiaflaniadudussfisedailieunginld

Y

anaadusgrawinainuunsfiufieguulanzasgniadeuRvuuusenedues PMMA
(Polymethyl methacrylate) Ldamanieunulangeenlngnszuunsinnsa (Etching) uag

o a v ' A 19 Y] a 2 A v v
Y1NNISLARDULIBLNUNTINUNARBUAIE PMMA lﬂUWQUUUHQMEBﬂuﬂﬁuWmaﬂﬂﬂimumami

' v
) a =

ara1e101 PMMA aantufian naflufindndulasinaia cvD didunsiluiidaunings
annsamuaNsLturensuldwesdinsh i fidamnzesastumshlvidluny
AuBannsedngd

i 2 mawdnnitulaensrvumMImaaiizuannsesndladnslridieliAnmy
lafduilyfuseanineturesnsiludlivinseanainiu (Exfoliation) uagFenuandniildin
na1lwioanlsduionsfusenledtuagfunumuvesian (nsfluoonlesd 1 fufiaumun
Uszana 0.9 wiluwnaiinbu) andurhuiizeddnduiieand uungilaidusendiauas
wasifunarUsydvdamnisi i lvntusedsfuandunmi 2.12 §8msiiidedae
annsosdnnsiuldluduinn 9 uagfunusiinidsusnunn uinsiluildasdaudfvie

o

Aaumniidesnitfauwsndsdiusslevdlunisussgndlaludiusng q laidueged wu n1s

[

WlUldluianpounedaiiainanuwdawnsalviiuian [25)

q
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Reduced

Graphene oxide Grapheneioride

Oxidation ‘ Reduction

A 2.12 Iassadramaniivadnsiid waznsniusanleanounasndaujizen

o =

Sendudauanidnnunyilesidueandiauiianas [25]

2.4 asfouuszany (Coupling agent)

Reactive groups that form w y Reactive groups that form

chemical bonds with inorganic chemical bonds with organic

materials including glass, metals, w matenals such as synthetic resins
silica stone

= Vimyl groups +E roups =Aming groups
= Muthoxy groups = Ethoy groups, other i . Mntmma:nrl;xy gr:f:: u_ Mufmmn umu[?s. m?‘mr

And 2.13 laseasiainluvasansitiaudssaiulaiau [28]

14 a

n1sUsulsandATInavoImediwes nenisldaisdadiu (Filler) Tanuaniilnosd

vaa Y o § v v a v oA = 5} a ya = ao = aa Yo oA
duuam ﬂ']Vl'ﬂ»Wﬁ']im']L@llﬂﬁgﬂqﬂmﬁﬂiaﬁﬂLﬂqgﬂUW@aLllaﬂﬂﬂ "?N'Jﬁﬂ']i‘wquu&]ﬂﬂﬂjﬂu Ao

¥
a o o a

A15AABUNIBUTULAINURIVDIANTALANAIYEITUS UASNURIN UV N ALUD AT @1TALRY
U WAaeNAISUBLURTIgNIARaUMENIAaIReIn Wethluraudunedwes nynsavzdanie
fuayNAvILAaLfuAISUBLLANIE e luneAWeSMINglaR N1sUSuUTINIsEnsenIn
fraAniunedmes uanannsidansusulssnuiua Sallonldarswenusyanu (Coupling
dl’ o v d' I~ =l Ly d' d' 1 a 6 U Aa [ d'

agent) F99g VUM U URE MU BRINANTLTDUTENININDAILBSAUANTAUANATLAATLUATN
al' v 1y d' @ [y :5 o v 9] a a o =

7 2.13 198n15a5 19N UL TN UNENIED9 YN IAENSAAAUIN1TNTEINUFILALANTEALNIY

a v

senInanandu nalnn1susunsinsenineansiiuiunedwesnidansivoudsyany deadl
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asidendszanuiignsmilu fie (R'0), - M - (R-X),

Tnefl M = Tave laun Si, Ti, Zr

Ly o aaa a [y

X = Jumyileiduiidvinu fisondniuss funedwes 1wu niezilu (-RNH,)
Tumjduvisdfideuogszviney X Aulavg M idungidwinufiseninius iy
R

mMsBaseminansidondsrauenainiiefinsesering RO vesanaidouuszaniu

% '
aa

] OH ANUNR v eI uFY
(filer)—=OH + RO-M—-R—-X%——p (filer)=O-M—-R-X + R'OH

wine1ainannsivyg RO gnlelasladmermernuiuiansduiulidumy OH

[

Yz iseseluivalsiasiu fel

H,0O + RO-M-R—-X%X— »HO-0O-M-R-X + R'OH

(filer)=OH + HO—M-R-X—___ (filler)=O-M-R-X + H,0

ﬁ’m%’umaﬁmwdwm%L%wssmuuazwaémaiﬁmmﬂwyj X 999815: 90 UTTaIU

¥ o aaa o & v a ¢ | P ' Y] a A v v

WU dasenduilsiduvesedwes Ineny X dunndiunanestiaielvimangaslunsly
nuiunedmesstianig 4 [29]

deansitendszanulgiawnujiseatuieslaiulstauuea (Silanol) Aedlilunis

a aaa & K a | [ v A a (Y-

AnUAATE1 91Nt Silanol asiinnismusiululaseasne Oligomer uazluvuzifeiunasng

Wuslalasiauie suLeNUNURIVIENsAIRLaTIUNTE WaWiNIsaUasAMANaRUNS dLilalatn

MAnUsnua s taulsraulaautaruRIvesaseiuaunsdan vinliAanusElALaus

ATawngasanuandlunIng 2.14 wazn1ni 2.15 [28]

X Hydrolysis X X ox x ox x Demin o
{

(o E é :
Hz0 § E Heating $
RO— Sl OR =) HO—Si—OH =) HO— Si—-0- Sl 0-8i— DH#HO—Sl—O—Sl—D—Sl—OHQHO—Sl—O—SI—Q—Sl—OH

OFI OH OH OH OH  Hydrogen /O ‘_,.O\ Chemical __.0\
SHD T HHL _,H “H 0O H_'H

o _on on wm oMMt o™ e 7§ Mo

Inorganic material Inorganic material Inorganic material

MW 2.14 Meviuisenseninasiiiveduniduazansienuszaiulau [28]
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HaN

CHyCH,0,
CHECHO-SI A~ N

(f-GNS) NH,

AWH 2.15 N15vU38158m319 Graphene nanosheet (GNS) fluansigeudsyanu

3-aminopropyltriethoxysilane [14]

[

dmsuansenusyaiuitgnulaevall dealfs a15lasulieudeagau (Chromium

a

complexes) lotau (Silane) lnnun (Titanates) wazigosialflouogadiua (Zirconium

Y
aluminate) 10usiu nsldans@enysyaud 2 35 liun nsthluusuussiiuivesansiaiu
Y = o LY a s o % a

wdahlnaudunediwes waznsuilunauiunetiwesinensavaenas [29]

3-(Aminopropyl) trimethoxysilane (APTMS) Wuansilenyszaulyauniinygosily
(Amino) Nflewltlunseuauns Silanization e USUUTINISEANIEIERINHUR ISR UANWRE
wodkes Feutinnisyufiseniunyesily lay APTMS d@1unsauSuussaudinianienn
auuRneliil waznasnseaeivesasiinvesianmounadn JlATeas1aniuallnaiuans

Tun i 2.16

QCHa NH
HSCO—§i—”/\‘/ 2

OCHjs

Al 2.16 TAsaas1avea 3-(Aminopropyl) trimethoxysilane (APTMS) [16]
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2.5 uAReiAeatas

Yue Chen wagau [12] lsvihnsisSentanaeuwednszving Graphene oxide ANy
ﬂ’l'ﬁU%’UUgdﬁuﬁ’Jﬁ’m N-(2-aminoethyl)-3-aminopropyltrimethoxysilane (AAPS); (AMG) wag
Polyarnide (PA6) 91nn15enwdnemaiia FTIR fiwanslun1ndi 2.17 wudn Graphene oxide
(GO) agUsINgAATl 1057 cm™, 1396 cm™ wag 1706 cm™ Gaiilu C-O stretching vo9
Alkoxy, O-H stretching Wag C=0 stretching Aua1AU Flawudieunaniilu Natural graphite
powder (NG) spectra wagflanufiafi 3430 cm® 181 O-H stretching Y891y Hydroxyl i
U3hnuiiuii GO Gsaenndasiu GO spectra n&san¥in1sU3UUT GO fe AAPS Ty
Coupling agent %Uimgﬁﬂ 3418 cm iunassauduves N-H stretching 910 AAPS uay
O-H stretching ﬁl@iﬁﬂﬂﬁﬁ%awLwﬁaaguuﬁuﬁa GO azUsingiad 2931 cm™ 1u C-H
stretching 999 Methylene Tu AAPS, 1635 cm’? Wu c=0 stretching 1569 cm™ ¥84
Acrylamide, 1140 cm™ Dy N-H bending tiag 1032 cm'* Wu si-0-C stretching 1ANANTT

Y & 1 a a6 a aaa 4’4’ a
VlﬂﬁEJ'ULLﬁﬂﬂIML‘lfiuj’]ﬁ’]EJIGUEJUVITEJLﬂﬂﬂgﬂiUWUUW‘UN’JGﬂﬁN GO

— AMG

-
1635,CO-NH

A

; 1569,N-H
2931,C-H in silane

1140,C-N -~

=0f { b
1708,C=0 / 1057, C-0 in alkoxy
1396,0-H in carboxyl

Transmittance

3500 3000 2500 2000 1500 1000 500
Wavenumber/cm™

A Wi 2.17 FTIR spectra U84 Natural graphite powder (NG), Graphene oxide
(GO) wag Graphene oxide modified by AAPS (AMG) [12]
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NNSANYIILMATIA Raman Muaaslun1ni 2.18 iegiUasuudadlasasie wui

¥
a =

Raman spectra 9ziNAAATY 2 WA Ao D-peak Uszuad 1350 cm™ way G-peak Uszanu
1585 cm™ Ing D-peak wag G-peak azLinnsiaouldntios uwi il anuuana1avesdndIu

Raman ly/lg (AMUIILT09 D-peak/ANuduvas G-peak) lnadndiu Raman Iy/ls agldUsgiiiu

' v
a =< I IS

ANURAUNRYDIA9819 18U N15L38UU N heteroatoms Tuns 1l uAT N5 LI U e198
Hod1Agludns1du Iyl 990 GO (0.91) fa AMG (1.17) uanslidiuiiensiiniuvesseiu

AMURAUNALAZNITANAIYDIVUIALAABVOILALLU Sp?

Dpeak Gpeak IDIG |
NG 13538 15816 037 | —NG (d)
GO 13512 15858 091 | —GO0
AMG 13475 15887 147 | ——AMG
=
&
2
7}
c
[
R
£
i 1 " 1 "
800 1200 1600 2000

Raman shift (cm™)

AT 2.18 Raman spectra U84 Natural graphite powder (NG), Graphene oxide
(GO) wag Graphene oxide modified by AAPS (AMG) [12]

INNISANIPENATA XRD NanalunIng 2.19 wui finued GO LtAansiaauLdy

' v o
1 a A 1 v A

9.80° wazilA1 d-spacing FuTuAITIUWILELWITENINTUVBITZUIU D 0.90 nm 910 NG
aa ° Y @B =2 = 1 I3 1 2/ .

1 (26.38° wa 0.34 nm) wandlviliuiansinygeenlensenindassasne Laminar lng AMG
WU 8.33° uarilszeyninasendnatu 1.06 nm uandliiiiuin AAPS 1ian1snsIHAULLALY GO

w3slulana AAPS 1inn1s Intercalated 1wy GO
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= ——NG (e)
7 »9'80 26.38 ° ==00
3 | [==Awe
S
!
2
‘w
[ —
2
£
g 8.33° 19.82
5 - ~
S w
[F]
x

) 5 10 15 20 25 30 35 40
2 theta (degree)

A 2.19 XRD pattern ¥®4 Natural graphite powder (NG), Graphene oxide
(GO) waz Graphene oxide modified by AAPS (AMG) [12]

NNISANWITIEWIATA SEM Tindaslunndl 2.20 e Graphene oxide (GO) wae
Graphene oxide fiHunsUSuUssTiuRRRE AAPS (AMG) 11UH GO wag AMG Tlasaadns
adowsuffisesguidn o noseegulunin SEM 183 GO 8191AnaNNsinyoendiay
Tunieitlu AMG 1AnRInNT3 graft a8 AAPS ULTUR999 GO nanosheet Tngvnvasiv
GO WAz AMG wuddiuumdnndn 2.5x25 um? Ansminiadeedusiu GO #e 2.15 nm Tuvas
AN URABYDY AMG A8 301 nm T9LANTINN1550 U0 AAPS (grafted W3 o

intercalated) Tusgnitgmey

A 2.20 A SEM wes () Graphene oxide (GO) wa¥ (d) Graphene oxide
modified by AAPS (AMG) [12]
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Duxin Li bagamg [30] vIn1sinieudanmaunednsgning polyimide (Pl) uag
Graphene M1H11n15USUUTaURI98 3-(Aminopropyl) triethoxysilane (APTS); (PMG) #
USHIUNISIAL PMG 0, 0.2, 0.5 Wag 1.0wt% LieAszilanssnnnieanusounsiuansly

A7 2.21 WU Fasgaungil 100 °C finsanavesdmin Fudunisaaredmiannuien

(%
v Il

vosgnaadulivuiiuiivesns iy ludisgamgil 150-300 °C wui1 GO wag PMG 1013
anawveaninga 33.6% wag 14.2% AMUAIAU HNAINNITAANLAINNANUTBUVBINY

flafduiiusznousmesigeandaunaisiliu CO uay CO, Waliingaumailite 650 °C wui GO

Y

a

fnsidsunlastmdnanties (7.7%) luwuesil PMG wandiiviiniianas 25.2% o391
N1 ingdveanguasdunsdlu APTS aanU3una Residue v83 GO Uag PMG fio 49.8%
way 51.3% Muansu hansliiiuil PMG SuSuna Residue g9n91 GO Lilpaanniafiesnw

M9ANUTOUTDY PMG 195UN15UTUNT MU UUInuRanae APTS

—NG
100 |- —_0
—PMG
X
N 80 |
7]
°
m "
2]
©
= 60}
40 A L A L A A A A A L A A A
0 100 200 300 400 500 600 700

Temperature (°C)

Al 2.21 TGA thermogram ¥84 Flake graphite (NG), Graphene oxide (GO) uag
3-(Aminopropyl) triethoxysilane-modified graphene (PMG) [30]

Russo, P wazAsdg [10] Anw1dnsnavean1sduguildaunie Chill-roll extrusion wag
Film blowing Nidnanalasiassuazautfitianaves Thermoplastic polyurethane resin 9

L@SULS9998 Multi-walled carbon nanotubes (MWCNTSs) USuney 0.2, 0.5 wag 1 wit% 210

a v a a %

NTIATILINEUFININGT (SEM) Wud1 1UTUI MWCNTS Uaggaumaiinisdniaiiedny

Y
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FuUNN15TUFUAIE Chill-roll extrusion A¢iin13nTEA8AIV0e Nanotube laRnI1N1sTu
UM Blown film extrusion

o 1 ;Y

annsFnwantinisiinvesfidusiog1agieiaies Universal testing machine
Fauanslunisedt 2.3 wuan %umué"sasmﬁ%ugﬂé’w Blown film extrusion 0.2-1 wt%
MWCNTSs 231 Tensile strength (Gmax ) 8084 WazA" Elongation at break (%€,,) iy
@iy mﬂmamimaauLLam”LﬁLﬁufjwmisTTugU%umuﬁaasmﬁ%w%wam'amﬁﬂszmaﬁmm

IALS89FUaa Carbon nanotube Tunadasuning

A1519% 2.3 ANNLARNNNTSNAEDU Tensile WaINaUA7I9819 [10]

Sample
E (MPa) | & (%) | Opmax (MPa)
(MWNT content)
Flat film
EL 1185A 72411 | 791 +£22| 244 +22
0.2wt% 11.6 + 0.6 1 502 + 43 | 323 + 1.9
0.5 wt% 13.7 + 14 491 + 21 | 34.7 +1.2
1 wt% 146 +04 1461+ 31| 266+ 15
Blown film
EL 1185A 10.1 +1.0| 730 £23 | 24.3 + 3.8
0.2wt% 126 + 2.8 | 574+ 57| 9.7+2.1
0.5 wt% 132 + 4.1 | 627 +56 | 104 £ 1.7
1 wt% 111+ 171608 +21| 119+ 1.1

A. Dorigato uaganiy [31] laviniswieudanuiluneunednsening PA12/Reduced
graphene oxide (1GO) LiloAnwINgAnTIUN1IALToulaslnfiwesTanu-luneunedn 1
USHNaunsuis 1GO Aa 1, 2, 3, 4 way 8 wit% 1nn1sAnwIAIANA U Ul (Electrical
resistivity) fafiuandlunInd 2.22 wudn msinusina rGO 7 4 wt% (1NN 3 wi%) ag

a1unsaanAAnu@ Ui ledu 10° Qecm
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10%®
e
10" ]
10|Z_.

10"

1074

electrical resistivity [Q.cm]

10°4

10

T

0 1 2 3 4
filler content [wt%]

1WA 2.22 Arrusiunauliia (Electrical resistivity) vosTaguilupouneadn

¥4 PA12/rGO (Bulk materials) [31]

Rashmi, B. J wazang [32] vin1swseudanualumeunadnsening Bio-based
polyamide 11/Graphene nanoplate (GNP) Tnedunsninise3ondu Masterbatch 71
U317 GNP 15 wt% 91niiuviinisiieansdaeniaiiu PAIL feiadossadnansg (Twin
screw extruder) 3uladadruvos GNP 11 0.5, 1, 3 wag 5 wt% a1nn1sAnyIlATIasa

[

daugnumewmaila Scanning electron microscope (SEM) AaikanslunIni 2.23 wu3n GNP
= v a s a ¢ @ & I~ [ Y 1 = Y
finnsnszanedllunedwesuvingiluilameanu wanliiiuin GNP dnsnszaedalu
WoADILUVINGNAI10YIINI9.39979 Masterbatch Tnafiusuias GNP 110091 3 wit% 2zl
| . o § v a | PN o & A a ¢
A1 Aspect ratio g4 vl GNP fiadnuviuiwiuas ansanarasadunieiglunediues
wn3ng TuruzNvinn1svasuiay (Melt compounding) Tutp3esdnin (Extruder) azdithss
28U YNAN8NTTINAIN UYL GNP UsdlauSunas GNP 1Ay axilloniad GNP azinnis
FWANUENATI Tnenmi 2.23 (d) wansiiuinfiody GNP 5 wt% agsaumanuves GNP lu

Tanuilumeunadn 31nWIdeinuinsldeTednin wagnsuanTanuilunaunednsie

A19+39979 Masterbatch agsian1INTEANemANUSUIF LAY (Filler) Uae
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GNP Aggregate
LAY N
) e :

o e

R

N

J

sz

AWl 2.23 o SEM vastanaeimodniamuluneunednszving PA11/GNP lag (a)

0.5 wt% GNP, (b) 1 wt% GNP, (c) 3 wt% GNP, and (d) 5 wt% GNP [32]

Yue Chen wagAu [12] lsvinsisSeutanaouwednszying Graphene oxide 7H
ﬂWiU%JUUEQﬁJuQ’JG%EJ N-(2-aminoethyl)-3-aminopropyltrimethoxysilane (AAPS); (AMG) uag
Polyamide6 (PA6) 3MnMsnwnIeiatia SEM finandlunmi 2.24 NNTHANANVDIIEN)
ABUNDAN AMG/PA6 NUn neat PA 6 aziliufian sianiindideudnadeu wasisesunn
Entios 9NN SEM ¥84 0.5G0/PA6 kaninsnszanediafilalasiiaue LAETRLLANYTBNRY
Lﬁaqmﬂms?jﬂﬁmwdmﬁuﬁaﬁlﬂLL%@LLNLLasmmmmmiums@@%mewuaﬂﬁlﬁﬁ
0613l5AMUAIN SEM 983 AMG/PA6 aandi-2.24 (c-d) wandliiiiufanisnszaesififuas
N1SLAN31LaNTee Se8uAn311 (Craze) Wusesdvnvuiaan wanslimiiiuil AMG
nanosheet Aivimthfildugasanamiaien (Stress concentration) @1u15agAdUNEILY

nsdesuanniu uavanelaunnueiealinunedwesiumisndlasgaiussdnsnmunnauy
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(b')

Weak interface
adhesion

Weak interface
adhesion

Aggregation

(c')

White craze

-

Improved interface pas
4 Improved interface

(d")

Good dispersion
Good dispersion

AR 2.24 799 SEM wanannindeuene x5000 ($78) wag x30000 (177) 310075

LRNANYDIAIBEN (a) neat PA6, (b) 0.5GO/PA6, (c) 0.5AMG/PA6, (d) 0.75AMG/PA6 [12]

Mohammed Igbal Shueb uazauy [33] vin1siwsouaquilunsunednsening
PA66/Graphene nanoplatelet (GNP) fiUSunansL@y GNP 0, 0.3, 0.5, 1.0 wt% 91NNanIT
NAFOU DMA Ui A Tan 6 Usuanda T, kaninisindeudivesanslenediuesedsdidn
Fafiuandlunmdl 2.25 oidu GNP aslu PA66 tfiuunTu (1 0.3 wid aufe 1.0 wid

GNP) ¥inliien T, Tunsal Tan & dnsideulufgamgiaindt wWesinnisiueyniauily

Y
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(Nanoparticle) 1avillAnn1suaninvesiusylolasiau Ananelenedfiues dwali Free
volume s¥nivanglgnadiuosiiudu A1 T, F9anadme wenaintaugavasiia Tan & Tu
Januluaeunedn PA66/GNP In1sanas uansliiiuinnisifiu GNP aslu PA66 wn3nd vin

Tvanelenadiwasinisinasuianas

014F ]
0.12 ]
0.10
0.08
0.06

0.04
0.14

0.12
0.10
0.08 | ]

0.06 = NG
0.04 1 L
0.14

0.5

Tan s

012 -
0.10
0.08
0.06

0.04
0.14

012
0.10
0.08
0.06
0.04

50 100 15(

Temperature [°C )

AWl 2.25 6araIMTLAN GNP sia Tan & luanuilunaunedn PA66/GNP [33]

oLy GNP adlu PA66 wn3nd wudn A1 Storage modulus luTanuiluasunedn

PAG6/GNP azanauilawisuiiu Neat PAG6 Ingianzagedslugisgumaiinidind T, lnge

=) v A U o

Storage modulus Aganasnuaamnll Wesnagldnediuesin1sgadensinse s v
Tanelgnadiuosimasunlaninlu 31NA NN 2.26 uaadsliliiuinan Storage modulus U89
0.3 wt% GNP 4131 0.5 wt% Uag 1.0 wt% GNP §9819Lin91nN15570631UY0e GNP

(Agglomeration) Tu PA66 Luvn3ne
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1.0x10°

0.96E9Pa

5.0x10°

0.0 1 L ] " I
~—— 0.78E9Pa

5.0x10°

=
=

1x10°

Storage Modulus (Pa)

1.0x10"

5.0x10°

0.0 1 . 1 . 1 . 1
50 100 150 200

Temperature ( ‘c )

AW 2.26 WAUBINITLA GNP e Storage modulus Tutaguiluneunedn PAG6/GNP [33]

Loss modulus hansfianasaiunnszangluzuresnusaumaznisiadoulniniegly
Y83dIU Viscous Melan1sidusy 31naInit 2.27 wuda PA66 ddn Loss modulus biaduy
A = [ a = a1 < 9
Wawiguiudanuiluneuwedn PAG6/GNP lagil 3-wit% GNP e Loss modulus 1Uu 10
Pa Wiguifu 0.5 wt% wag 1.0 wt% GNP 101 107 Pa wamsliliiuinuSunanisifis GNP 61 9
wAUIANTEALNSIUART IR Loss modulus winaiu Tuvaiein1sifiu GNP Liinau

2z¥liA Loss modulus anad tie9a1no1atinn139msiues GNP (Agglomeration)
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6.0x10

40x10' | 5.9E7Pa

20x10 F

6.0x107 -\ 4
4.0x10" |

6.5E7Pa us
20a0'} -
o 1 1 M 1
o
w
2
é 1x10° 4
=
= 0.1E9Pa
g
1 0 1 . 1 . 1 L 1
5.0x10° E

OD 1 ] I ] 1
50 100 150 200

Temperature ‘c ]

AW 2.27 waesnisifin GNP sl Loss modulus Tuaemunlueesmedn PAG6/GNP [33]

MNUTIYUS Jin wazane [5] anrseseudaguiluianasunednssning
Nylon11/Functionalization graphene (FG) uag Nylon12/FG lagvinnsiiiu FG 7 0.1, 0.3,
0.6 4% 1 Wt% 9NKaN1SVAaas Tensile fuanslunisiei 2.6 wudi an Young’s modulus
fin Tensile strength WagAn Elongation at break 489 Nylon11 fldnfindudniios ey
FG aslu Nylon11 wnsng vi1lwAT Tensile strength L‘ﬁ'wﬁuqaqmﬁﬂ 17% A1 Elongation at
break 183M194 FG 0.3 wt% Liindu 13% wleifisufiu Neat nylon11 Tuvngiifanuily
AouWadn Nylon12/FG wuin wilewfinuSunas FG adhu Nylon12 @1 Young’s modulus wnu
arldAsunuas dlewdin FG 0.6 wt% 2zdunainen Tensile strength waze Elongation at
break 2z fANANTY 35% waz 200% aua1du Wielis FG 1 wit% A1 Tensile strength

WNUULNES 1% d@auAn Elongation at break 9zanasauuaniniilszi 3 wi% FG
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a9l 2.4 Toyauansaniiidinavesiaguiluaeunedn Nylon11/FG uag Nylon12/FG [5]

Young’s modulus Yield strength Stress at break Elongation at break
" (MPa) (MPa) (MPa) (%)

(Wt%)

Nylon11 | Nylon12 | Nylon11 | Nylon12 | Nylon11 | Nylon12 | Nylon11 | Nylon12
0 1200 900 37.9 - a7.9 26.2 285.43 4.5
0.1 1360 1060 45.4 - 53.2 27.1 310.78 4.6
0.3 1480 980 42.6 - 55.9 34.1 321.72 8.7
0.6 1380 915 40.2 - 47.8 35.3 249.1 13.8
1 1420 1070 40.1 o 42.9 41.6 124.56 6.4
3 1510 910 439 - 40.2 21.0 113.87 3.7

Yue Chen wagamz [12] lvin1swieutanaeunednsziing Graphene oxide 7H
ﬂﬁiU%UUgﬂﬁuﬂaﬁaa N-(2-aminoethyl)-3-aminopropyltrimethoxysilane (AAPS); (AMG) wag
Polyamide6 (PA6) :mnmidnsaulifnisivdnuesTannennedn AMG/PA6 ftuandlunin
7 2.28 Wu31 A1 Tensile strength ias Young’s modulus 91 0.5AMG/PAG 1A1ganI1 neat
PA6 uaZ Tl AMG 0.5 wtd% ilf1 Tensile strength Liiniunauldr5sanas wasd AMG 0.75

Wt% 3@ Tensile strength waz Young’s modulus q&qmﬁl 73.01 MPa wag 2175.21 MPa

=

Fag9n11 Neat PA6 (39.02 MPa ag 697.70 MPa) a1da1au n1sUsud g9

a

= ao & o Y a v Y & o 1Y = ' & a
naulunIdetamnsaibidianisnseatedlmduilemsaiu n1sganesenineiui
A Larn15a18launda91uYes Amino-modified graphene oxide NilUs¥dANSAN lneian
AOUNDAN AMG/PA6 Lansuszlalasiauiudusissninengudunigain AMG uas
wodialus6 wananUlunmi 2.29 uana Stress-strain curve Y03 TanABUNOARTILAAILVLIA
2 o ! & a o = ' 1 < o 14 ! v a o
fause sENININURNINSWeNsRag 1 kT inlrauisoaeloundsnununsngludy
AMG fatiuur AMG vintidiilu Physical interlock point Miteusiaanslgluianawazdiiu

NsAUlRYBITBLAN
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p 2500 16
I Tensile strength =z 5
= [ Young's modulus
I E10ngation at break (a ) .-!I!‘P!S'A§!!E!!9!'!._,J ( b)
80 |- T : 4 80 e, .
s =~ & 2000 &
< s o 12°g
s x 2 2
= S0F g 160 § @ 1500 =
= = = £
5 % 2 8 O
0 : o 3 s
£ w} I {4 5 g 1000 2
) 5 o o
2 I 2 2 4 8
o 20} g . 4205 3 s o
[ w 2 E
0

0 05GO 025AMG 0SAMG O.J5AMG 1.0AMG = ) 0560 025AMG 0.5AMG 0.75AMG  1.0AMG
Content (wt%) Content (wt%)

A il 228 autABanavesianaeunadn AMG/PAG (a) Tensile strength Laz

Elongation at break wag (b) Young's modulus kag Impact strength [12]

80 7L

rkd
—neat PAS
osco | (C)
—0.25AMG
—0.5AMG
p=——0.75AMG
—1.0AMG

)

Stress (MPa)

20 30 80
Strain (%)

AN 2.29 Stress-strain curve YBITANABUNDEN AMG/PAG [12]

Laura Sisti agaz [1] lovinsAinwTanuiluaeunads Bio-based polyamide 11

(PA11)/graphene fidndunsfumng 5 fi 0.25, 0.5, 0.75, 1.5 uag 3 wt% lagvinnsinseu

o

Tanulunauwednme35 In-situ polymerization 31nN1sANwINIBImMALA DSC Aeiiandly

AT 2.30 WaEANI19R 2.5 WUl PAL1 ﬁqmmﬁwaaumm (Melting temperature, T,,) i

191 °C ﬁqm%nmﬂmaﬂ (Crystallization temperature, T,) 7i 156 °C uazdien Glass transition

temperature (T,) 11 55 °C lngdanuilupeunadn PALl/graphene 2¢ilf1 T, WazsEAUAIY
Yundn (Degree of crystallinity, xo) LT LlayASIRNUSU NI HUARNTY wandliliiu

DIMAaVDIN19LAA Nucleating effect 31nn15LAN Nanofiller kaza1nN15ILATIZR
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Thermogram wuadulAsnsanaaniiafiafini1sdu waadliiviuinnsfunsiulunedmes

& o

WNSNG YA INSRUIATRINENYINeABSanad Tuae Nl aiuUSuIuNFL Wuln AN

T 2033anuluneunedn PA11/graphene lifin1sidguutasedeidudAy 1fodan

o
[ =

mumaumﬁmﬂmam?ime@mﬁw%mﬁﬂﬁﬁmmw%aizﬁummamyiail,t,uuﬁlmwmﬁ’u 1o

fia1sae T, WU n1sunsuNInNngn 0.75 wi% azvinliian T, Winduanies wandli

[

WuMUHUN AU LI TuRzI T anIsiadauNvesanslgnediues

PA11-3S
PA11-3G
PA11-1.6G
PA11-0.75S8
PA11-0.75G

PA11-0.5G

PA11-0.25G
PA11

B SUN— E—

e

PA11-35

PATT-3G
PA11-1.5G
= PA11-0.756S
PA11-0.75G

PA11-0.5G
PA11-0.25G
PA11

L

Normalized heat flow Endo up (W/g)

80 100 120 1;10 160 180 200
Temperature (°C)

il 2.30 nan15vAdaU DSC i Second heating scan a¢ Cooling scan [1]

NNsANYIEMALA TGA wudl Tanuilupeunedn PALl/graphene dAnuaiies
AMSAA1EHIMNANNS UL UANT peLlaBURU neat PAT1 Taan1swiuns il 0.75 wt% 2

fianesnmnIsaaefmeeNsaugean
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A15197 2.5 Joyananisnaasunlemaila DSC uay TGA voaianulunaunadn

PA11/graphene [1]

DSC TGA

Sample T, T AH,, T, AH, X. Tonset Tq*
(°Q) | (O J/9) (@) (J/9) (%) (°C) (°C)

PA11 55 191 35 156 38 17.0 443 431
PA11-0.25G 56 191 39 164 40 19.1 447 438
PA11-0.5G 56 191 41 165 39 20.0 448 441
PA11-0.75G 58 191 40 165 43 19.6 454 442
PA11-0.75S 51 190 38 158 39 18.4 446 432
PA11-01.5G 46 189 39 164 40 19.2 445 434
PA11-3G 52 189 44 166 40 22.0 444 436
PA11-3S 50 190 30 159 35 24.6 448 436

e T, fo gamgdiivilsimiinnsaaeiaanas 10% aanmsvadeudaemadia TGA

INMUITBVBY Yue Chen dazamy [12] vinrsmsgudaguiluasunednssning
Graphene oxide Tirun1sUSuUgsiuAasie PA6 Mnnsinuisheimaila DSC Hefluansly
AN 231 WAEAI5I9T 2.6 WU DSC curve ¥o9iagABLNOAR AMG/PAG LARINTT
Wasuulasen T, Wdnipeann 48.82 °C 1 50.53 C uden T ifistusgnednianan 167.42
°C \Ju 186.85 °C 1ilos9n AMG Aiviwtindiuansrendn (Nucleating agent) wazi3anas

a

Aulnvesndniigunadastu uenainiiolu AMG 0.75 wt% ndnasdiuulinfuduis
31.55% LiloLfisufiu neat PAG (28.35%) Tnsnisifiuduvondneraifininilsidues
fupdsafiunnineiulasnisanasvesnnudaneguvesaislanodiues uagan T, vosian
ARLNBAR AMG/PAG lauanaunldufidnauiudnaiunes AMG Wity wazarndunsim T
uanslifuiianunagegaeimiuesfanaeumnedn AMG/PA6 Ianuniianin neat PAG

\Heanil AMG Faduguassesienisiivlavesndniivainivseauysainid
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—neat PAG
—05G0 (b)
——0.25AMG

——0.5AMG

Exothermic

n . L 1 '
35 40 45 50 55 60

Temperature (°C)

— ——neat PAS
=) “oeeo | (d)
—— 0.25AMG ——0.25AMG
—0.5AMG — 0.5AMG
—0.75AMG ——0.75AMG

2 ——1.0AMG o —1.0AMG

E E

[0] Q

£ £

=] [*]

& i —

1 il 1 1 1 1 1 1
100 150 200 250 100 150 200 250
Temperature (°C) Temperature (°C)

A 2.31 DSC curve (b) Ty (O T haw (d) Ty, vsTanAouNednIenI e AMG/PAG [12]

MNMIVIREBUS BIATA TGA Fafiansnind 2,32 wudh nsiiuduveaiosnmma
Arfouvesannennadn AMG/PAS dunldngamgiinsamesvesnsgapdoumiind
5% (Tss) U8 0.75%AMG (386.82 *C) g9n31 neat PA6 (366.47 °C) uandliifiuinnisdainig

gyinefiuiia (nterfacial adhesion) 489 AMG v PAG wardesainlunisiadeuiimernudou

1 a cal v XA |
Gﬂaﬂﬁ']EJIGUWE]aLll'e]i‘m'E]EﬂﬂaﬂUWUN'JSU'E]\ﬁgquﬂiqwu

100 |- = ==
———— neat PA6
N\, |[——0s60 (a)
\ ——0.25 AMG
80 b ——0.5AMG
0.75 AMG
= 100 1.0 AMG
S 60}
P
w
o
@ a0t
©
=
20 |

320 360 400 440

0 100 200 300 400 500 600
Temperature (°C)

AW 2.32 HannsMAEeUSIY TGA voslanuiluneuneadn AMG/PA6 [12]
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A51971 2.6 Joyan1snaaeumiemalln DSC uay TGA vatianaaunedn AMG/PAG [12]

DSC TGA

Sample Tm T, T, AH¢ X AH. Tso T10% W,
(°Q) Q) | CO) | W/e) | () | U/s) (°O) O | (%)

Neat PA6 | 218.53 | 167.42 | 48.82 | 65.20 | 28.35 | 58.80 | 366.47 | 397.49 | 4.65
0.5GO 218.89 | 183.41 | 49.34 | 67.88 | 29.50 | 59.14 | 372.22 | 398.10 | 4.83
0.25AMG | 218.99 | 181.56 | 49.51 | 67.83 | 29.49 | 61.39 | 376.58 | 402.36 | 4.78
0.5AMG 218.96 | 186.85 | 49.45 | ' 71.21 | 30.96 | 62.95 | 381.46 | 407.21 | 5.15
0.75AMG | 219.43 | 186.34 | 50.45 | 72.57 | 31.55 | 65.46 | 386.82 | 407.35 | 5.14
1.0AMG 219.02 | 186.07 | 50.53 | 71.82 | 31.22 | 66.26 | 385.09 | 405.75 | 4.88

BN W,% fie Usu1asued Residue Anduesiduiiiaamail 600 °C

IINMIANYIAILMATA SEM NN1TUANinvetianaauneadn AMG/PAG defuandly

A ] U o A Yy = ~ & v
AN 2.33 NUI neat PA 6 8UNUNINITULNNIANYIADUVIUIYU LLALUTDULLHNLANUDY 910

AN SEM 489 0.5GO/PA6 Wanian1sNseanefinnllainaue uagseguanmsevay 1esnnis

= a & A Ay 9 a1 ' I3
UﬂmﬂigﬂqqﬂwumqwqyﬂLLsU\‘iLLiQLLagﬂqquan’ﬁﬂﬂLUﬂ’ﬁaﬂ%ULLiQﬂ']EJu@ﬂV]‘lll@ EJEJNIiﬂGHiJﬂTW

SEM 99 AMG/PA6 AIn#i 2.33 (c-d) wanaliiiiudanisnszaiesnataznisianinéntios

508uAN317 (Craze) Wusavduivuwiadn wanslitiiuia AMG nanosheet Aiviwmiin7iduge

TIANUATYA (Stress concentration) A130RATUNGINIUNTIHEFUNINTU uazaeley

ANULASEA AN UND AL SIUNS NG LA ae N9 UsE NS A WaNnTu




(b')

Weak interface
adhesion
Weak interface

adhesion

Aggregation

(c')

White craze

-

Improved interface pas
4 Improved interface

(d")

Good dispersion
Good dispersion

AR 2.33 79 SEM Lanannindevene x5000 ($78) wag x30000 (177) 310075

LRNANYDIAIBENN (a) neat PA6, (b) 0.5GO/PA6, (c) 0.5AMG/PAG, (d) 0.75AMG/PA6 [12]

36
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uni 3

2901LUUN157398 (Research methodology)

3.1 Jaauasansiaiinldluauide

3.1.1

wodlelum 11 (Polyamide 11, PA11) tn5a T NAT BHV2 91nUS 8% Arkema
Useinan3aiaa

nIAuAISUONTANLETA (Graphene carboxylic acid, GCOOH) 31AUIEN LaLaa
waluladd (Uszmnalng) 311n Usewelng (ofuanueunsien)
3-(Aminopropyl) trimethoxysilane (APTMS) mmu%qwé 97% 31N UTEY
Sigma-Aldrich UsginAanigaiusn

Lovuea (Ethanol) AMU3aws 99.9% 31nu3EM QREC Useinelve

Acetic acid 1n3A3LASIZH ATUUIANT 99% a1nUFEY RCL Labscan §1in

Ussinalng

1YINAY

3.2 p5a9diaNlylueuivy

3.2.1

3.2.2
3.2.3

3.24

3.2.5
3.2.6

3.2.7

\A3esdnInNUVANgA (Twin-screw extruder) 3 SHJ-25 91UTEM Nanjing
Youngteng Chemicat Equipment Usginaiu

\n3esfniinnanadin

|30 98 ATALNUAIAY (Cast film extruder) Ju LBE20-30/P 91nU3%W Labtech
Engineering Useindlne

gunsaldmumsiiuiiduuagnisnasidu (Chil-roll assembly) $u LBSR-150 910
U3E" Labtech Engineering Useinelng

\3eiRAuvRsiidN (Micrometer)

\A309 Fourier transform infrared spectrometer ium%a& VERTEX 271nU38%
BRUKER Usgineeanigaisnn

\A304 Fourier-transform Raman spectrometer (FT-Raman) 314 SENTERRA i

1NUTEN BRUKER Usginmanigalaisn
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328 1A309 X-ray Diffractometer (XRD) 34 XRD-6100 31nUT¥N Shimadzu Usgina
il

329 nd099anIIANBANATOULUUARINTIA (Scanning electron microscope) §u
TM3030 91nUTEw Hitachi- High-Technologies Corporation U'ﬁzmﬂfﬁlﬂqu

3.2.10 1A309 Dynamic Mechanical Analyzer (DMA) %;'u EPLEXOR 100 N 31nU5%M
NETZSCH GABO Useinelyasuil

3.2.11 1A384 Differential scanning calorimeter iq'u DSC1 37nU3®¥N Mettler Toledo
UseinAanigaisn

3.2.12 #3949 Thermogravimetric Analyzer 3U TGA/DSC1 91U ¥N Mettler Toledo
UsenAansgeLusn

3.2.13 \eRemaaeuaLTAEaNa (Universal testing machine) $u 5969 99U3EY Instron
Engineering Corporation Usgineansgowian

3.2.14 1n3esinarmdumuliiagii (Surface resistance meter) 1 BFN-TR1380

9MNUTHN Shenzhen HORB Tech Development Usgineau

3.3 9AHUNUIY

o a a o 1 ) ] v A
NNIANURINUIRY LUIDNLUU 3 #I1 ANU

3.3.1 nawdsuns fuiiusungilsdduiithunsusuussitufindsaadeyssany
lwiau (APTMS-GCOOH) uasiigaiendnuainsifluiiusunyilerdy (GCOOH) uaz
neiuiiuFunifledfuiiinumayfulgeiuRadsmadeutszauloau (APTMS-
GCOOH)

3.3.3.1 1ns1fluAnsuenddnuedn (Graphene carboxylic acid: GCOOH) #lé5u
ANOATIZANNUTIM Lawna aluladd (Uszmelne) 1 Akunseudigamai 130
°C WHuan 12 Falug mv‘l’ﬂmiﬂ%’Uﬂqqﬁuﬁqé’aaawsﬁamﬂazmﬂ%Lau A9 3-(Aminopropyl
trimethoxysilane (APTMS) fiviantidiifuansideuuseau (Coupling agent) ﬁﬁ%yjasﬁiu
Tngthianuaaianuidudu 99.99% $1uau 95%V/V naufuiindusiuau 596V wéavin

msAunsawedinadluasazaneiiiousuan pH Tieglugi 4.5-5.5 aniudin APTMS aula

Aanududuaavitedu 2% wazauaisazatglididuduian 5 und WweliiAnujnsen
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lalasla@a (Hydrolysis) wag Silanol 31AUUVINTSIAN GCOOH aslua1sazany wagau

a15azanswaitinluyinnis Sonicate Wuan 30 U WrasazaeNlauIinNIINToILATAN

a

fheleusaLaziInAunLSITU 11 APTMS-GCOOH ldluaufigamai 110 °C iunan 10

Y

Y7 Wi lanseuuseanuloauinnisitauing [34]

3.3.1.2 1 GCOOH #lasuauaaAsIziunaInusem wna wealuladd (Ussmelne)

[y a

$1in sneuTigamgdl 130 °C Wuan 12 $alus dierndnmnau
33.1.3 vhnnsfigatiiendnwal GCOOH uay APTMS-GCOOH mudumaudsiiuansly
il 3.6
3.3.1.3.1 M3Anwmyilantuuaglassasimaniidemaila Fourier transform
infrared spectroscopy (FTIR)

a

1h GCOOH #irumsoudigaunadl 130 °C 18utian 12 Faluauaz APTMS-
GCOOH #rumsaufiganigil 80 °C iunan 12 dalus thlvuasaudussnumaidosluslud
(KBr) oularutuud lusnsidiu 1.9 Mntusaieinissdnlelnsanauldsosiaduusiuung
Fuaannsodesild udwhnseaeuseeay IR Turaaaundy 400-4000 cm™ Sruauawny

719709 32 A39 haz Resolution 4 et slafikandluning 3.1

A 3.1 1A309 Fourier transform infrared spectroscope (FTIR)
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33122 n1sWgadiendnwalaleinaila Fourier-transform Raman
spectroscopy (FT-Raman)

1)1 GCOOH wag APTMS-GCOOH fiaulannutiuuga vinismaaeulasld
a9 523 nm 189181903 2 mA 7 Resolution ~9-15 cm™ & Aperture 20 pm waz

Integration time 10 s Fafiuanslunmil 3.2

Al 3.2 1384 Fourier-transform Rarnan spectroscopy (FT-Raman)

3.3.1.2.3 nsfigatilenanuaimeinaila X-ray diffraction spectroscopy (XRD)

111 GCOOH waz APTMS-GCOOH fiauldrmuiuuda vmsveaeulneld X-
ray tube 1Juuuy Ceramic 3 Cu tdu Target aunuludag 26 windu 0-75° lneldlunun
Continuous scan #28A213L57 5 deg/min Tnszualiin 20 mA ausnedng 30 kv il
wandlunni 3.3

NITATUINIAT d-spacing Fadumszeziieszninstussuiuves GCOOH
Ay APTMS-GCOOH ansnsasuiaildannaunisveduusn (Brage's equation) luaunsi

3.1 U9UITEVBY Hani Manssor Albetran [35]
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A\ = 2dsin® (@57 3.1)

We n = a1nunisasnou
A = ANUYIAAUSIFDNTTLY
d = STYTNIITENINTUSTUINUKEN

Ao

0 = YuNTEINNIENUYRISEENTNILINAUTTUIUVBINGN

Al 3.3 1pdeq X-ray. Diffractometer (XRD)



a2

3.3.1.2.4 nsfinwdugninememaila Scanning electron microscope (SEM)
111 GCOOH uay APTMS-GCOOH flaulamnuduudl infnasuuaisusumy

wazvinsanedugnuiveineldnislidnglniia (Voltage) 1 15 kv dsiuanslunini 3.4

Al 3.4 NADIaNTIAUBIANATOULUUABINTIN (SEM)

3.3.1.2.5 N13ANEUARYTAMN AN DUAILINALA Thermogravimetric analysis

(TGA)
1p3en GCOOH Laz APTMS-GCOOH tminyUszanas 5-10 me lnenagoui

gl 50-800 °C Mmeldussenalulasiau tagdniinislianuseui 20 °C/min A

o o = AV
wanglunINg 3.5 LAZANNNTALUITUABUNIINAGBULUUL 3 YU N9l

Qe

Ul 1 Hold figaunadl 50 °C1lutian 1 wiil

Tu 2 Heat 31NgaunQil 50-800 °C Uagdns1Nsivianusoun 20 °C/min

fuil 3 Hold ﬁqmmﬁ 800 °C \Jutaan 1 Wil

Qe



AT 3.5 1A3eq Thermogravimetric analyzer (TGA)

GCOOH APTMS

h 4
GCOOH APTMS-GCOOH

| |
v

Characterizations

FTIR Raman XRD SEM TGA

WA 3.6 TunpuNigaliendnwains iunyTunyladtuiasnsfiuiusuny

HafdunnunsuFuUTsiuisaeaswenUssanuloay



a4

3.3.2 Mawspauazigatiananealiaguilupeunadanafialud 11 uaznsawlun

USungiflendu (PA11/GCOOH)

3.3.2.1 MaNsENTagUIlUABUNDER

9U GCOOH flgaumadl 130 °C 1unan 12 Falus wazns PALL Meun1saud

a

gamail 105 °C Wurian 24 4309 WierdnAnuay neuinIsaouNENRIEIATEI8ASALUY

anse (Twin-screw extruder) an1wfildlunisvasunas fe 160, 200, 230, 240, 240, 240,

250 way 230 °C LL@%?‘]’J’]&IL%?i@Uaﬂgm‘ﬂUﬂﬂimﬂﬂJ Wiy 130 5eUseu? wavnasidusie

Wil 25 °Clagdnsndlrunisnanuanalunisna 3.1 aandui PALL was

PA11/GCOOH ildianniasessniauuuansaiuanlunini 3.7 uisialidudameiesodin

o Wil UuguTldusenszuIunIsensauuildy (Cast film extruder)

M99l 3.1 Shdunauvesianuluneamedn PA1L Wag PA11/GCOOH

Content (wt%)

Sample
PA11 GCOOH
PA11 100 -
PA11/GCOOHO0.5 99.5 0.5
PA11/GCOOH1.0 99 dt
PA11/GCOOH2.0 98 2
PA11/GCOOH4.0 96 a4
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AN 3.7 1ATRI8AIALUUANIA (Twin-screw extruder)

Y =
3.3.2.2 M3vugUTanuIlunaunadin

al

suliananafin PAL1 Lay PA11/GCOOH Tloauwndl 80 °C tfuinan 24 $lus wie

9 Y

[

MARAUTY NoWYIIN1INARLLALIuTUMELATRISATARKUNAERAN (Cast film extruder)
wanslunmd 3.8 lneldonngfilunisvasumailugas 160, 220, 260 waz 280 °C ANSY
anguszunn 110 50UdeuIf wazguunginaeiduvesgnnisasiu (Chillroll
el' o 3 [ = =3 o o I
temperature) 180 °C UagviIn15UTuWagRan112n1591u3U Ineiin1susuanuisives
gnnisnaeLdu (Chill-roll velocity) 10 1.0, 1.3, 1.6 waz 1.9 m/min fafiuanslunsni 3.2

uazflds PAL uaz PA11/GCOOH ugulfazdiammundsiiuandlummssi 3.3



Sample

Chill-roll velocity (m/min)

PA11-1.0

PA11/GCOOHO0.5-1.0

PA11/GCOOH1.0-1.0

PA11/GCOOH2.0-1.0

PA11/GCOOH4.0-1.0

1.0

PA11-1.3

PA11/GCOOHO0.5-1.3

PA11/GCOOH1.0-1.3

PA11/GCOOH2.0-1.3

PA11/GCOOH4.0-1.3

1.3

PA11-1.6

PA11/GCOOHO0.5-1.6

PA11/GCOOH1.0-1.6

PA11/GCOOH2.0-1.6

PA11/GCOOH4.0-1.6

1.6

PA11-1.9

PA11/GCOOHO0.5-1.9

PA11/GCOOH1.0-1.9

PA11/GCOOH2.0-1.9

PA11/GCOOHA4.0-1.9

1.9

AN5197 3.3 UARIANLMUNYRATIEY PALL WAz PA11/GCOOH finnansagnndssing 4
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TN 3.2 dN1En1VUFUTEIWAL PALL Uay PALL/GCOOH figamaiivesgnniwidewdu 80°C

GCOOH content (Wt%)

Chill-roll velocity (m/min)

Thickness (um)

0, 0.5, 1.0, 2.0 uag 4.0

1.0 450 + 50
13 220 = 30
1.6 160 + 30
1.9 160 + 30




ar

AT 3.8 LASBISRSAWKNLNAY (Cast film extruder)

3.3.2.3 N1SNAFRUANUARIN 9 vasdaaulupauwadin PA11/GCOOH my
JUADUAINWEASLUNINT 3.13
3.3.2.3.1 n1sAnwraulanIlniasresawmadaua Ui UM UlRi9g

Y

WU (Surface resistance meter)
JUATIMAa UANUA UM U H NN URIFUNa T URW AL PALT wae
PA11/GCOOH 3 @MUNUILAIYIIN1T8IUAIANUATUNIUNUR WA (ohm/sg) Aeniuanslu

A9 3.9

'10 0 10" 3010 10"
ccoeo® ey

' : DISSIPATIVE 100V

MODEL:TR‘ 380

A 3.9 LATeINAERUANUAUNUINHNANUR (Surface resistance meter)
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3.3.2.3.2 n1sAnwIdNEMENINF U IUINEIG8IALlA SEM (Scanning
electron microscope)
Wil PALL waz PA1L/GCOOH luutlululnsiaumandunan 1 92lu9
WielrTguudaudnhilduuninisuaninogesngs antuiduditnuedeude
unanAthi-nealas Menszuaus Sputtering iotlasfunisazai syquaizyinnisvaaey

aelanslidnglail (Voltage) Wiy 10 kv

3.3.2.3.3 NMsnadauaNUAldnatuunainaiemaiin DMTA (Dynamic
mechanical thermal analysis)

WIBUTEN PALL wag PALL/GCOOH T fluunn 1x5 cm Tnedauins e
Dynamic mechanical thermal analyzer Faftuaaslunind 3.10 IneldTuun Tension mode 7

i 1 Hz melsussenmiafinglilasiauw uaevageugamail -50-200 °C Adnsn 3 *C/min

AN 3.10 WS Dynamic mechanical thermal analyzer (DMTA)

3.3.2.3.4 MsnaaauanUAenanlIensnadauauinniIsaedn (Tensile
testing)

W3BLTEY PATT way PA11/GCOOH T¥ivwn 1x6 § Tnsudafumuen
119 (Gauge length) ¥u1n 4 B warszerlunstnfstunudiuay 1 1n Inevedeusieirses
Universal testing machine #11u10951U ASTM D882 é’aaé’m%%ﬂumiﬁa%umu 25

mm/min LLaguun load cell 5 kN éﬁ’aﬁuamﬂumwﬁ 3.11
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AT 3.11 1A383 Universal testing machine

3.3.2.3.5 1S AdaudulAnNIsAINsauLasUSuTuNAnA28mALlA
Differential scanning calorimetry (DSC)

wisnAunuiaogn Yindnuseanal 5 me Ineneaeululuun Heat-Cool-
Heat fida99amadl 30-260 °C nelfussornialulngiau wagdniinislianuieudl 10

°C/min 1A30IMAEDY DSC guansluning 3.12 LLaSﬂ’]JJ’]iﬂLLUI\ﬁJJum@uﬂWi‘l/l@ﬁ’e]UL‘fJu 79U

[

N

he

{4 1 Hold ﬁqmmﬁ 30 °C tUukian 1 Wil

il 2 Heat 9ngamgd 30-260 °C wagdmsnslianufaud 10 °¢/min
{4l 3 Hold ﬁqmmﬁ 260 °C 1Juia 1w

il 4 Cool 9ngaNgS 260-30 °C uardnsNnBudail 10 °C/min

'
a

YuUN 5 Hold ﬁqmm:ﬁ 30 °C tUurian 1 Wil

Qe

Qe

U 6 Heat 31NN 30-260 °C UagdnsiNsvianuioun 10 °C/min

Fuil 7 Hold figamail 260 °C 1Wuraan 1 wil
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nsAIUSINUNEN (X)) @R1samuInlaanaun1sy 3.2 Muuive

2949 B. J. RASHMI llaganly [32]

X.= ——m %100 (U137t 3.2)

AHC X (1—wy)

=

We X, fAe YSunaunanues PALL
AH,, 8 A1 Heat of fusion vasgamainldlun1svasuiraingn
AHC,, AID AIPTIAIMSUNAN 100% V9 PAL1 fp 244 J/g

1w, Ao ons1dwlaguminees PALL Tu PA11/GCOOH

A 3.12 1ASeq Differential scanning calorimeter (DSC)

33236 N1SNAHOULEDYSAINNI9AITIUSDUR8mATlA

Thermogravimetric analysis (TGA)

WIBUIUNURIREN UmtinUseaa 5-10 mg lnenaaauyegamil 50-

800 °C nelaussenalulasiay kagsdnsINISAAMUSUN 20 °C/min Waza1uISaLkUa

] [ ] v A
JURBDUNTNAFABULUY 3 YU AU

Uil 1 Hold Ngaumgdl 50 °C iluiian 1 Wil

Qe

Qe

U 2 Heat 31Nl 50-800 °C Uagdns1Nshianusoun 20 °C/min

Fuil 3 Hold figamail 800 °C 1Hutaan 1 wil



PAL1

GCOOH

A 4

PA11/GCOOH

— 0 wt%
— 0.5 wt%
— 1 wt%
— 2 wt%
— 4 wt%

v

Cast film extruder

v

Chill-roll velocity (m/min)

Chill-roll temperature 80°C

1.0
1.3
1.6
1.9

.

Characterizations

51

Y

1. Electrical

properties

A A

2. Morphology

L SEM

L Surface resistance meter

A 4

;

A 4

3. Dynamic 4. Mechanical 5. Thermal
mechanical properties properties
roperties
Prop L Tensile ': DsC
|_ DMA TGA

a ] = a ¢ o ¢ a a I3
AN 3.13 ‘U‘umaumﬁmamLLaz‘WEjﬁ]uLaﬂaﬂwmﬁaﬂuﬂuﬂauwaamwaaL@l:m 11 wag

AT unyitandu
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4 (% 1

3.3.3 Mamsvauazigatiananealiaguilupeunadanafialud 11 uaznsawlun

a v IS

USunmgiladduitrinunisuuugeituiadessienyssanuletay (PA11/APTMS-GCOOH)

D

3.3.3.1 mMawspadaquilunauwadn

ihnailuavenddnuedafiniunisufuussiuideandonszalsan
(APTMS-GCOOH) mauﬁqmmﬁ 80 °C 1dunan 12 $2lus uazws PA1L Ms1unnsoud
gaumgdl 105 °C 1Huran 24 2l derdnmiu yhMsvReNNALYLAS BIRTALUTANS
d (Twin-screw extruder) anngildlunisvassmas fie 160, 200, 230, 240, 240, 240, 250
uay 230 °C wazmnuiisovangililumsna Wiy 130 seusoundl wagnaeLfudei
gaumgdl 25 °C Taeidensasdwlunisuas PA11/APTMS-GCOOH fsngzanainiiide 3.3.2
11 1 gn3 lnsdndenannfldy PALL/GCOOH Aifidnauduniulniindiiuia (Surface
electrical resistivity) 7isias fie PAL1/GCOOH 2 wt% Ingdnstdunauuandlunsnad 3.4

MUY PALL/APTMS-GCOOH #ldaininsesdnsauuvansauidnliludadiainieswin

e Wil UugUTdusmenszuIun158nsauHUTaR (Cast film extruder)

A9l 3.4 ShdunauasTaninlupeuedn PA11/APTMS:GCOOH

Content (wWt%)
Sample
PA11 APTMS-GCOOH
PA11/APTMS-GCOOH2.0 98 2

3.3.3.2 M3%uzUInguIlunauwadn

oulliamanafin PA11/APTMS-GCOOH #lgaimgil 80 °C tluiian 24 $1lua tile

o w & ' o = v a o a 1 a .
ANANAINTY NEUYIINITVaNRALTUTUAIBLATEITATALNUNAARAN (Cast film extruder)
Ingldaaumgiilunisnasumailugie 160, 220, 260 wag 280 °C AMULFIANFUTTUI 110

! ] o LY a X o [ < 2 ! [
IBUAMBUIN LLaSVI’lﬂ’]ﬁ‘Ui‘UL‘UaSuﬁﬂﬂ’wﬂ’ﬁsﬂugﬂ Imammws‘ummLiamaaqﬂﬂawaawu

a ! 13

(Chill-roll velocity) 10w 1.0 4ag 1.9 m/min LLamzumwaawwuaaqﬂﬂgwdaLﬁu (Chill-

Y

roll ternperature) vJu 80 war 110 °C defiwanslumisnadl 3.5 wazfidu PALL/APTMS-

5%
a

GCOOH MTusUlaaziiamnunuIfainandlunisnai 3.6

Y



A1997t 3.5 anmien15tugUesiid PAL1/APTMS-GCOOH
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Chill-roll velocity Chill-roll temperature
Sample
(m/min) (°O)
PA11/APTMS-GCOOH2.0-1.0-80c 1.0
80
PA11/APTMS-GCOOH2.0-1.9-80c 1.9
PA11/APTMS-GCOOH2.0-1.0-110c 1.0
110
PA11/APTMS-GCOOH2.0-1.9-110c 1.9

A13797 3.6 UAAIAIUVUIVBITAL PALL/APTMS-GCOOH fIAvisivesgnnisuwazanmgl

YDIGNNAINADLEUAN 9

a

Y

Sample Thickness (um)
PA11/APTMS-GCOOH2.0-1.0-80¢ 370 = 30
PA11/APTMS-GCOOH2.0-1.9-80c¢ 210 = 30
PA11/APTMS-GCOOH2.0-1.0-110c 390 + 30
PA11/APTMS-GCOOH2.0-1.9-110c 210 = 30

3.4.4.3 M3nadaUaNUAAIY 9 YaedaquIluRauwadn PA11/APTMS-GCOOH

nsnedeuaNURnig § vesdanuilunounedn PALL/APTMS-GCOOH mudunay

fuanslunnd 3.10 Ingldannziduieniuiite 3.3.23.1 - Wite 3.3.2.3.5



PAL1

APTMS-GCOOH

A

PA11/*APTMS-GCOOH

*HaNdRsA@INTIMLIzaLNARUT 2 Ain APTMS-GCOOH 2wt%

l

Cast film extruder

v

v

54

Chill roll velocity (m/min)

Chill roll temperature (°C)

t 1.0
1.9

80

110
J

v

Characterizations

A 4

1. Electrical

properties

L Surface resistance meter

A J

\

.

h 4

2. Morphology 3. Dynamic 4. Mechanical 5. Thermal
L SEM mechanical properties properties
properties L Tensile ': DsC
L oma TGA

a g a a L4 (% LY a a L3
AN 3.14 GUUGIE)'Uﬂ'ﬁLmiEJlILLaZWé;lﬁ]uL@ﬂﬁﬂﬂmqﬁQUﬂUﬂ@NW@ﬂ@W@aLE)VL?,JG’I 11 uae

e LU e duinunsusulssiiinsaswondseanulyay
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uni 4

NANSVIAABILAZIATUNANMTNARDS

muAtedfunAalunsuiulgsautives PALL WihlidhlFundu Tneth GCOOH
Fadueymaszdvulunifuadu PALT Aidunedmesiumind lnevhnsinioanduanunly
AouNeARTIfMUAYIIIAL GCOOH Aunnseiu Lﬁaﬁﬂmmammamazﬂﬂiﬁugﬂmaﬁa@uﬂu
AoLNEARAMELATEITRTALUNATERN (Cast film extruder) uazAnwnAYBINISLALANTIToY
Usganu (Coupling agent) fidanasoausAinialui anwrdugIuINegT audidanawuu

[

wadn auUAdena wazautfnisanudoutaguilureunedn lnglusuideiiuuseanidu 3

(% '
U A a v IS

nau laud maun 1 n1sn3gunsiuiyTund flan duitniunisusuusaiuRean ey
Usraulaau (APTMS-GCOOH) wagnsiaaiananwains1iiuiusunyfleidu (GCOOH) uaz
APTMS-GCOOH mauil 2 nsinseunasiigatiensdnuaiianuilunsunedanedielud 11 uazn
suUSunyileddy (PA11/GCOOH) iafinwnavesusununsulagan1zn15usy
| ars aa ¥ dy a wa | o 2 a P
wHuTdudea i umuliih iR kagandisne q laemvuauSununsiiiy GCOOH fe
0.5, 1.0, 2.0 ua 4.0 wt% wasUsumnusignnamastduidu 1.0, 1.3, 1.6 uaz 1.9 m/min
a Y ' < o o a 2 = =
gaunniivasgnnanaedu 80 °C lagviinsnsandengasmsaua ianzauigaunlily

n1swssuTanmeunednlunoui 3 uasnaui 3 nsmisdlasiigatiendnualiaguily

Y 9

v
a1 A a

Aouwedsmadtolud 11 Lagns VT IR dumN M sUTul s angaseuU seany
latau (PA11/APTMS-GCOOH) tivafinenavesmaiuaniieuUssauitdmasianinusuniuy
TR wazandfsag o Taavianisusuannusignniwmaeidudu 1.0 uaz 1.9 m/min

1

gaumgiignnamasidulu 80 °C wag 110 °C

4.1 msigaiendnualnsafunuIuny Wendu (GCOOH) nMsimIuuaziigaiandnuyal

neAuIUTURYHendunitumsUTuUTeuR R e senUstaulaay (APTMS-GCOOH)

MuATeiifinnsi GCOOH wmanify PA11 Fadeaiimsfinwmyilsitunasiasaadna
matAiives GCOOH wag APTMS-GCOOH LileButfunauaanisuiuussvyiladdulunsiilusie
WAl Fourier transform infrared spectroscopy (FTIR) N15Anw1lAssasslaianauay
Nasrgvindlanduatewmaiia Fourier-transform Raman spectroscopy (FT-Raman)

n1sfnelaseassvosndnaiamaiia X-ray diffraction spectroscopy (XRD) N15@n1
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o

dusruingrmemaila Scanning electron microscope (SEM) Lagn15ANWILEDEIAINNG

<9

ANUTOUMBLNALA Thermogravimetric analysis (TGA)

4.1.1 miﬁnwwyjﬂaﬁ%’uLLazIﬂiaa%ﬂamamﬁﬁ'wLwﬂﬁﬂ Fourier transform

infrared spectroscopy (FTIR)

nsanwmdilandunaglasafanaeiivesnsiiuiiviunglaidu (GCOOH) uansiilui

(%
Il a 1%

1J%’Umﬂ'ﬁaﬁ%’uﬁmumiﬂ%’uﬂgawumma 3-(aminopropyl) trimethoxysilane (APTMS)
(APTMS-GCOOH) ghewmaila FTIR dauanslunnd 4.1 uagms1afi 4.1 wuii fintendnwald

[y

d1AYues GCOOH laun faveau 3,442 cm* 1 Hufirendnwalves -OH stretching flavnau
2,925 uag 2,847 cm Juiaendnwaiues Symmetry wag Asymmetry -CH stretching
aruady favadu 1,741 cm iJufiaendnwalues C=0 stretching Wlefiasauniia
Laﬂé’ﬂwaiﬁﬁﬁmjum APTMS-GCOOH wui1 filaumay 3,443 cm™ ufinendnwalves -OH
stretching Lae -NH stretching ﬁLﬁ‘Uﬂ?ﬂIu 2,989 Uaz 2,886 cm? Jufialendnualves Symmetry
waz Asymmetry -CH stretching anugsiu Mauedu 1,698 cm™ \ufinlendnuaiaes C=0
stretching favnau 1,638 e Wuilawndnvaives -NH bending fawnau 1,133 cm’
Juilrendnuaives Si-O-C stretching Mavpay 1,075 am dufiriondnvaives Si-O-Si
stretching wagiliavpd 702 cm* Wufiaendnweaives S-O-C bending uanINEg MU
lonanwaives CO, 1 GCOOH Laz APTMS-GCOOH filavaay 2,317 way 2,360 cm'™
ANUEU Fadenpdasiuiuideuns Wen-Qiu Chen wagane [36] 11u3d8vas Peijun Xu

wazAne [37] Lard1uITBURY Joo Hyung Lee LazAtz [38] 91nNANISNAGBUMILLYIATIA

FTIR anunsadudulainnisusulaiiuiaues GCOOH fag APTMS Uszauaiudse



GCOOH

APTMS-GCOOH

COy

C=0 stretching

Transmittance (%)

-CH stretching NH bending
Si-O-C stretching

Si-O-Si stretching

-OH stretching

-NH stretching Si-O-C bending

T T v T y T y T ¥ T ' T Y T
4000 3500 3000 2500 2000 1500 1000 500

Wavelength (cm™)

A 4.1 FTIR spectra 4893 GCOOH itay APTMS-GCOOH

A5197 4.1 vigfilarituues GCOOH Uay APTMS-GCOOH

g A18819
uAdY (cm™)

GCOOH APTMS-GCOOH

-OH stretching
3,442 3,443

-NH stretching
-CH stretching 2,925 uay 2,847 2,989 way 2,886
CO, 2,317 2,360
-C=0 stretching 1,741 1,698
-NH bending - 1,638
Si-O-C stretching - 1,133
Si-O-Si stretching - 1,075
Si-O-C bending - 702
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4.1.2 mifnwlassaisduanauazdinsizvivgantudiemeaiia Fourier-transform

Raman spectroscopy (FT-Raman)

msfnwlasasuanawagdiaszvivg dendulu GCOOH way APTMS-GCOOH fag

wiatla Raman 1ag D band 2gu@nsiitaunsod Navesou way Disorder 909A15UBUlUNT
Ty uag G band uanIEeNsEUTEIUSY C-C (sp?) stretching TidmiTaasegadusedeuly
LTINS Fafiuandlunnd 4.2 wazn5199l 4.2 9nnanIsMaaes WU finendnwald

[

d1fnUue9 GCOOH 1duA D band fisumia 1,3445 e wag G band Aisunis 1,569.5 et

o

o w

drufiaendnualiidfaues APTMS-GCOOH 6w D band Fisumiia 1,347 cm™ wae G band 71
Funs 1,570 cm iilefiansanAsnsdny Iyl 9z wansa sUTune sp> hybridized U939zm0M
AsUBULU sp? conjugated BINTINU WU AT Iy/ls VDI APTMS-GCOOH 111U 0.20 diAn
innnIdledieuiuen Iy/le v GCOOH it 0.15 waadliidiuin APTMS-GCOOH fU3uned sp®
hybridized mawwaum%uamﬁwﬁu Fafunaunain disorder domain wazdaunnsosves
lassadensiluiignuengesniantiagsmemainiusslaniaudiu APTMS Jadulunuemise

994 Ling Hu tazanse [39] kaza1ldaeued Duxin Li uagandy [30]

GCOOH

APTMS-GCOOH

Intensity (a.u.)

T y T T T T T T
1000 1200 1400 1600 1800 2000

Raman shift (cm ")

AW 4.2 Raman spectra ¥4 GCOOH iag APTMS-GCOOH



A15197 4.2 A1 Raman shift LaEsRTIEU Ip/lc 299 GCOOH Lag APTMS-GCOOH
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D band G band
Sample Raman shift | Intensity | Raman shift | Intensity I/l
(cm™) (a.u.) (cm™) (a.u.)
GCOOH 1,344.5 117.80 1,569.5 767.49 0.15
APTMS-GCOOH 1,345.0 91.95 1,570.0 465.94 0.20

4.1.3 mMsAnelaseadevesanflemalla X-ray diffraction spectroscopy (XRD)

3R EIATIAS19URINEANTEY GCOOH wag APTMS-GCOOH ghewmnaila XRD &l

LLﬁﬁﬂUﬂWWﬁl 4.3 IINNANITNAABINUIT GCOOH Wag APTMS-GCOOH agnuiialonaniwel

Y0IuNSIALRRTUN 20 AD 26.46° waz 26.48° puaisy L dulunuaAdevae Duxin Li

wazAty [30] waz Li Cao wazAng [40] ovimAn 20 Milalumiuinan d-spacing Seug1is

SYUINTUTTUIUALAITAIUINTAIAT d-spacing BT uaITyeE 195 nIadussuIUT

GCOOH Way APTMS-GCOOH asnsamuaalaainann1svesnusnn (Bragg's equation) Hu

aunsf 3.1 feuanslum1snedl 4.3 wudn A1 d-spacing 189 GCOOH wag APTMS-GCOOH

Sty e 0.336 nm uandliiiuil GCOOH way GCOOH-APTMS laifinnsiwasuulas

SYYLNTENINTUTZUIU 1109970 GCOOH wag APTMS-GCOOH LARNISIIUALALYDUNU

uunslng




GCOOH
AN

Intensity (a.u.)

APTMS-GCOOH

Sy SE—

2Theta (Degree)

40 50 60

ﬂ’TW‘ﬁ 4.3 XRD pattern 183 GCOOH uag APTMS-GCOOH

A15197 4.3 A1 20 LasAY d-spacing 183 GCOOH Wag APTMS-GCOOH

Sample 20 (deg) d-spacing (nm)
GCOCH 26.46 0.336
APTMS-GCOOH 26.48 0.336

4.1.4 n3AnelasEsedgIualemalia Scanning electron microscope (SEM)

60

N13ANYILATIATNAUFIUING1989 GCOOH thag APTMS-GCOOH fin1&1uee

50,000 Wi "U']ﬂ(ﬂ'ﬁ’]ﬂ‘ﬁl 4.4 Ua@mInIW SEM 293 GCOOH tag APTMS-GCOOH wu1 GCOOH

way APTMS-GCOOH fdnwaugtdunkuung 9 doutudutu vsnanuindusessunlussla

Lansliifiudn GCOOH wag APTMS-GCOOH illassadnefindunaeiu Ins GCOOH g

FunALAUIBHUU19TIN ST U DUt unuIkazkuuLINnI1 APTMS-GCOOH TkuU195INIg

LENTUAUNINAIL BB UNU GCOOH meﬁﬁLﬁudwmw%’uﬂgqﬁuﬁwaq GCOOH peans

JouUszanu APTMS azifinsiuszlniaus (Covalent bonding) Ut GCOOH wagUfAzen
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ALY (Condensation reaction) sevi19laianavad APTMS UukN GCOOH vilyiinns

Favr1en1stianisgauiuvadlassastans Wy Fadulunueauwideuss Duxin Li kazane [30]

BV Xin Liu kazandy [41] wazanuideuas Sepideh Pourhashema Wagague [42]

A15197% 4.4 20 SEM v83 GCOOH 1ag APTMS-GCOOH

Sample

A1a9v818 10,000 ¥

ANa9ve18 50,000 1N

GCOOH

SEMHV: 10.0kV |
View fleld: 20.8ym | D
SEM MAG: 10.00 kx BI: 3.00 Slipakorn University

SEMHV: 100kV |
View field: 4.15pm | Dt
SEM MAG: 50.0 kx

APTMS-GCOOH

SEM HV: 10.0 kV WD: 511 mm
View fleld: 20.8 ym | Det: In-Beam SE 5 ym
SEM MAG: 10.0 kx Bl: 3.00 Slipakorn University

SEMHV: 100kV | wD:5.10mm L

View fleld: 4.15ym | Det: In-Beam SE 1 pm

slipakor University

4.1.5 N1SANENEDNYTAINNIIANUSOUKALATEANEAINIIANUSDUAIEATIA

Thermogravimetric analysis (TGA)

ANSANYWADYTAINNIIAUSOUVDI GCOOH thag APTMS-GCOOH Nag@auivng

gaumMQilisuAu 50 °C audie 800 °C mglaussennialulasiau lngliaiudeounidnsi 20

°C/min ANAKANITNAABIFINWAAILUNINA 4.4 WaLAI5197 4.5 WuI1 GCOOH way APTMS-

GCOOH finsaangdiiiestuligeglugisaamail 200-500 °C lnggaumniisuaunisaaned

(Tonser) V89 APTMS-GCOOH @@ 423.22 °C g4n31 GCOOH A 376.47 °C wandliiinin
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APTMS-GCOOH #ldunsusuussiiufindomsdeutssanasiiafiosnmmnaeniougs
191 GCOOH flesanTulaseadiswas APTMS-GCOOH Ussnaudnewussaas Si-O-Si uas
5i-0-C vldoslindrnuanudeunnniulumsaaneiusyinanil nsaanesamennudou
94 GCOOH Wag APTMS-GCOOH LAnatnnnsaanesivyilsdduiiusznousesineendiay
i yjilidulansenda (Hydroxyl) wagnyilarduaisueiia (Carbonyl) naneilu CO uaz
CO, lny APTMS-GCOOH fiUsunainsaanssia (Weight loss) A9 3.76% HAuinnin GCOOH
fifiUsunannsaanes (Weight loss) Al 2.21% 1910 APTMS fnnsaanefniannuseu
Yoa3UNIEUUNURw8s GCOOH Fufulumueuddoves Duxin Li uazame [30] uas

Celina Maria Damian Wazane [43] wiasmissnsiuiduansotunsoniiadesninnieniny

Souay
Y

100

98 4
GCOOH

96 |

APTMS-GCOOH

Weight% (%)

94

92

90

T L T g T . T g T g T L T g
100 200 300 400 500 600 700 800

Temperature o

AT 4.4 TGA Thermogram 283 GCOOH uag APTMS-GCOOH

A15197 4.5 sﬁayjamﬂ Thermogravimetric analysis 983 GCOOH uag APTMS-GCOOH

Sample Tonset (°C) | Trax (°C) | Teng (°C) | Weight loss (%) | Residual (%)

GCOOH 376.47 499.4 498.57 2.21 97.79

APTMS-GCOOH 423.22 442.51 471.19 3.76 96.24




63

4.2 nMsngatienansaliaguilunaunadin PA11 uaz PA11/GCOOH

devihmswioutaguiluneunedn PA11/GCOOH AUTaaNSifin GCOOH léun
05, 1.0, 2.0 ua¥ 4.0 wt% faeLA3aq Twin-screw extruder uarduzuiidudioindos Cast
film extruder g PA11 uag PA11/GCOOH Alfagtiunanyinaves iinanilulazaniog
nstusUusiufidudiidoausunulniiuio uarantisg q vestaguiluneumnadn

PA11/GCOOH

4.2.1 n1sanw1auUAn1tnNIf 28T madauAl1uA 1 UNIU WA AN URA

(Surface resistance meter)

A5ANHIANUAIUNIUINAARIVD WAL PALL hay PA11/GCOOH AgLASDInNadaU
ANMUFIUNU AN URY Tngasnadaua1mUA I UN Ul AUS R TeINaN PALT way

PA11/GCOOH waueyinn15ausulausmienses Cast film extruder laguaninan1snagaauss

[
a

A151991 4.6 NNANISNAADU NUFT Aadunau i fiiuAavesiidy PALL fie ~10%2
ohms/sq il etAraudumuliirfinuiildundisutuaised 4.7 fuansdrniny
funlniindiiafiuenisaninnisinliilivesiagania3as Surface resistance meter
wud Tdu PA11 wamsanmina s bilawuuauay dleviinistiy GCOOH 0.5 uag 1.0 wtd
adlu PA11 LLé”m%mmL%qﬂﬂgwdaLE‘“]’W\'N 5(1.0,-1.3, 1.6 4az 1.9 m/min) AgdiA1A1Y
Frunmulii i ufaneeilsy PALL/GCOOH0.5 way PA11/GCOOHL.0 Winfu Ao ~102
ohms/sq Fawansanwnisuiiiuuvawndwiotuildy PALL deifinu3uins GCOOH
LLazLﬁummﬁaqﬂﬂ?;jmdal,gumn%u WU Apauduu iR avesidn PA11/GCOOH
fdranasoglugag ~10"- 10° ohms/sq Fananaaninnisir il wiudu Inofidy
PA11/GCOOH2.0 Wipviusuanuiagnnaandeifiutuain 1.0 83 1.9 m/min nuii e
USununsiiin GCOOH wintfu anuifignnasvideidussiinaderanudumulnihiiioves
Ty PA11/GCOOH2.0 agnuisudn 1ifsa1n GCOOH finsdmiusinognadussifeumuuun
L3aRvBaASeY Cast film extruder Faaenndosiunin SEM fefiuanslunnsiedt 4.8 vl
GCOOH aansnadadunisn1sinlnia (Conductive path) 19 dsaalmnausuniulai

T

PNURILA1ENAY



AN519% 4.6 AnAuE Ul AR uResidL PALL wag PA11/GCOOH

Sample Surface resistivity (ohms/sq)
PA11-1.0 ~10"
PA11-1.3 ~10"
PA11-1.6 ~10"
PA11-1.9 ~10"
PA11/GCOOH0.5-1.0 ~10"
PA11/GCOOH0.5-1.3 ~10"
PA11/GCOOH0.5-1.6 ~10"
PA11/GCOOH0.5-1.9 ~10"
PA11/GCOOH1.0-1.0 ~10"?
PA11/GCOOH1.0-1.3 ~10%
PA11/GCOOH1.0-1.6 ~10"
PA11/GCOOH1.0-1.9 ~10"
PA11/GCOOH2.0-1.0 ~10"
PA11/GCOOH2.0-1.3 ~10"
PA11/GCOOH2.0-1.6 ~10"
PA11/GCOOH2.0-1.9 ~10"
PA11/GCOOH4.0-1.0 ~10"
PA11/GCOOH4.0-1.3 ~10"°
PA11/GCOOH4.0-1.6 ~10"
PA11/GCOOH4.0-1.9 ~10"

64
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A15999 4.7 Arrusunulniiiaivenfsaninnisuilndirvesianainieies Surface

resistance meter

dnmnisinlndln Surface resistivity (ohms/sq)
Conductive <2x10°
Static dissipative >3 x 10° 99 <10°
Insulative >3 x 10°

4.2.2 msﬁnm‘[mea%ﬁeé’mgmé"saLwﬂﬁﬂ Scanning electron microscope (SEM)

nsAnwlassaiediguineruesildu PALL kag PA11/GCOOH léiannniswnildy
Tululnsiaumadfiddaweng 10,000 1511 990915999 4.8 WAAINTN SEM LUUSAT9esil&y
PA11 uay PA11/GCOOH fianansignnasmdeibusng q nudn GCOOH finnsnszanadaldd
waglinun133IUNgUUeY GCOOH (Agglomeration) Tuienedwesiuning fewwnly

JUNDUNITNADUNAUAIULATDI Twin screw extruder Husaaau (Shear force) 91¢1%

(%
a =

GCOOH innisnszaedaluilensdwesuvindlanodu [44] luvaziinnuiivesgnnas

wanLiudinanoningzaefanes GCOOH lutllonodu asiun3ndauuuILs IR iduves
\A389 Cast film extruder ag13aniaNe WalAnUIHIM GCOOH aslu PAL1 11nTY WU
GCOOH nsganwdalutiienedilasiunindagranuiwiuginfullaiouiugnsnviinisiiy
U310y GCOOH Wow1 luvmeiiiilonuisvegnnaanasBuiindy wuin GCOOH 1
o = (Y a = a6 < = a 14 X
nsvnefazsesiInNiAnIuUsRaudussidouissuiosunndu Tneannn SEM ag
dunaLiiusHdu T uiiusaveUTeIsesunnin uansliiuiniidy PA11 uag PA11/GCOOH

a Y] ~ . A A a s Yo Y a6 ~ Y]
UNITUHNUNLUULNUET (Ductile) Lu@ﬂ"ﬂqﬂLN@W@@JI@?‘ULL?QﬂiZLL‘VlﬂLLaﬁwaﬂJ‘ﬂgﬂﬂqﬁﬁJﬂmﬁ

J d' v A a o a ¢ ' & a Aa =3 [
NDUNILLANN LUBNAITUINITHANUNVDINAU PALL WU WUNILANNNANUNGTULAULTU

1%
A a

HuvIuTe UWagiilalfy GCOOH Tu PALL NIUSHMNINTY WU AuRazllsoguwanfiiining

1
=

BYUNINTY LLD991NNSRNNT ULV IANAY PA11/GCOOH fianutlsie (Brittle) vuau
1A850uuANNLAETAMUAUANLANANATUNINTY WAAIIATAUIINITLANANVDINA Y
PA11/GCOOH tAnTuniuiasassiovetasdina (Interphase) 581319 PA11 wag GCOOH &9

'
= 2

ADAAADITUNIN SEM U939 GCOOH Nilanwauziduiunanvuiaanfivauay handlmiuii
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GCOOH vimtiiifugAsImALAT A (Stress concentration) ¥@3ilds PA11/GCOOH @4

Wulusnaideved B.J. Rashmi hazanse [32] wazaiidswsd J. Jin wazaue [5]

A9199 4.8 7 SEM wuudauTivesilda PALL wag PA11/GCOOH ﬁﬂmuﬁfsgﬂﬂﬁa@ha a9

Masveny 10,000 W11

Velocity
(m/min) 1.0 1.3 1.6 1.9
Sample

PA11

PA11/GCOOHO0.5

PA11/GCOOH1.0

PA11/GCOOH2.0

PA11/GCOOH4.0
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4.2.3 MsnadauanUAenaLuunadInfaemaila DMTA (Dynamic mechanical

thermal analysis)

IMNMsNAdevanURmTanaLuUlauinduaailay PA11 way PA11/GCOOH migwp3ad

Dynamic mechanical thermal analyzer (DMTA) laglgluun Tension mode firud 1 Hz

LaENAABUNaMYE -50 fia 200 °C BRI 3 Umin Azlaruduiussenitegamaliiuen

Y 9

Loss modulus kaza1 Tan &

= 1204 PAI1-1.0 — 1204 PAL1-1.3
o PA11/GCOOHO.5-1.0 & PA11/GCOOHO.5-13
2 o0 PA11/GCOOH1.0-1.0 2 o0 PA11/GCOCH1.0-1.3
~ —~
i PA11/GCOOH2.0-1.0 £ PA11/GCOCH2.0-13
ot 804 et 804
G /\ PA11/GCOOHA.0-1.0 % PA11/GCOCHA.0-13
i) fo =
= >
o B
s} Q
£ =
1% w
v v
5] 0
=] il
T T T T T i T T T T T T i T
50 25 0 25 50 75 100 125 150 50 25 0 25 50 75 100 125 150
<] Q
Temperature (C) Temperature ( C)
—~ 1204 PA1L-16 o 1201 PA11-1.9
£ PA11/GCOOH0.5-1.6 o PA11/GCOCH0.5-1.9
é 100+ PA11/GCOOH1.0-1.6 g 100 PA11/GCOOH1.0-19
— —_—
£ PAL1/GCOOH2.0-1.6 H
E-" L/ E", ,/\\ PA11/GCOOH2.0-1.9
o 804 PAL1/GCOOHA.0-1.6 o 80y \ PA11/GCOOHA.0-1.9
3 >
= =
> >
o o
Q o}
£ £
v vy
Bl wvr
Q [o]
- 2
T T T T T T T T T

T T U I T T T
-50 -25 0 25 50 75 100 125 150 -50 -25 0 25 50 75 100 125 150

Temperature ‘o Temperature ‘o

AN 4.5 n3ANUFITUSTENINeA Loss modulus fugaumgiivesilay PALL uaz
PA11/GCOOH 7in1ssinu3unas GCOOH 14 9 Tag (a) Auiignndanasidu 1.0 m/min
(b) AU IgNNAMaBLEY 1.3 m/min (0) AvNSIaNnamaesidy 1.6 m/min uag (d)

I Qy 1 [ .
ATNLTIGNNANaDLEU 1.9 m/min
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INANG 4.5 kazA15199 4.9 hanInsMANUAUNUSITZAIN9AN Loss modulus (E”)

(3 a

fugaumpiivesildn PATT uag PA11/GCOOH finsifuuana GCOOH waznsuiumuis
qﬂﬂ??wdmﬁwi'm 7 Tne Loss modulus (E7) 1uilvsuenfisndsauigadenienis
LU?{&mgﬂwé’wﬂmﬁawaéma% uanansmeuaueilaifangu (Viscous) vesian ofiansan
gungiiTa3 0-100 °C wuth A1 Loss modulus wasldy PA11/GCOOH gatuiilaiieuifufida
PALL nsifinUSinas GCOOH disfuann 0.5, 1.0, 2.0 way 4.0 wt% virlvien Loss modulus
Wity wanslidiuinlun1svinld gy PA11/GCOOH \inn151dy3UeE190135 (Permanent
deformation) ae#adldusanntu Fadunaanannnisiaiuusaie GCOOH Mduaymesedu
uluiinszefeglunedwesiumindegisaiane las GCOOH azdavnanisdunas

wwasulmvasaelgnedwas inlralelanaduesiianisaaten (Relaxation) ¥1a4

A9 4.9 Teyaninnsaanuduiussznined Loss modulus (E”) Augaumgiivesildy
PA11 way PA11/GCOOH
Chill-roll velocity Loss modulus | T, (Loss modulus)
(m/min) >ample (MPa) (°C)
PA11-1.0 59.21 57.2
PA11/GCOOHO0.5-1.0 45.14 49.5
1.0 PA11/GCOOH1.0-1.0 57.05 46.1
PA11/GCOOH2.0-1.0 65.72 ar.1
PA11/GCOOH4.0-1.0 78.58 36.4
PA11-1.3 57.34 57.2
PA11/GCOOHO0.5-1.3 55.22 50.2
13 PA11/GCOOH1.0-1.3 68.30 a4.2
PA11/GCOOH2.0-1.3 77.06 424
PA11/GCOOH4.0-1.3 70.98 36.7
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[y

M1319% 4.9 (sie) YayaannTIMANUFURUSTENIN9AT Loss modulus (E7) fugamgiives

a6

Nayn PALL way PA11/GCOOH

9

Chill-roll velocity

Loss modulus

T, (Loss modulus)

(m/min) FEmple (MPa) (°O)
PA11-1.6 59.19 53.1
PA11/GCOOHO0.5-1.6 54.10 41.3

1.6 PA11/GCOOH1.0-1.6 63.79 41.9
PA11/GCOOH2.0-1.6 71.24 45.2
PA11/GCOOH4.0-1.6 88.77 31.0
PA11-1.9 58.25 55.0
PA11/GCOOHO0.5-1.9 58.26 44.8

1.9 PA11/GCOOH1.0-1.9 62.65 41.0
PA11/GCOOH2.0-1.9 69.74 49.0
PA11/GCOOH4.0-1.9 88.77 31.0
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0.25 0.25
PA11-1.0 PA11-1.3
0.20 4 PA11/GCOOH0 5-1.0 0.20 PA11/GCOOH0.5-1.3
777777 — PA11/GCOOH1.0-1.0 PA11/GCOOH1.0-1.3
PA11/GCOOHZ.0-1.0 .0-1..
015 o045 PAL1/GCOOHZ.0-1.3
® PA11/GCOOHA.0-1.0 i PA11/GCOOH4.0-1.3
c c
o o
= o010 = o010
0.05 0.05
0.00 0.00
T T T T T T T T 1) T T T T T T T T T T T T T
50 25 0 25 50 75 100 125 150 50 w250 25 50 75 100 125 150
@ o
Temperature ('C) Temperature ( C)
0.25 0.25
PAl11-1.6 PA11-1.9
PA11/GCOOH0.5-1.6 PA11/GCOOH0.5-1.9
iiso] /GCOOHO.5 090
PA11/GCOOHL.0-1.6 PA11/GCOOH1.0-1.9
PA11/GCOOH2.0-1.6 PA11/GCOOH2.0-1.9
0.15 0.15
«© PA11/GCOOH4.0-1.6 b= PALL/GCOOH4.0-1.9
5 g
[C]
[ = 010
0.05 4
0.00 0.00
T T T T T T T T T T T T T T
50 250 25 50 75 100 125 150 50 250 25 50 75 100 125 150
© ]
Temperature (C) Temperature ( C)

AT 4.6 NFINAMUFUNUTIENTIN9A Tan & NUgUNYTVeIT AN PALL was
PA11/GCOOH Nn1s4fiuy3uias GCOOH @13 ¢ lae (a) Anusgnnaanaeidiu 1.0 m/min
(b) A5 IgANAsuastdy 1.3 m/min (c) Auiignndmasidu 1.6 m/min way (d)

< & o .
AITN Li?QﬂﬂaQﬂa@LﬁJu 1.9 m/min

NN 4.6 LEAINTINAIUFURTUSTTENINAT Tan 6 Augumiivesilay PALL uaz
PA11/GCOOH imssfinu3unss GCOOH wagn1susuarmisagnnisvaeidusig o lneius
= 1 a dl v v a 6 v
3ANATDY Tan & @uNsauenAtgungiinIsidsuanIugAaewia (T,) vesnadwesils
Wesnlunisfinwandiniennudeusiewmaila DSC ldaunsadunnan T, voe PALL 1g
' ) o a P 2 b v v S a
DUNTALAUAINLEATIUAINT 4.14 Aa DSC thermogram TUTUNDUVDINITIAANUTOUATIN 2
F9AIFUNAA1 T, 3INANAYDY Tan & Aeikandlunisen 4.10 wudn Wau PAL1/GCOOH 7
N3N GCOOH USunautiae « Ao 0.5 Uag 1.0 wtd% wien T, Wiinduiilaiiiguiuildy PALL

1$9991NN5LAN GCOOH USunautiae vl GCOOH daunanisdunaziadaulmvesansls
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woRwe$ dswalvien T, Wintu luvaedinnsifin GCOOH Usunmannuiu 2.0 uae 4.0 wi%
xdlen T, anaudleisuiuildu PALL SmﬁgqLﬁammL%aqﬂﬂéjméalﬁul,ﬁm%umﬂ 1.0 uag
1.9 m/min @ T, fuwlihianasie 1osanmain GCOOH dudueynaseiuuiluadly
woAefuming vilHiAn Free volume svwinanelanedweslussuuifiudu [1, 33] uas
9199z 0una1191n GCOOH Luasriondn (Nucleating agent) agtheivienilyinedues
AANITANNEN LLazm’mL%f;@dﬂﬂ??wéa@uﬁﬁﬁgfu anglgnofiuesaziinnisdni3e9iiegna
Huspifounmuuuiusefsveaaios Cast film extruder vivlilassadedfundnddaumn
u dhulassaseiidudueduguiiswiuiesa Ssaenndoaiuauiteves Mohammed
lgbal Shueb wagame [33] Ain1swisuianuiluneunadnsenine PA66 ffu Graphene
nanoplatelet (GNP) wu1 iiloifinuTanns GNP asly PAG6 iy azvilvian T, anaq
desnmsiunsfluiidueyniauilu (Nanoparticle) 1asitlviansleanedie fanunsniia

o

dll ' . N Aad a oo S
N15L80UNU (Slip) UUTTUIUASINUNIWURIIHUIUIU

A58 4.10 A1 T, 9NATIMANNEINLSTEI9A Tan 6 Augamgivesildn PAT uay
PA11/GCOOH

T, (A1 Tan §) (°C)
Sample Chill-roll velocity (m/min)

1.0 1.3 1.6 1.9
PA11 65.5 65.7 64.1 63.3
PA11/GCOOHO0.5 66.4 67.2 66.9 64.7
PA11/GCOCH1.0 68.4 67.1 66.6 65.4
PA11/GCOOH2.0 66.1 64.0 61.5 60.1
PA11/GCOOH4.0 49.8 53.8 57.2 51.8




72

4.2.4 NMSNAFRUANURATINAAIINITNARIUANUANTSAEN (Tensile testing)

INN1TINAFUANTALTINARIENIINAAOUANTRNITAEAUD AN PALL WAy
PA11/GCOOH fimaifis3anas GCOOH 0.5, 1.0, 2.0 uag 4.0 wto IiigumnTignnasmdeifu
Asfl 80 °C uagUfumignnaamaeifudu 1.0 war 1.9 m/min #181A309 Universal
testing machine AUIMI§ U ASTM D882 T¥aun Load cell 5 kN anadalumsietuey
50 mm/min 9nKaNsAdeULARSLALTIUT g ANTINYOTaN PAL1 Lag PA11/GCOOH lng
fwﬁf\]15mw¢hm’maflmiaiumsé{mw’lwiaﬂﬂiLU?{auLLﬂaqgﬂéﬂwaﬁa@; (Young’s

modulus) LagA1ANLAULTIRITILUDSIFUAN5EARY 400% (Tensile stress at elongation

400%)

50

45 PA11

a0 _ PA11/GCOOH
o )
30 -
25 -

20

Tensile stress (MPa)

15

10 4

0 — T T - T T T T T T T T T 7
0 100 200 300 400 500 600 700 800

Tensile strain (%)

AR 4.7 Anuduiussening Stress-uag Strain vasildy PAL1 uay PA11/GCOOH

NAMNT 4.7 LAAIAINFUNUETENI19 Stress Lay Strain YoINEy PALL wag
PA11/GCOOH Tu%14 Tensile strain Usgunas 100-200% agdainmiiiy Double yielding
AnTU 1ilevn1snadeuRsdaidy PAL1 wag PAL1/GCOOH lUdnwnasdanmdiuduauy

NAAOULAANITANEANUTIIAL Grip vl luYa3 Tensile strain Usguial 550-700% A1
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= o

Tensile stress laiAafi é’aﬁ?u;ﬁ%’mwﬁmﬁl,ﬁaﬂﬁmiwm Tensile stress 71 Elongation
400% wUTeuifisuiu desannlifinaveanisiia Double yielding wagnanisvaaauiian
Aout9AT

9NNINT 4.8 wansauFURUSTERIUSUIMAISAL GCOOH wazA1uLEI78s
@Jnﬂ?}uma'aLﬁuﬁiaﬂawuawuﬁaiuﬂﬁﬁwuwmsiamsm?{auLLiJaqgiJi"msuaﬁa@ (Young’s
modulus) vesildy PALL waz PA11/GCOOH wut Tugneusnuesnisaedatuauwe aildy
PA11 uay PA11/GCOOH @1u15anuntumaussnadnlaauindy Necking uazdnaanau
Furminnisvaueneenaniu fidu PALL Wunedwesidanumiieasindalds de
donAdosTuAII SEM 289 PAL1 Tiwanslidiudniida PALL Snisuanifnuuuimien (Ductile)
agalsfinuildu PALL/GCOOH awilen Youne’s modulus tndwsiefiouiuiida PA11 e
¥n191F1 GCOOH USautiiuduain 0.5, 1.0, 2.0 ey 4.0 wt% a1 1% A1 Young’s
modulus s 11.13%, 18.56%, 21.12%; waz 24.52% auaduiiiediousuildu PALL
Tng GCOOH ThiRnaslufinuudaniy (Stiffness) 11nnda PALL aagshmiiniiduans
Suusslunedwesiumsnd Wevitnsfedaiidy PALL/GCOOH agdaunmiuingnain SEM
494 GCOOH Tiuanslumad 4.4 fdnwustunsunng 4 vinadndusyniaseiuulud
nsznefeglunedwesiumindasdnliudnuanenista (Stretching) Wion1sideun iy
(Slipping) vesaelgwediues wartissunsimsea gy vi’ﬂﬁmsLﬂﬁammaagﬂimﬁa
I¥sunsedainlfionnunniu Seaenndesiuaudseves Xuan Lu Lazame [45] fivnis
\Auinaans1ilu (Graphene flake) aslu PA12 virlsiein Young’s modulus vesiannounadn
Graphene/PA12 gaduiiiawfipuiu PA12 Tasidetdunsifiuluy3uinsntu agvinlsen
Young’s modulus qﬁuﬁw

Lﬁaﬁmimmiﬂ%’ummL§amaqgﬂﬂ§qwdaLﬁmﬁu%mm 1.0, 1.3, 1.6 uag 1.9
m/min azvilsien Young’s modulus Winay Feaunsnesungldaindsunanan (X) veq
Tdu PALL way PA11/GCOOH fildannnisvaaau DSC faftwandlunisnsd 4.11 dousunay

=~ a o § v 1 s X Yy & 1 a = a a v )
r;\lamflqwuﬁ]wlﬂ%m Young s modulus gﬂsﬂu LLﬁﬂQI‘ViLV]u’)']UﬁZJ']ﬂJNaﬂllﬂ']']lllﬂﬁnm@ﬁﬂU

< <@ a .1 a 4
AIHLUINIIVDINDALUDILUNING [46]
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1000
1P :
900 ///A 1.0 m/min
] 1.3 m/min
800 4

] - 1.6 m/min
700

] - 1.9 m/min
600 |

500

400 4 % %

300 +

Young's modulus (MPa)

200

100 -

PA11 0.5 2.0 4.0

GCOOH (wt%)

A 4.8 1 Young’s modulus ¥8sfias PA11 wag PA11/GCOOH Finsifiud3une

GCOOH wazn3Usummsignnamastdusiig 9

AT 4.9 LartaUdINUST I UsaNIsHiN GCOOH LLaSﬂﬁﬂJL%’JﬂJBQQﬂﬂé’ﬂ
waoLiurafIAUALLSIR Tl as S udnasEnsa 400% (Tensile stress at elongation
400%) 99N AN PAL1 wag PA11/GCOOH WU nasthiy GCOOH aslu PAL1 TuuSuie
HaTua1n 0.5, 1.0,.2.0 WAy 4.0 wt% g¥hlvien Tensile stress 1 Elongation 400% iy
2.32%, 3.33%, 3.49% WAy 8.34% auardulilefieuiuiidy PALL evhnisusuauiia
anndsmaeifuluvneluguilda PAT1 uay PAL1/GCOOH Liinduan 1.0, 1.3, 1.6 wag 1.9
m/min szdunaiuing Tensile stress 71 Elongation 400% fisdudntes osananels
wodosfinsiassarinuiianina3es Cast film extruder FsdonadasfunanIsnaaay
DSC Ainrunsrgnnamaaduiuiu yihliduuundnuintu dwalinedue fumindin

& < =
BLUNLAIIUNINYU
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70
[7 -
M 1.0 m/min
60 - P :

;—m\ Retelstst 1.3 m/min

% 50 - 1.6 m/min

= .

§ - 1.9 m/min

= 40

0

S |

& 30 %

P _

0

S o 7wl Hl 7

T

M 20 4

o

0

P 10

=

c

a

= 0 . L2 1 [

PA11 0.5 1.0 2.0 4.0

GCOOCH (wt%0)

AT 4.9 A1 Tensile stress 7 Elongation 400% asfidy PA11 wag PA11/GCOOH

fN5ANUTI GCOOH taznsUsuAMISgnnamEaLdusig 9

4.2.5 nMsAnwanUANeANsautazmsmUsuIunanalemaila Differential scanning

calorimetry (DSC)

NNSANYIAUTRNINANNSDULALUSUNUNENYRI AN PA11 way PA11/GCOOH
pemaila Differential scanning calorimetry (DSC) Tulusin Heat-Cool-Heat nelaussenne

Tulasiau Inetunndadunisiemfounsedl 1 (1% Heating) ofnwinavasan1ign1susy

a) ¢ 4

dusein3es Cast film extruder 3nn1sUSUAMISIgNNGMEoEUNTsieaumginisvaey
WAN (T,,) kazUSUnunan (X)) kasinandnuseianiennusauinantunounIsasuNay

WIfusUTUOUY Awinsiauseuangumgil 30-260 °C N8rTINsIiANUTBUN 10 °C/min

[

Aafuandlun131ed 4.11 Fuiaendunsvaeidu (Cooling) Azvinisangamgiain 260-30 °C

1 1
v v A

a & o a o . A e a = I3 v v
18nsIMSEUFIN 10 °C/min Wefnwigaumgiinisanadn (T.) uaztunaaundunisliauiou
ATIN 2 (2™ Heating) Ag¥1MN15liANNTRUIMNGMUNYI 30-260 °C NERTINTIWIANUTEUN 10

°C/min Lo n¥NaeUTUIUNNTIAN GCOOH NUTHNUAN 9§ NdINAgUNYTNITUABUNAN
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(T, wazdSunauman (X) 1a991nm9aUse IANIAILS DU A NI UADUN S VA DUNEUI DU

sUBuruAutunslieuseuasa 1 dsiuandlunsen 4.12

/\ n
PATL/GCOOHA.0-1.0 | PALL/GCOOHA.0-1.3 Al
- e e \ 52t e i . it
d PALI/GCOOHZ0-L.0 /‘. = FALLAGCOCHZ0-13 -/'\
i R - A iy E — et e SR L i
a b o
S >
8 /\ 8
PAL/GCOOHL0-1.0 PALL/GCOOHLE-1.3 B
2 O N B [LPALUGCOOHLE 1.3, ;) A
3 . g A
4 | 4 A
L | PAIIAGCOCHO5-1.0 /\ bt FALL/GCOOH0.5-1.3 Al
R e et \ iy 2 | PAIVE —
3 A — — i
T T
Sttt A Eeariias sl e L
T T T T T T T T T T T T T T T T T T
6 B0 100 120 140 160 180 200 220 240 6 80 100 120 140 160 180 200 220 240
Temperature ("C) Temperature { )
A
PAL1/GCOOHA.0-1.6 | PA1/GCOOH.0-1.8 A
Lk VRN — sl i i
§E‘ PA1I/GCOOH20-16 A /‘\77 S % PA11/GCOOHZ0-1.8 ﬂ |
a o
=} =)
o o
° PALL/GCODHLO-16 /AW 8 ; /‘
[ MR B » PAL1/GCOOHLO-L9 \
& G AL N e )
i ‘ E;
‘% PA11/GCOOH0.5-1.6 ot ; PA11/GCOOHD.5-1.9 ; 7/\\
I B —— — E St
T T
PALI-LE 4_/\— PA11-1.8 _—/\\
T T T T T T T T T T T T T T T T T T
6 B0 100 120 140 160 180 200 220 280 60 80 100 120 140 160 180 200 220 240
a a
Temperature ( C) Temperature ('C)

AT 4.10 DSC thermogram TudumauYeInIT AL oUASIA 1 voelan PALL
war PAL11/GCOOH 7in15WAuU3ud GCOOH #ine-9 lae (a) aaunsagnnaanasidu 1.0
m/min (b) AMULIgNNAMaBLEY 1.3 m/min (c) AamSignnamasidu 1.6 m/min uay

(d) AMSIgNnamasdu 1.9-m/min

"U’]ﬂﬂ’]‘W‘ﬂl 4.10 wanIWan1sNAaeu DSC vasilan PA11 uag PA11/GCOOH Viﬂ%mm

A15LAL GCOOH #1149 9 (0.5, 1.0, 2.0 kay 4.0 wt%) LLasmiﬂ%"Umwm%aQﬂﬂﬁwa'alﬁuﬁ

4 1 [

AINULEAN 9 (1.0, 1.3, 1.6 uaz 1.9 m/min) Ingliaamgiignnamasidunsi 80 °C Tudu
n1stianuieuasenl 1 iefinwinavean1izn1sTuguildumenses Cast film extruder

v < & ' 2 Ao a = = =2 !
NNNsUTUAS Ignnamaeld unlsegumgiinsvasunan (T,) kasdSuaean (X) wuii

Tlda PA11 wag PA11/GCOOH agilfin T,, 1AnTuiles 1 fin ogflutisgumgil 188-190 °C iile

Y
[

Wisuifiouan T, vosfidy PA11 way PA11/GCOOH Tudunslramnudounssil 1 uandliifiuin

M3t GCOOH adlu PAL1 wagn1susurusgnnasvaeiduniiivvuazlidmwanon T,



e

dlefiansanusuiandn (X) vesiidy PAL1 waz PA11/GCOOH fiUSunanisifu
GCOOH LLazmiﬂ%'UmmL%’J@Jﬂﬂ?:wéa@uﬁmmL%’Jﬁm q Tudunsldeudounsit 1wl
wanslunmd 4.11 wud1 A5y GCOOH aslu PALT TudSuaififiuduain 0.5, 1.0, 2.0
LA 4.0 wt% wyilUSIaNENRNTY 9.20%, 12.69%, 17.12% way 24.10% mudduiile
Wiguiuiau PA11 Lﬁ@ﬂ%Uﬂ?’liJL%ﬂJmQﬂﬂgﬂﬁéaLéuLﬁu‘ﬁuf\]’m 1.0 &3 1.9 m/min 7ivSuna
MsLAY GCOOH Wi agylUSunandnufiudugae Lﬁ@ﬂﬁ]’lﬂmiﬂ%Uﬂ’J’mL%ﬁ@ﬂﬂgﬂﬁﬁa
Sty wianelgnedwesgnidauaziinsdndssnegiuluszsdeunuiiamau,
LS9 9UDILA3DY Cast film extruder dwwaliilan PAL1 @ansatinndndnouaziiusunaman
Uty LLa@ﬂﬁLﬁu’jﬂmmﬁwmqﬂﬂ?:ma'aLs‘juﬁmasiaﬂ%mmmﬁﬂsum?\lém PA11 WA

PA11/GCOOH agnaiuladn

35

1.0 m/min
30 1.3 m/min
] - 1.6 m/min
X 254 - 1.9 m/min
s |
£
% 20
g 7 Z
Pl
5]
o« 154
(@]
(]
]
et
& 104
a
5
0
PAl1 2.0 4.0

GCOOH content (%)

Ad 4.11 WlsusuUsunundn (X)) Tuduneuuesnisiianisaunssi 1 veq

Tldu PAT1 uaz PA11/GCOOH #U3unas GCOOH wazanuLiagnnasmastdusing o
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A1319% 4.11 Yayaann DSC ludunouveanisiiainuseunsed 1 veswldu PALL uaz

PA11/GCOOH U31naun194iis GCOOH uazfinnaniignnasvideldusing o

GCOOH Chill-roll velocity Tm AH,, X

(Wt%) (m/min) Sl (®) (J/G) (%)
1.0 PA11-1.0 188.02 | 38.21 | 15.66

1.3 PA11-1.3 188.05 | 3898 | 1597

PA11

1.6 PA11-1.6 188.31 | 39.44 | 16.16

1.9 PA11-1.9 188.35 | 40.32 | 16.53

1.0 PA11/GCOOHO0.5-1.0 189.10 | 41.835 | 17.23

1.3 PA11/GCOOHO0.5-1.3 189.78 | 42121 | 17.35

0 1.6 PA11/GCOOHO0.5-1.6 188.77 | 42.853 | 17.65
1.9 PA11/GCOOHO0.5-1.9 189.42 | 43715 | 18.01

1.0 PA11/GCOOH1.0-1.0 188.78 | 43.011 | 17.81

1.3 PA11/GCOOH1.0-1.3 188.01 | 43.455 | 17.99

Ho 1.6 PA11/GCOOH1.0-1.6 188.54 | 43929 | 18.19
1.9 PA11/GCOOH1.0-1.9 188.53 | 44.703 | 18.51

1.0 PA11/GCOOH2.0-1.0 188.27 | 44.371 | 1856

1.3 PA11/GCOOH2.0-1.3 188.43 | 44.804 | 18.74

20 1.6 PA11/GCOOH2.0-1.6 188.61 | 45.099 | 18.86
1.9 PA11/GCOOH2.0-1.9 188.78 | 45.860 | 19.18

1.0 PA11/GCOOH4.0-1.0 188.38 | 45.190 | 19.29

1.3 PA11/GCOOH4.0-1.3 188.44 | 46.643 | 19.91

*0 1.6 PA11/GCOOH4.0-1.6 188.52 | 47.053 | 20.09
1.9 PA11/GCOOH4.0-1.9 188.55 | 48.099 | 20.53
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PAY LG(OOH:!‘O-\,O = g PA11/GCOOHAD-1.3
e —————— e —— Y — byt et
v T
% [EPALI/GCOORZO-LO ~ ] % PA11/GCOOHZ0-1.3
o o Ve
2 PAL1/GCOCHL.0-1.0 2
o R gon i PA11/GCOOH1.0-13
= —\/—/_ ] e er— R i A Tl —
b ]
: : >
il | PAL1/GCOOHD.5-1.0 e s ; Mt | [ PA1L/GCOOHD.5-1.3
< " 2% T —  — —]
£ a NS
T T
FAL1-10
" SR | PALLL3
T T T T T T T T T T T T T T T T T T
50 B0 100 120 140 160 180 200 220 240 60 B0 100 120 140 16 180 200 220 240
Temperature ('C) Temperature ('C)
_ PAL1/GCOOHA.0-1.6 71@’@@'1‘97 |
% PAI/GCOOHZ.0-1.6 % [ PALLGCOOH2.0-1.%
< v o= v
S S
g PA1L/GCOOH1O-L6 . | g PALL/GCOOH2.0-1.9
& N I e T ————_
H Z
3 3
2 PALL/GCOOHD 5-1.6 e PA11/GCODHD.5-1.9
- ‘\/ —— —,—sm —_—
§ 3 e
T T
PA1l-16
— & PALL-19
| \/x
T T T T T

Temperature ('C} Temperature ('C)

AT 4.12 DSC thermogram Tudunouuesnisuaeifu (Cooling) vasildy PALL
LAz PA11/GCOOH fin1stinUiinas GCOOH fe 4 Tae (a) Adnuidaganaevaeidu 1.0
m/min (b) AMULEIgNAMadY 1.3 m/min (c) AMSIgnnamasidu 1.6 m/min uay

(d) Anu5agnnasasdu 1.9 m/min

PINAINT 4.12 wazAInd 4.13 uaasnan1snaasu DSC Iu%’umawaqmwdmﬁu

(Cooling) Inggaunaiin1snnWan (T,) Yaeldu PALL agluditaamgil 162-163 °C uaze T,

[ '
= IS

Yoaax PA11/GCOOH aglutitgumngil 167-172 °C fArgeiuilaiiiguiuildy PALL uans

Y

¥ il
=< A

TIN5y GCOOH adly PA11 azdsnaliian T, Wiiuau Lie99n GCOOH vmtindu
a1snandn (Nucleating agent) Feazvanewdenilvinediuasiinnisannantanog19sans,

[33] dawalvidlau PA11/GCOOH A1 T, ganinldu PALL
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250 1.0 m/min
1.3 m/min
- 1.6 m/min

200 4
- 1.9 m/min

150

100 4

Crystallization temperature (C")

GCOOH content (%)

il 4.13 Wisuiileuagamginisanndn (T) Tuduneuvesniswaeiduveiidy

PA11 Uwaz PA11/GCOOH fiUinar GCOOH wagmnniignnasvideldusing o
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\
PAIL/GCOOH.0-1.0 )//‘\ o PALL/GCOOHA.0-1.3 B A
E | rawuscoonzoe Ay £ A GOS0 T3 A
- —_— = ot i S R S |
> >
=) o
° h=]
2 PALLAGCOCHLO-1.0 A =
g p—_— @ @ @ @ @ o & PA11/GCOOH1.0-1,3 J
z z [ Em—
2 D
Y | PAIL/GCOOHO.5 1.0 M\ =
= CO0HO.S10 0 R ol =
o ' PA11/GCOOHD.5-1.3
T T | ,)/\_ RIS O Ll |
PAILLO L
RAALLO e e e e |
PALL-L3 N
T T T T T T T T T T T T T T T T T T
6 B0 100 120 140 160 180 200 220 290 60 80 100 120 140 160 180 200 220 240
a 5
Temperature ( C) Temperature ( C)
PA1L/GCOOHA.0-1.9 A
PAL1/GCOCH4.0-1.6 J\ | PALL/GCOOHS, -_ T
H H PAL1/GCOOHZ.0-1.9 A
£ PAL1/GCOOH2.0-1.6 A E "\ L
s |/ ] o
) >
3 b A\
PALL/GCOOH1.0-1.9
5 PALL/GCOOHLE-1.6 N & —_—
H T e | z
&2 e}
i T
= e PALL/GCOOHD.5-L9 oA
T | PAI/GCOOHOSL6 L 5 £ \
I — pe
PALL-LY
PALI-LS M i S U
T T T T T T T T T T T T T T T T T T
6 B0 100 120 140 160 180 200 220 240 66 80 100 120 140 160 180 200 220 240
o 5
Temperature ( C} Temperature ( C}

AN 4.14 DSC thermogram TUTUABUYBINITIRAIILSBUASIT 2 VoaN PALL
way PA11/GCOOH Mnastinu3una GCOOH ¢ 9 lae (a) Annusignnaanasidu 1.0
m/min (b) AMULEIgNAMadY 1.3 m/min (c) AMSIgnnamasidu 1.6 m/min uay

(d) Anu5agnnasiasdu 1.9 m/min

INANT 4.14 warensNT 4.12 uansan1snaaeu DSC ludunisiianudounsad
2 909fldu PA11 waz PA11/GCOOH lofnwnavedni1siiy GCOOH MUSunmumng 9 (0.5,

1.0, 2.0 WAy 4.0 wt%) NdNaneuninITnasunan (T,) wagUTuaan (X) n8991n

[

MdnUsgiinemusauninaInduneunimvasuraunsedusUTunulutunsivanuseu

A7 1 Ul wudt Waw PALL esdlliiagauvginisuasundn (T,) 1Ty 2 fia agludas

Y @ 1

gaun QN 187-188 °C wanslviifiuin PALL dndney 2 sUkU Ao a-form Wudiuiusy

saaa

lalastauananslewedimesnilian19a1un1eiu (Antiparallel chain) wag y-form \Hudau
WuszlalasinuainaielgnedmesAifianiuieatu (Parallel chain) [47] 990 DSC
thermogram vas#&x PAL1/GCOOH 7U3aaun1sifis GCOOH #ng 9 9wy T,y Wies 1 fin

oglutisgamail 187-189 °C uandliifiudniilevinnisiin GCOOH aslu PAT1 azvilyiguuuy
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nEnves PALL WasuuwUashudie Tne GCOOH vzl PALL AnnanesgULuULAeD
dewssudieud T, lutunslimnudeunssd 2 vosiidu PA11 wag PA11/GCOOH fUSinas
N54AN GCOOH #ing 9 wanalsiiiiuinn1siin GCOOH aslu PALL aylsidwnasonn T,, lWuien
Fenuiuludumsliaudeundd 1

dlafiarsanusuiandn (X) vesiidy PAL1 wag PA11/GCOOH fiUSumnI1siAy
GCOOH ¢ig q daftuanslunmil 4.15 wud Usinaundnuesiidu PA11/GCOOH fegedy
Tnefinisuiu GCOOH aslu PALT Usunauiinduain 0.5, 1.0, 2.0 way 4.0 wt% awvinly
Usunawaniiintwdu 10.65%, 15.41%; 20.19% way 27.32% muasuiiiewflouiuilda
PAL1 uameliiudnuSunanisiAd GCOOH aslu PALL fnanaUSunnana ol

PA11/GCOOH p8197mLau

35

7 .
% 1.0 m/min
30 H @ 1.3 m/min
- 1.6 m/min
R 254 - 1.9 m/min
£
£
= 204
i
> % z
o 15
5 1 7
o ]
o
o 104
a
5 ]
0
PA11 2.0 4.0

GCOOH content (%)

AN 4.15 WSeuiguusunaman (X) Tudunoueesn1siianusouasan 2 189

Tld PA11 uaz PA11/GCOOH #iUSnas GCOOH uagananirgnnasvaetfusing o
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M13197 4.12 Fayaan DSC lutuneuvenisiinnnuseuasan 2 uarlutuneuveiniivae

\fuvesildy PAL1 wag PA11/GCOOH fUTsnaumsifiy GCOOH wagdimnuisignnamasiiu

$4 9)
Chill-roll
GCOOH T, T, AH,, | X
velocity Sample
(Wt%) @) @) U/G) | (%)
(m/min)
1.0 PA11-1.0 187.68 | 16291 | 36.82 | 15.09
1.3 PA11-1.3 187.41 | 163.10 | 36.83 | 15.09
oAl 1.6 PA11-1.6 187.82 | 163.04 | 37.16 | 15.23
1.9 PA11-1.9 187.89 | 163.07 | 37.65 | 1543
1.0 PA11/GCOOHO0.5-1.0 187.61 | 168.25 | 38.92 | 16.03
1.3 PA11/GCOOHO0.5-1.3 187.77 | 168.93 | 41.37 | 17.04
02 1.6 PA11/GCOOHO0.5-1.6 186.81 | 168.58 | 41.55 | 17.11
1.9 PA11/GCOOHO0.5-1.9 188.79 | 169.07 | 41.61 | 17.14
1.0 PA11/GCOOH1.0-1.0 18795 169.93 | 4185 | 17.32
1.3 PA11/GCOOH1.0-1.3 186.69 | 168.77 | 4226 | 17.49
Ho 1.6 PA11/GCOOH1.0-1.6 187.06 | 168.58 | 42.87 | 17.75
1.9 PA11/GCOOH1.0-1.9 187.22 | 168.94 | 42.66 | 17.66
1.0 PA11/GCOOH2.0-1.0 188.27 | 17193 | 4220 | 17.65
1.3 PA11/GCOOH2.0-1.3 187.77 | 171.76 | 44.38 | 18.56
20 1.6 PA11/GCOOH2.0-1.6 188.27 | 171.43 | 44.16 | 18.47
1.9 PA11/GCOOH2.0-1.9 187.79 | 171.42 | 44.14 | 18.46
1.0 PA11/GCOOH4.0-1.0 187.37 | 170.96 | 4355 | 18.59
1.3 PA11/GCOOH4.0-1.3 187.36 | 170.79 | 4555 | 19.45
0 1.6 PA11/GCOOH4.0-1.6 187.70 | 170.78 | 46.02 | 19.65
1.9 PA11/GCOOH4.0-1.9 187.37 | 170.63 | 46.34 | 19.78
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4.2.6 NISANENFDYTAINNIIANUSIUKALNTAANYAINIIANNSDUAENATIA

Thermogravimetric analysis (TGA)

nsAnsadssammieaiuieureafldu PALL waz PA11/GCOOH AUTuM
GCOOH 0.5, 1.0, 2.0 Uz 4.0 wt% v snaaeuditrsgumaiizusiu 50 °C auila 800 °C

melaussenalulnsiau nedns1nsianusau 20 °C/min AaNLanItUNINg 4.16 - AN

7 4.17 uagms1ad 4.13

100

PA11

PA11/GCOOH0.5

80 PA11/GCOOH1.0

PA11/GCOOH2.0

PA11/GCOOH4.0
60 —

Weight% (%)

40 4

20 +

T T T T T T T T T T T T T T
100 200 300 400 500 600 700 800

Temperature o

ATNF 4.16 TGA Thermogram 84 PALL 1A PALL/GCOOH #in15iinu3uia
GCOOH 0.5, 1.0, 2.0 way 4.0 wt%
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PA11/GCOOH4.0

PA11/GCOOH2.0

Weight% (%)

PA11/GCOOH1.0
PA11/GCOOH0.5

PA11

T T T T
500 600 700 800

Temperature (OC)

ATNT 4.17 TGA Thermogram 984 PA11 Lag PA11/GCOOH finnsiuusui

GCOOH 0.5, 1.0, 2.0 4a% 4.0 wt% 1‘7iLLﬁ@ﬂﬁLﬁW‘%ﬂde’mﬁmﬁaag' (Residual)

INNANTIINAFDY TGA WU Wau PALL Uag PA11/GCOOH 3iinsaaefianig
ﬂ’gm%’aul,ﬁmﬁijguﬁma&ﬂmm 400-500 °C 119N 15tHy GCOOH 9 0.5, 1.0, 2.0 wag 4.0
wt% aslu PALL azvilsifanuilunsumodn PA11/GCOOH flgamaiiudunisaaisd
(Tonset) LLaW%mmﬁauﬁmﬁaa&j (Residual) A® 1.60, 1.95, 3.39 uay 5.07% A1Ua1AU HAN
qqsﬁmﬁ'mﬁwﬁu PAL1 71l T, o A9 829.25 °C uae Residual fi 1.17% lasiiowfinu3una
M3LAL GCOOH gliuIunmunisaaes (Weight loss) avanas uansliliuinfaguily
Aouwodn PAL1/GCOOH fliafisnmmisamnuiougsnit PALT iosnnndimsiindunsisen
119n180 M (Physical interaction) 5¥%i14 PAL1 Lag GCOOH waziileliannufouunian
wilumsunadn PA11/GCOOH wu31 GCOOH dA1A3ugAuTaY (Heat capacity) g4nin
PAL1 Faanunsngaduanufeuliléinntu dsalvitanuilunoumedn PA11/GCOOH AnnTs
aanesfifigaungiigadu INkan1IMAFeU TGA A1a13aUsT41 GCOOH LHuansiuiy (Filler)
Tunediwesumdndivioifinaiosnimniennuiou deaenndesiuauidonu S Gailwad

LagAoly [3]
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A15197 4.13 %’a:ga%wn Thermogravimetric analysis (TGA) 89 PA11 wag PA11/GCOOH 7

UTu18d GCOOH AMULTLTURN 9]

Sample Tonset (°C) | Trmax (°C) | Teng (°C) | Weight loss (%) | Residual (%)
PA11 429.25 455.01 475.43 98.83 1.17
PA11/GCOOHO0.5 440.49 460.61 476.02 98.40 1.60
PA11/GCOOH1.0 439.12 460.17 474.60 98.05 1.95
PA11/GCOOH2.0 434.85 458.01 476.35 96.61 3.39
PA11/GCOOH4.0 438.87 458.60 476.50 94.93 5.07

4.3 msngalienanualiaquilupaunadn PA11/APTMS-GCOOH

Lﬁavf’wmiﬂ%'uﬂgaﬁuﬂwm GCOOH A8 3<(Aminopropyl) trimethoxysilane
(APTMS) Faiduansidontszaniluauingiteidueydly (Amino) auldifu APTMS-GCOOH
Mnmsnegeuaui Ui AR LR uezauTRsg 5 UO9WaN PA11 Lag PA11/GCOOH
ﬁqmmﬁqﬂﬂéjwdmgu (Chill-roll temperature) Asi 80 °C LLawT'm’]iiJi"Ummﬁaqﬂﬂ?:q
waeudu (Chill-roll velocity) fimuisasing 4 (1.0, 1.3, 1.6 wag 1.9 m/min) Turagyinsty
sURlduseLA3as Cast film extruder Wud1 USiannsiiy GCOOH. fitfosiianiidnaliian
Al iR adaanases9Audn o USuamn1aiiu GCOOH 2 wtd fetily
poudl 3 Fslavinisidendadiunaiin APTMS-GCOOH 2 wi% aslu PA11 Tnsneudl 3 1Ty
nsfnymavesnIisasdoUssans APTMS fidsnasonrudiunulwifinuiia uay
autfAnng q vesfidu PA11/APTMS-GCOOH 1mg¥i1n13tusuildudisiades Cast film
extruder agU¥umnuSgnnamaaiudy 1.0 way 1.9 m/min uazUiugangiignnimde

Bl 80 uag 110 °C dn1duNaLLATaN1I¥NVUTUTaSTAL PAL11/APTMS-GCOOH %

waRILIRNIMI5199 3.4 WaTA1SI9N 3.5 ANUAIRY
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4.3.1 nsAnwraudanidnfingrenismagauadudruniulniafinuiia (Surface
resistance meter)

n1sfnwradudunulifafifanesfidy PALL/GCOOH2.0 way PALL/APTMS-
GCOOH2.0 sheirsaanagaunuiumulniiiuiia Tnsasnagounnudiumulaiig
U3 nAREN PA11/GCOOH2.0 waw PA11/APTMS-GCOOHZ.0 wnuz¥innistuguiidude
P304 Cast film extruder TngLAAINANITNAZBUM AT 4.1 9INNANISNAFDUATNY
Frunuliihfiiuia wudn doviinisiiin APTMS-GCOOH 2 wto asly PA11 wdaU%u
aranagnnasvaaifudu 1.0 uay 1.9 m/min figamglignnasviaaifuasil 80 °C aedidn
anud il fie ~10' uag 10" ohms/sq Muadu Fedlmaudumulndih
ﬁ‘ﬁuﬂ'ﬁ%@ﬂ?\léﬂ PA11/APTMS-GCOOHZ2.0-1.0-80c thag PA11/APTMS-GCOOH2.0-1.9-80c
anaudloisufunisiin GCOOH 2 wt% aslu PAL1 ﬁam’gzmiﬁugﬂlﬁmﬁu Fadieaau
FrumulnliifituRavesildu PA1L/GCOOH2.0-1.0-80c wag PA11/GCOOH2.0-1.9-80¢ fi
~10"? uaz ~10'" ohms/sq AU wandliivintsUsuusaiuia GCOOH e APTMS 1
U3 sp? vesezmausuouiingy In-8idnnsou (Telectrons) anas uagln-naugine
(T-conjugated) luisiaiiioatiu dawalsd APTMS-GCOOH thilwiildanas Faaenndastiunanis
yagoUBWATa Raman uiitlesaInuuiiuives APTMS-GCOOH Sngilaiuasilu (NH,)
Faaenadeunanisnaaeudiemeaia FTIR Auandlunind 4.1 Tng APTMS-GCOOH an1na
A Interaction u. PA11 l8adu vl APTMS-GCOOH ansnsansvareiuasnaudiulea
Fulwilowedwesiuydng lkrudunuliihinuiianas dwaliildy PALL/APTMS-

GCOOH2.0 fiFnAnudumulndiasinin PA11/GCOOH2.0 anansailniilasg
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A157199 4.14 Aranudun Ui uiives gy PALL/GCOOH2.0 uay PALL/APTMS-

GCOOH2.0 Meusignnasvaeiiunazanmngignnamaoiduni 9

Chill-roll Chill-roll Surface

Sample temperature velocity resistivity

(°Q) (m/min) (ohms/sq)
PA11/GCOOH2.0-1.0-80c 1.0 ~10%
PA11/GCOOH2.0-1.9-80c % 1.9 ~10"
PA11/APTMS-GCOOH2.0-1.0-80c 1.0 ~10"
PA11/APTMS-GCOOH2.0-1.9-80c % 1.9 ~10%0
PA11/APTMS-GCOOH2.0-1.0-110c 1.0 ~10"
PA11/APTMS-GCOOH2.0-1.9-110c ~ 1.9 ~10"

i 4.18 lerUSsnileuiid PA11/APTMS-GCOOH2.0 firnsisagnnasmde
e Ao 1.0 uar 1.9 m/min Lwiqzumﬁqﬂﬂgwéaﬁmvhﬁ’u WU ﬁqmmﬁqaﬁwéa
B 80 °C Aamudunulwihfiiuiaesiidu PAL1/APTIMS-GEOOH2.0-1.9-80c Ao ~10%
ohms/sq §A15 08N &1 PALI/APTMS-GCOOH2.0-1:0-80c 71 ~10'" ohms/sq wag i
gunnignnamwiaaifu 110 °C ApsnuniulwififuR o9 PALL/APTMS-GCOOH2.0-
1.9-110c #D ~10% ohms/sq fiATtioaninM&n PAL1/APTMS-GCOOH2.0-1.0-110¢ fi~10"
ohms/sq wansliiiuinmmiwesgnnamasBuiitisdu dmalidauduniulidig
fiuftanas (o990 APTMS-GCOOH finsdniSuaogindussifounufiauuiussisnos
1309 Cast film extruder @nsaadnadumenisiilnd (Conductive path) léunna i
Tienenusnumuliihiiduinanas

ogalsfinnuiiioUTsulfiou PA11/APTMS-GCOOH2.0 fimanuisagnnasnaeifu

(%
1w 1 a a 1

WA whauraTiannasastdusieaiu Ao 80 kaz 110 °C U3 AAMUAIUNIUINAND

9 Y Y
[

i liasuudas fe ~10" wag ~10"° ohms/sq aua1du wansliiiuingaumgignnas

J [ [} J 1 4 d'dy a
naeldu lidwmanaaimua umulniNuR,
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" // PA11/GCOOH2.0-80c

PA11/APTMS-GCOOHZ2.0-80c

146
109 PA11/APTMS-GCOOH2.0-110c

i

14

10

12

10 4

10

Z5
F8LRES
OSSR,
50505050500
e %%

10

10

IS
B35
RS
eele
be%e%

Surface resistivity (ohms/sq)

&5
olele!
olet

<
o

10

>
&0
s

10" 4

Velocity (m/min)

WA 4.18 Wisuiisuaimnasuynuliiafinufive gy PA11/GCOOH2.0 uas

PA11/APTMS-GCOOH2.0 finnutiignnaviaaifutazgamaiignnaanasifusing o

4.3.2 nM3AnelaseasNdngIualemalia Scanning electron microscope (SEM)

n1sAnwilassasndugiuineivesildy PAL1/GCOOH2.0 way PAL1/APTMS-
GCOOH2.0 Al@arnmsinildulululnsiaumaiiiitdsaens 10,000 wih 99015197 4.15

LAAININ SEM kUUAAYIN9UBINAL PA11/GCOOH2.0 4ay PA11/APTMS-GCOOH2.0 ﬁ

AMILSIgNNAMERLEULAZUMATgNNAIA 9 WUT1 GCOOH uag APTMS-GCOOH N5y
) | I3 = a s a ¢ a = d' . =
G]'J@EJ'NL‘Uua%LUEJ‘UI‘UW@@LN@iL@JVﬁﬂ%@]'ﬁJWﬂVHQLLu’JLLﬁQﬂQ‘U@QLﬂi@Q Cast film extruder i@

¥N19i1 GCOOH way APTMS-GCOOH TuuSunufivinfy 2 wi% asdunafiuinfgy
i

PA11/GCOOH2.0 agiifiufinuansinisiaussuninnitildy PAL1/APTMS-GCOOH2.0 il

[

fuimeruduiiurgse wandiiuinildy PA11/GCOOH2.0 firuyusne (Brittle) 1nniu
Selflsufuildu PAT1/APTMS-GCOOH2.0 Tngn1susuugafiuils GCOOH fng APTMS ag
PeU§uUINTBnnIgsEnIaiiuia APTMS-GCOOH fu PAL1 1#FTu 1ilasa1n APTMS-

GCOOH TiufiRad e (Specific surface area) 11 FudunmuantAvesvosudanduiiui

AsnvesTansienilsianioUsung nenyilentuesilunegluasiiendssaiu APTMS
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ANITOYINABUT Van der waal U999zABNAITUDUAUAITUBUUUTEUIUYBY GCOOH uag

WAnNUsEIAMLaUATU PAL1 [44]

15197 4.15 7 SEM wuudpevesildy PA11/GCOOH2.0 wag PA11/APTMS-GCOOH2.0 7

I3 £ ! [ a Y 1 < 1 Ao o |
ANULIIGNNAINABLY ULATYUNNNUGNNAINABLYURAN ] NNTAITVYY 10,000 1

Chill-roll Chill-roll velocity (m/min)
Sample
Temp (°0) 1.0 1.9

PA11/GCOOH2.0 80
PA11/APTMS-

80
GCOOH2.0
PA11/APTMS-

110
GCOOH2.0
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N 4.19 dlewSeuifisunin SEM wuusinuinavesildy PALL/GCOOH2.0 uag
PA11/APTMS-GCOOH2.0 Wun %ﬂﬂéu PA11/GCOOH2.0 kag PA11/APTMS-GCOOH2.0 ¥
ﬁﬂiﬁ\luﬁﬂLLazmsma&f'JagﬂuLﬁawaaL;J@%Lm%ﬂsﬁ dlovinsiniidy PA11/GCOOH2.0 9
FunaiuinAndesinauiion PALL wag GCOOH Liesannuny GCOOH fidoufudusunun
finszaesegluionedweiumindiiansidounanoninndu GCOOH way PA11 uandli
Fiuimstainszninaiuinues PA1L war GCOOH laiudause Tunnwiiildy PALL/APTMS-
GCOOH2.0 ag&anmuiuinueau APTMS-GCOOH fanwugiJuusnuu1aniit GCOOH wagn1sin
fnsznineiiufaves PALL uay APTMS-GCOOH fanuudeussnniwiieifiouiu GCOOH
99970 APTMS-GCOOH (unsilufiufumsilerdufinunisusuussiiuiindae APTMS B
HuasiBeuyszaunivyjoriilu uasiinduiusylalasiaussrivgiladduiifieendiauuy

fiufin APTMS-GCOOH wagvsiiteriduialust (Amide) flagluansle PAL1 [41]

%

- ] L o WS
SEM HV: 10.0 kV WD: 4.52 mm MIRA3 TESCAN SEMHV: 10.0kV | WD:4.80 mm I MIRA3 TESCAN
View field: 4.15 ym Det: In-Beam SE 1pm View field: 4.15pm | Det: In-Beam SE : 1pm
SEM MAG: 50.0 kx BI: 2.00 Silpakorn University SEM MAG: 50.0 kx | BI: 2.00 i Silpakorn University

AMWA 4.19 A SEM Luusimumsasilda (3) PALL/GCOOH2.0 wag (b) PA11/APTMS-
GCOOH2.0 fisn&suene 50,000 i
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4.3.3 MsnndauaNUAenaLuunadInflemaila DMTA (Dynamic mechanical

thermal analysis)

a

AIMNAISNAFaUANURLRINaLUULAUIINdURINAaN PAL1/GCOOH2.0 hay

PAL1/APTMS-GCOOH2.0 #eia3es Dynamic mechanical thermal analyzer (DMTA) Tngls

I Tension mode NP3 1 Hz uagnaaauiaamnil -50 89 200 °C Agnsn 3 °CUmin ke

Y

[y 1

ANUEUTUSTENIgmgium Loss modulus kage Tan &

— 1204 PA11-1.0-80c — 120 PA11-1.9-80¢

E PA11/GCOOHZ.0-1.0-80c & PA11/6CO0H2.0-1.9-80c
é 100 PA11/APTMS-GCOOHZ.0-1.0-80c é 100 PAT1/APTMS-GCOOH2.0-1.9-80c
:'-E PA11/APTMS-GCOOHZ.0-1.0-110c :La PA11/APTMS-GCOOH2.0-1.9-110c
L )

n %)

3 3
— =

J J
0 ke

2 2

ny w0y

n 0

o o]
- -

T T T T T T T T T T

T T T T
-50 -25 0 25 50 75 100 125 150 -50 -25 0 25 50 75 100 125 150

Temperature o Temperature o

AN 4.20 N3 ATINFAURUSTEN 4R Loss modulus Augumaiivesildy

v

PA11/GCOOH2.0 uag PALT/APTMS-GCOOH2.0 finsuSugmimgiignnasvaetfusing 4 Tne

(a) muSgnnamasdy 1.0 m/min way (b) Ausignnasvaedu 1.9 m/min

NAINNA 4.20 WAYAITIN 4,16 BANINTINANUAUNUFTLII19AT Loss modulus

(E”) Augamafivesildu PA11/GCOOH2.0 uaE PA11/APTMS-GCOOH2.0 11%i1n15U5u

]

AusIgnnamasiiudu 1.0 war 1.9 m/min uazdsuamalignndwasidwdy 80 uay

110 °C \lofiansangavgiiing 0-100 °C wudn A1 Loss modulus ¥asildy PAL1/APTMS-

Y

[

GCOOH2.0 geiuiletfisufuildy PA11/GCOOH2.0 Ll unan1annIsUS Ui uRvs

GCOOH 728 APTMS Faifuansiteuyseanuluaundnyilanduasily (-NH,) auisauiiy

Y

Interaction WazU3uUan1sBaNIETENIng APTMS-GCOOH fu PA11 TWidgu viliileliuss

[

SUTIda PAL1/GCOOH2.0 a@nansanszanendsanulasay Ing APTMS-GCOOH agdmvanants

duazindoulmvesaelanediues vilianelgwediuesiiegsou 9 APTMS-GCOOH Linn1s
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Aaneda (Relaxation) ¥1ad [48] wansluiuinlun1svinlinay PA11/APTMS-GCOOH2.0 1A

N15Wde3UKUUANS (Permanent deformation) agsasldiLsaannndnilay PA11/GCOOH2.0

M13197 4.16 YNNI INANUFUTUSIENINeAT Loss modulus (E7) Augamgivesilay

PA11/GCOOH2.0 way PA11/APTMS-GCOOH2.0

Loss modulus Tg (Loss
Sample
(MPa) modulus) (°C)

PA11/GCOOH2.0-1.0-80c 65.72 47.1
PA11/GCOOH2.0-1.9-80c 69.74 49.0
PA11/APTMS-GCOOHZ2.0-1.0-80c 71.65 35.6
PA11/APTMS-GCOOHZ2.0-1.9-80c 68.41 38.6
PA11/APTMS-GCOOH2.0-1.0-110c¢ 80.14 43.6
PA11/APTMS-GCOOHZ2.0-1.9-110c 86.35 43.8

(a) b PA11-1.0-80¢ (b) o PA11-1.9-80c

- os PA11/APTMS-GCOOHZ.0-1.0-110c “ Ganl PALL/APTMS-GCOOHZ.0-1.9-110¢

) =

|f_U 0.10 ﬁ 0.10

0.054 0.054

0.00 4 0.00

T T — T T T T — 7 T
-50 -25 0 25 50 75 100 125 150 -50 -25 0 25 50 75 100 125 150

Temperature ('C) Temperature (@)

AW 4.21 nswlanuduiudsenined Tan & Augamnivesilda PA11/GCOOH2.0
LAz PAL1/APTMS-GCOOH2.0 finsusugamgiignnasmaedusins 4 Tae (a) Anmisignnas

waoldu 1.0 m/min wae (b) AnusIgnnaamastdu 1.9 m/min
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NANT 4.21 wananswlauduiussendnedi Tan 6 Auguugiivesildy
PA11/GCOOH2.0 uay PA11/APTMS-GCOOH2.0 fivhnsusuananignnasmaeiduiiu 1.0

way 1.9 m/min uazusugamaiignniamaaidudu 80 wag 110 °C dedwnna T, 3ngniia

Y

'
= a

99 Tan & fefiuandlumsnedl 4.17 wut fannznistuguisauignnasuazgamad
qﬂﬂgwdmﬁwﬁmﬁu N5LAY APTMS-GCOOH aslu PA11 9ediAn T, Wasniinisiiy
GCOOH Tagfldu PA11/APTMS-GCOOH2.0-110c 9gi1d1 T, siign se9u Aoldy
PA11/APTMS-GCOOH2.0-80c Wag PA11/GCOOH2.0-80c muansy ledaainnisuiuuss
U9 GCOOH 8 APTMS 6?5@Lﬂua’m%amhzmuimauﬁﬁuyjﬂaﬁ%uazﬁiu (-NH,) 291
TilAs9a$19109 APTMS-GCOOH fiaminagnzanniu iioifis APTMS-GCOOH aslu PAL1 ¥
I5F APTMS-GCOOH nszanesiegluiianadimosiuning iAn Free volume seninsansle
wodiwasnlasiaiianed APTMS-GCOOH fingngifindu uanainiioradunautainly
FupoumsUuUzRuRl GCOOH Meansifiouusza APTMS a1adl Free silane stavide
oglu APTMS-GCOOH 181911 APTMS-GCOOH Tdwaufy PA11 819%19 Free silane 14
wnsnegseninvanelgnefiues dawalyi Free volume spyrhsanslafisanndu e T, anag
aoandedfuaATevas Yan-Jun Wan wazang [48] 1vin15U3uUse Graphene oxide #e
ansdenuszaulgauyiin 3-glycidoxypropyltrimethoxy silane (GPTMS) Adnadly Epoxy
wagyilvian T, vesTanaounedn Silane-F-Go/Epoxy anadiilaifieuiunisifn Graphene

oxide lailarunIsUTuUTIRURIaIlY Epoxy

M19199 4.17 A1 T, 303 MANFN R UTIE1I19A Tan 6 uguungivesilay

PA11/GCOOH2.0 iag PA11/APTMS-GCOOH2.0

T, (Tan §) (°C)

Sample Chill-roll velocity (m/min)
1.0 1.9
PA11/GCOOH2.0-80c 66.1 60.1
PA11/APTMS-GCOOH2.0-80c 55.4 56.7
PA11/APTMS-GCOOH2.0-110c 54.6 55.0
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4.3.4 NMSNAFBUANURLTNNAANITNAFUANTUANIIAEA (Tensile testing)

PNNIINAdRUANTRLTINAMNIINAdaUaNURANIIABAYDINAL PA11/APTMS-
GCOOH2.0 iUsuaun1siia APTMS-GCOOH 2 wit% #aeia3a4 Universal testing machine
PaLAsE L ASTM D882 Tduuin Load cell 5 kN A lunisistusy 50 mm/min 210
HanIINadeULanslAiuDsngAnsTuTesflay PA11, PA11/GCOOH2.0 hag PA11/APTMS-

a

GCOOH2.0 fvhnsUsumissagnnasmaaiiusing 4 (1.0 uag 1.9 m/min) uazUsugamgd
Qﬂﬂﬁﬂﬁémﬁwﬁa 9 (80 thay 110 °C) TngaziianTaNAIAINAILITALUAITAIUNIUADAIT
Wasuulasgusnawesian (Young’s modulus) uazAIAmIAULSsafiefidudnsngh
400% (Tensile stress at elongation 400%)

AT 4.22 memmé’uﬁuéiw’mmmL%aﬁuaﬂqﬂﬂgquéaLSULLazqmwQﬁmaa
Qﬂﬂéjﬂ‘wa'@Lguﬁ@ﬂiﬂma?u’liﬂiuwﬁﬁﬁu%WUGiEJﬂ’]’iL‘LJ?iIEJuLL‘LJa\‘ig‘Ui'N“UEN}JIﬁQ (Young’s
modulus) wagnmil 4.23 LLammmé’uﬁuéiwdwmmL%’mmauﬂﬂgwéaLs‘juLLazqmmﬁ
193gnNAvdaIBudoAIA AL LT IRITIUB S udn3Enia 400% (Tensile stress at
elongation 400%) ¥8 IW &1 PALL, PALL/GCOOH2.0 ha e PALL/APTMS-GCOOH2.0 7
USnaunisifin GCOOH hag APTMS-GCOOH 2 wi% iilevinisiTeuiiisuriaveans iy

o GCOOH Way APTMS-GCOOH ifuadly PAL1 fianiiznstusuiiduieaiu fe mnus

1%
a a {

qﬂﬂngdaLﬁu L0 waz 1.9 m/min waraungiignnainaeidu 80 °C wudn Wdy
PA11/APTMS-GCOOH2.0-1.0-80¢ tay PA11/APTMS-GCOOH2.0-1.9-80c 2 diAn Young’s
modulus HLTY 9.20% uar 4.59% augasiu wasen Tensile stress 71 Elongation 400%
Wudu 1.529% uaz 2.75% mudwuiiefisusuiidy PALL/GCOOH2.0 uandliifiuianis
Usuugsiiuia GCOOH #ae APTMS aethsusutgansBainizsenineiiuia APTMS-GCOOH

U PA11 laavu vinlidy PAL1/APTMS-GCOOH2.0 a@n31505UIIRSEnasAumIunisiae

¥
= 1 a

suldifisFudne msiiu APTMS-GCOOH aslu PAT avilmAnnsaeloundssusiuiuse
Tantaudiinanugfleddu -OH way -NH, 51313 APTMS-GCOOH wag PA11 [44] 34
aonAdoIiunIN SEM Muandlun13nadl 4.15 wagnmil 4.19 wuii fldy PA11/GCOOH2.0 9t
Anaufiutiosinesenintg GCOOH uag PAL1 Tdegredniau thlugnisunniinvastuay
Fewdsuiisuanngnistuguannisufuanusgnnimaeidu (1.0 uag 1.9

m/min) wazguuignndmasidu (80 wag 110 °C) wud1 A1 Young’s modulus kay
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Tensile stress 71 Elongation 400% v8sW a1 PA11/APTMS-GCOOH2.0-1.9-110c a g
PA11/APTMS-GCOOH2.0-1.9-80c ﬁﬁhgﬂﬂ’j’ﬁ\léu PA11/APTMS-GCOOH2.0-1.0-110c uay

PA11/APTMS-GCOOH2.0-1.0-80c Aud1au kanslitsiuinaudmadanaainnisnaasvauds

(%
A Y 1

N13A98AYTIA Young’s modulus wag Tensile stress 1 Elongation 400% maﬁaqmiu
ABUNBANILVURYAUNITIALSBeFIvRINTITULAENITEALNIESENINN T T ULAE AL O3

4

NSNS [49] Imamiﬂ%’umﬂm%agmawdaL?juLﬁﬁu LY APTMS-GCOOH Wazanela

wedesinsdnBesiudusufounuuunusifaeaaias Cast film extruder fUSunEn
iy ansnsacgloundsnulududnlunodue funEndld uargamafignnimadeBuding
somaifuiiremeduesiuving Weguugignndwiadeidush shlvmedwesifuiaseds
530457 VA8 Spherulite Azfiawandniasusnanan luvaeiidinedwesifusas
981991 9 WuAves Spherulite Fefivwinlneg [46, 49] Fsaenndaifunanisnaaau DSC

= Ao & o a sy A =
LL?INTL!GI’]?’]W] 4.18 19751 I1TLYUNIVDINDALNDTY 7 LUUTUIUNANUN

1000

900 ] 1.0 m/min

800 1 1.9 m/min
& 7004
s _
s 600 - i .
—j‘ 4 T
T 500 T
o
E 1 1 .1 1 % &/
w400 77 7
on
g ]
3 3004
> i

200 -

100

’ | PALI/GCOOH20. 00r20-80¢ oH2.0-110¢
PA11 P‘P\“ ,APTN\S—GC PMUWTMS_GCO

GCOOH (wt%)

ATWT 4.22 A1 Young’s modulus U8 9T &y PAL1, PA11/GCOOH2.0 1 a o

PA11/APTMS-GCOOH2.0 insuiuanuiiiannaaasfunargamaiignnisaerdusing o

Y Y
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70

V/A 1.0 m/min

60 PR =R .
PEea]l 1.9 m/min
BRAHRRK

50 4

40 4

30 4

\
N\

20 4

10

Tensile stress at Elongation 400% (MPa)

; ' 9-80C _440¢C
PAl1/GCOOH2;S‘UAPTMS-GCOOHz:'S‘:PTMS,GCOOHZ.O 1
P PA

GCOOH (wt%)

AN 17i 4.23 @ 1 Tensile stress ‘ﬁ Elongation 400% % ® 3 DG PA11,
PA11/GCOOH2.0 wag PA11/APTMS-GCOOH2.0 in13ufunanuiagnnamanifuuas

gamalignnamiaaidusig o

4.3.5 nMsAnwauUAmeaNLsauLazmsmUsuInNanalemaila Differential scanning

calorimetry (DSC)

INNSFNEIANTRN AL SO URAE AN US NN NTE IS PALL/APTMS-GCOOH
USHIUNISLAL APTMS-GCOOH 2wt% aleinaila Differential scanning calorimetry (DSC)
Tulyun Heat-Cool-Heat meldussenmealulngiau iilefnumavesanniznsiugUildusie

& 3 LY < & ' [ = a a
LAY Cast film extruder ﬁ]’]ﬂﬂﬁﬁﬂiUﬂ’ﬂNLi'ﬂQﬂﬂﬁﬂ‘VIa@LEJ‘L!LL@%ﬂﬂﬂﬂwaﬂlaﬂﬂﬁuﬂmﬂ’ﬁmﬂ

GCOOH 7U3uausine q Nldegauuiinisvasunan (T,) kagUTuiaman (X) asiwandly

]

AN5199 4.18 kagmMI1$7197 4.19
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A A
AN A
FALLAAPTHS-GCOCH2.0-1,0-110¢ Al
AR TS COOH2 A O M0 e T N e | PavATTMsGooonzelsde S
E / £ A
2 PALLAPTMS-GEOOH2.0-1.0-80c Vi E PALLAPTIS-GCOOHZ.0-1.9-80c
o o
° 9
[~ [~
& : & |
H PA1/GCOOHZ.0-1.0-80¢ z PA11/GCOOH2.0-1.9-80c ‘/
g L ] —1
It — . I S
= =
2 2
i I
z b=
PAL1-1.0-80c J\ PA11-19-80c
SPANLOBOe: e S _ L S

T T T T T T T T T T T T T T T T T T
&0 B0 100 120 140 160 180 200 220 240 60 80 100 120 140 160 180 200 220 240

Temperature {'C) Ternperature {'C)

ANA 4.24 DSC thermogram TUTuADUIBINTIAAINSDUATIN 1 Vosan PALL,

(%
a a {

PA11/GCOOH2.0 uag PA11/APTMS-GCOOH2.0 fimsusugmmgiignnasmaeidusng 9 lng

Y
I3

() muSIgnnamiaadu 1.0 m/min Wae (b) AuLTIgnnaswaeidu 1.9 m/min

INNANT 4.24 LEAAINANISNAFBY DSC Updday PA11, PA11/GCOOH2.0 wag
PA11/APTMS-GCOOH2.0 fin1sUsupanuniagnnasnaoidusing 9 (1.0 uaz 1.9 m/min) uaz
USugamalignnasmasidusig 4 (80 uar 110 °0) ludumslianuiounsan 1 iefnvina

:9!{ a e Y a . [ < : 1 <@
Y9380 MsPUFURGLAILLATRY Cast film extruder AnnTsUTUAISIgANGmaeLEuLAY
a & & Aa a ¢ a = I ae
PUNHLYNNAINADLIUAN & NUFDYNNNITRRUNEN (Ty) tagUasnawan (X) wud way
PA11/APTMS-GCOOH2.0 agilfia T, \induiiies 1 We pgludisaamall 188-190 °C Fsoy
Tugrgaumiiifennunuilay PALL Lay PA11/GCOOH2.0 lutunsliinnuseunssi 1 e
a ) ! a s Y @ I [ < :
WIguiguen T, va9as PA11/APTMS-GCOOHZ.0 uansliliudnnisusuauiiignnas

waaluuazaamgiignnasaaifuni 9 sxlddewaden T,

loNasanUSInaIRan (X)) veaildy PAL1/APTMS-GCOOH2.0 fiamusignnisviae

< a & ' < ' 3 14 ¥ S A v A =i
ulavgungilgnniavdsiduse q Tutunisiianuiounssn 1 dsuanduainami 4.25

SlonsiAin APTMS-GCOOH aslu PA11 USanau 2 wi% udwhmsusuanuisignnamasiiu

(%
a a 1

Hu 1.0 waz 1.9 m/min Tagligamgiignnasvideifiunsil (80 wag 110 °C) wui1 Usanaman
(X)) v83Wdu PAL1/APTMS-GCOOH2.0-1.0-80c #ag PA11/APTMS-GCOOH2.0-1.9-80c f®
18.93% Wag 19.46% A1Ua0U Lagildy PALL/APTMS-GCOOH2.0-1.0-110c uae
PA11/APTMS-GCOOH2.0-1.9-110c @9 19.59% waz 20.09% A1ua1au n15U5uA21uL52

annamaeiduiiiudu s ivsunandniiudu WesnaielenediwesgnisBauaziinis
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Jaspeimognaulussfeunufian1auuinsfeswaanias Cast film extruder Tuvaueiinig
Usugaumpilignnamaeidudu 80 uag 110 °C udlinnusignnavaoidund (1.0 uaz

1.9 m/min) wud nsUsvaamglignniavaeiugeu aviivsuandnidindumeuiuy

ilesangamgiignnamasifuiiiuasundasiyazdmasosnansdush (Cooling rate) uaz
mafenEnvomediued Insgnnavideibuiigamgigeant asviliwedwesiininbuiiegg
i 9 anelenediwesinatlunisindeulns (Mobility) uardniSesilug (Rearrangement)
stnafuszifsumuiianaiuiussfisuonades Cast film extruder lduntu flonad

wodwesiadundnuinnitgnnamasduiigaugiinind 8nsnisusuanusignnas

2 & a X a | a ¢ = 9 a a o’ v
NADLYUNLWHYU 219LNR Fully stress Iuﬂ’l‘EJI“d‘W’e)aLllEJiLL@%LN@UqumM{]MQﬂﬂmMa@LSUIM

2eluIE 8n31nTsLlumasdiag inliareldnediwesenatinnisaaneda (Relaxation)

(%

anunsawndeulmuardnsesaludl uandbiiuinanusgnndmaodusazaamgiignnas

yaoliu dwadoUSunananvesiidy PAL1/APTMS-GCOOH2.0

35

77
% PA11-80c
30 4 PA11/GCOOH2.0-80c
PA11/APTMS-GCOOH2.0-80c

”Q 25 ] - PA11/APTMS-GCOOH2.0-110c
2

£

= 204

8

wv

&

(V)

o« 154

[e]

[0}

o

& 104

o

5 |
0 T T T M v M 1 T T v T I 1
1.0 19

Velocity (m/min)

AW 4.25 WSsuifisuusunamdn () Tuduneuveanisliaudounsed 1 ves
PA11, PA11/GCOOH2.0 waz PA11/APTMS-GCOOH2.0 ﬁﬂﬁﬂ%’ummL%dgﬂﬂﬁywa'alﬁu 1.0

wag 1.9 m/min wazUsuaamgiignnaaaeiu 80 uay 110 °C
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A919% 4.18 U9a31n DSC TuduneuroInsliauSounssd 1 909Ny PALL/APTMS-

GCOOH IUsuuMI34in GCOOH 2wt% wazfinusignnaviaelduiazanmginaaidus o

Chill-roll
Chill-roll velocity 1n AHp, Xc
temperature Sample
(m/min) @) (J/G) (%)
(@)
PA11/APTMS-
80 189.18 | 45.268 | 18.93
GCOOH2.0-1.0-80c
1.0
PA11/APTMS-
110 189.17 | 46.832 | 19.59
GCOOH2.0-1.0-110c
PA11/APTMS-
80 188.85 | 46.539 | 19.46
GCOOH2.0-1.9-80c
1.9
PA11/APTMS-
110 188.81 | 48.046 | 20.09
GCOOH2.0-1.9-110c
(a) (b)
PR ——— ] Eiasonaeal -
% % PA11/APTMS-GCOOHZ.0-1.9-80cC
‘% PAII/APTMS—GEQOH_Z_G 1.0-80c S S| % _ 8 R
% 7PA\U£OOH2,U—1,OVEDC 7\//_74_74_ % ﬁ|ﬁ€@l?,0—19780c : _\/_"7 ]
e = =

T T T
&0 80 100

T T T T T T
120 140 160 18O 200 220 240

Temperature {'C)

T T T
60 80 100

T T T T T T
120 140 160 180 200 220 240

a
Temperature ( C}

AN 4.26 DSC thermogram Tudumouresnisnastfu (Cooling) vasildy PALL,
PA11/GCOOH2.0 uay PA11/APTMS-GCOOH2.0 fin1suiugamgiignnasmaeifusing « lag

(a) AsIgnnasmasdu 1.0 m/min uay (b) Asagnnasvaeidy 1.9 m/min

PNAMN 4.26 Wa¥AINT 4.27 wananan1snaaey DSC ludunauvesnisnasiiu

(Cooling) vasilas PAL1, PA11/GCOOH2.0 hag PA11/APTMS-GCOOH2.0 ﬁﬂwiﬂ%’uqmwm

a

Y

annaswaaidusng 9 (1.0 uaz 1.9 m/min) uazUsuaaumalignnamasidusig 9 (80 uag 110

°C) InggamaiinisnAwan (T.) veailau PALL/APTMS-GCOOH2.0 aglutisgaumail 169-170 °C
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v 1 lﬂ' = v lﬂ'

fendesnindewiguiuilday PATL/GCOOH2.0 NilAn T. egludiagunall 167-172 °C us
p81915ARUAY T, V09WdU PAL1/APTMS-GCOOH2.0 fapadian T, unnninildyd PALL wans
T uIn19IAL APTMS-GCOOH aslu PA11 azdsnalian T. anasdiofisusunisiiy
GCOOH aslu PA11 18391 APTMS §QLﬁuaﬂiL%austawuﬁagiuuﬁ”uﬂ’s GCOOH gl
Favmanisedeulmvesanslenediues vliaeldnedwediianisdndeaiivilusedeou

I¥ennannau denalyildy PA11/APTMS-GCOOH2.0 fifn T, toaninilda PA11/GCOOH2.0

250 PA11-80c

PA11/GCOOH2.0-80c

PA11/APTMS-GCOOH2.0-80c
- PA11/APTMS-GCOOH2.0-110c

200

150

100 —

Crystallization temperature (C")

50

I 4 I A L ¥ I Y 1 d I I 1
1.0 1.9
Velocity (m/min)

Al 4.27 WisuiiguAlgamgiinisanudn (T) lutuneuvesnisnasifuyes
PA11, PA11/GCOOH2.0 waz PA11/APTMS-GCOOH2.0 ﬁﬂwsﬂ%’ummL§aqﬂﬂ§qwﬁaL§u 1.0

uay 1.9 m/min uazUiugamgignnamaeiiu 80 uay 110 °C
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PALL/APTMS-GLOCHZ.0-1.0-110¢ /\ PALT/APTMS-GCOOH2.0-1.9-110c 7,)/\\
é PALL/APTMS-GCOOH2.0-1.0-80c /\ ‘—E’ ﬂ\
o — . a PAT1/APTMS-GCOOHZ.0-1.5-80c / \.
=R T N o -
o o
b b
= I~
I; PA11/GCOOH2.0-1.0-80¢ //" I;
3 2.0-1.0-80c S e e e 3 PAL1/GCOOH2.0-1.9-80c /\
i w e — —_—
“ =
= 2
T I
I e
PAIL10-B0c A e PA11-1,9-80¢ 7JL
—_— _— —

T T T T T T T T T T T T T T T T T T
&0 B0 100 120 140 160 180 200 220 240 60 80 100 120 140 160 180 200 220 240

Temperature {'C) Ternperature {'C)

AMNH 4.28 DSC thermogram TUTuADUIBINTIAAIINTDUATIN 2 VosTan PALL,

PA11/GCOOH2.0 uag PA11/APTMS-GCOOH2.0 ﬁﬂﬂiﬂ§uqmwgﬁaﬂﬂ§awéaL?J’wi’m 9 lag

Y
I3

() muSIgnnamiaadu 1.0 m/min Wae (b) AuLTIgnnaswaeidu 1.9 m/min

mﬂmwﬁ 4.28 LLazmwﬁ 4.29 WANINANISNAABU DSC voINaY PA11,

PA11/GCOOH2.0 uag PA11/APTMS-GCOOH2.0 ﬁnqsﬂ%’uqmwgﬁqnnﬁquéméuﬁw 9 (1.0

way 1.9 m/min) wardsuanmgignnimaeidusig 4 (80 uaz 110 °C) lutunslianuseu

1 a =

ASIN 2 LNBANYINAYDINISHAL APTMS-GCOOH Us1a 2 wit% Ninoaunnin1snasuna

9 Y

(T,,) warUSuraman (X)) ®a9INMIaUse IAN19ANUsSoulAn NI URDUNISNADUNENS D

FusuTuauludumsliainudounss? 1 udr wudt 18y PAL1L/APTMS-GCOOH2.0 aviifia

T 0gludi9gaungil 187-188 °C Feodlutiiguungiiagaduduildy PALL uay

3

PA11/GCOOH2.0 Tudunasldaaaudouadsdl 2990 DCS thermogram w8 97l d
PAL1/APTMS-GCOOH2.0 aswufin T, iieq 1 fim luvaizifdy PAL1 2zilfia T, 1Andu 2
fin uanslyifiuiniloviinisidiu APTMS-GCOOH adlu PA11 azvirlsiguiuundnues PALL
Rerdnissguuuuifsnduideaiufunaidn GCOOH adlu PA11 WewSeuiiisud T, u
Funslvmnudeundsii 2 vasildu PALL/APTMS-GCOOH2.0 wansliifiuinnisusuanmsa
annAwidaifulargumnignnamaeifusing  aglidwmasien T, Wwdentuiuludunslf
auSeundi 1

dlafiansanusunundn (X) 909fdy PA1L, PA11/GCOOH2.0 way PA11/APTMS-
GCOOH2.0 AiU3u N3N GCOOH uag APTMS-GCOOH 2 wt% winiu fafiwanslunind

[

4.29 JlaUFuanusignnamasiéu 1.0 m/min uazgaumalignnamandun 80 °C iy
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WUl USuunanvesWlday PAL1/APTMS-GCOOH2.0-1.0-80c idunninlay
PA11/GCOOH2.0-1.0-80c Lag PA11-1.0-80c A® 18.18%, 17.65% way 15.72% AUa1AU
wazifleusunrnignnaamaaifu 1.9 m/min wazgaumniignnamaeifudl 80 °C Usuin
nanveIay PALL/APTMS-GCOOH2.0-1.9-80c fimunnnanilas PAL1/GCOOH2.0-1.9-80c
uway PA11-1.9-80c Ao 18.71%, 18.46% uay 16.07% n1ua1du laefin 15 GCOOH way
APTMS-GCOOH aslu PA11 flgamgiignnawmaoidudl 80 °C uazamuiignnaaviaeniu 1.0
m/min azvliUSnamdniintudu 12.27% uay 15.67% audsuiderieuiuusinamEn
vpefdu PALL éauﬁmmﬁaqnﬂgmdméu 1.9 m/min asvilfusunamdniintudy
14.84% waz 19.55% suaduiiiodieufuuiuiamdn PALL wanslifiunisiiu APTMS-
GCOOH 41 GCOOH firinunistfuussiiufaseanadeuszauloauiifngieifuesily
(-NH,) fio APTMS flnaseUSunnaniinndinisiiu GCOOH adlu PA11 Feaonndeiiu
$ATev0s Lin Sang wagame [49] AmaisdulomFuau (Carbon fiber) AkunsUsulse

NuAIwaITIauUITaIU 3-Aminoproppyltriethoxy silane aslu PA6 wawilniusuw

= oA A o a v ¢
Naﬂlﬂﬂﬂ')']Lll@LWEJUﬂUﬂ'ﬁLG]MLauhlﬂﬂqi‘l)@uaﬂiu PA6

35

PA11-80c
30 PA11/GCOOH2.0-80c
% PA11/APTMS-GCOOH2.0-80c

S 25 - PA11/APTMS-GCOOH2.0-110¢
2
£
= 20
©
)
1d
Pl
(o)
o« 154
(e}
(]
o
& 10
(a)

54

e e | L S RS |

1.0 1.9

Velocity (m/min)

AW 4.29 WSsuifisuusunamdn (X) Tuduneuveanisliaudounsed 2 ves
PA11, PA11/GCOOH2.0 waz PA11/APTMS-GCOOH2.0 ﬁﬂﬁﬂ%’ummL%ﬁ@uﬂﬂﬁywﬁmﬁu 1.0

wag 1.9 m/min wazUsuaamgiignnaaaeiu 80 uay 110 °C
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A15199% 4.19 U9a31n DSC TuduneuroInsliauSounssd 2 909Ny PALL/APTMS-

GCOOH2.0 wazfimusIgnNnamaedulazanmninaeidun o

Chill-roll Chill-roll
Tm T, AH,, X
velocity temperature Sample
(°Q) (°Q) U/G) | (%)
(m/min) °O
PA11/APTMS-
80 187.50 | 169.77 | 43.48 | 18.18
GCOOH2.0-1.0-80c
1.0
PA11/APTMS-
110 187.51 | 169.27 | 44.73 | 18.71
GCOOH2.0-1.0-110c
PA11/APTMS-
80 187.51 | 169.61 | 44.94 | 18.79
GCOOH2.0-1.9-80c
1.9
PA11/APTMS-
110 187.29 | 169.56 | 47.06 | 19.68
GCOOH2.0-1.9-110c

4.3.6 N1SANENFDYITAINNIIAMUSOUKATATAAYAINIIANSDUAIENATIA

Thermogravimetric analysis (TGA)

NMSANYIERESAINTIIRIINSDUTDITEL PALL/APTMS-GCOOH2.0 fiuSunmunisiia

APTMS-GCOOH 2wt% tagyin1susumauiiignnavastduiiu 1.0 waz 1.9 m/min

omgignnasmaeifulu 80 way 110°C whhandeuliisufuildu PA11/GCOOH2.0 7

d0192N153UsURe U Lagvinisnaaa uNYIaeamgiiisunau 50 °C aui 800 °C angld

Y

y3snalulasiau Inglranusauiions 20 °C/min aaikanslunIng 4.30 - A 4.31

WALANSIN 4.20
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w04
—~ 80
(=]
o
-
v 60
2 i
—
et
o 40+
2
20
PA11/GCOOH2.0
0+ PA11/APTMS-GCOOH2.0

T T T T T — T | — T T T T
100 200 300 400 500 600 700 800
o
Temperature ( C)

AW 430 TGA Thermogram ¥ ® 4 PA11/GCOOH2.0 &g PAL1/APTMS-
GCOOH2.0

PA11/GCOOH2.0

—
=Y
1

‘ PA11/APTMS-GCOOH2.0

[ —_-
o N
1 1 "

Weight loss (%)

J T : T ; T :
400 500 600 700 800

Temperature ('C)

A nwd 431 TGA Thermogram ¥ ® 4 PA11/GCOOH2.0 Wa ¢ PA11/APTMS-

GCOOH2.0 fiuanslfifiuuSmnadruiiivaseg (Residual)
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PNNANIINAGDU WU Wau PA11/APTMS-GCOOH2.0 aziinsaanadimieanusou
Fioetueaaglugag 400-500 °C WwuiReafufuidy PALL/GCOOH2.0 iilovhnisif
APTMS-GCOOH aslu PAL1 wud1 Taquilupaunadn PA11/APTMS-GCOOH2.0 flgaumad
BUUNSANEF (Tope) A0 436,85 °C FafiAngeduilawiouiu PA11/GCOOH2.0 1 434.85
oC wansliifiuin APTMS-GCOOH viwihilduansfiuaudou (Heat barrier) %e%zasnis
aaneimeufouvesnodiues iesniaguilumiveuiinrunaiiosmaanudeugs
1% PAL1/APTMS-GCOOH fiafiesnmmeannudoustundsannnisia APTMS-GCOOH aslu
PA11 [49, 50] Tuwauz#l PA11/APTMS-GCOOH2.0 fi3snudruilindent (Residual) Ao
2.79% Batiouninileifivuiu PA11/GCOOH2.0 7 3.39% Taunisifiu APTMS-GCOOH adlu
PA11 azvhlUSinanisaansi (Weisht loss) sxiiiatu Fidonadasiunansnagoy TGA

984 GCOOH way APTMS-GCOOH 71 APTMS finis@anesinisainudouvesalssunisuy

fufinves GCOOH

A1519% 4.20 Gé’fa;ﬂamﬂ Thermogravimetric analysis (TGA) ¥849 PA11/GCOOH2.0 uag
PA11/APTMS-GCOOHZ2.0

Tonset Trnax Tend Weight | Residual
Sample
°Q) (°Q) @) loss (%) (%)
PA11/GCOOH2.0 434.85 458.01 476.35 96.61 3.39

PA11/APTMS-GCOOH2.0 436.28 457.29 473.53 97.21 2.79
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uni 5
ajunaddeuasdolauauuy

5.1 a#5UNAUIY

5.1.1 msigatdenanealnsnflunuungweidu (GCOOH) n1siaTeuuazigal
nanual nsunUFunyilenduintinunsuulseiuiafeasvenUssaulaay (APTMS-

GCOOH)

' (%
a0 A A 1%

Adelumeud 1 1 Humswisuniluiiuunyilsdduiiunsuuugeiuiafeans
\Woudszanulaiau (APTMS-GCOOH) wagnsfigatiiendnualnyiluiiufunyilsddu (GCOOH)
wae APTMS-GCOOH

3INN1TRaIUIeNaNYaves GCOOH wag APTMS-GCOOH adginaila FTIR
mmaa@ué’ummmmiﬂ%’uﬂqqﬁuﬁwm GCOOH ¢ APTMS Uszauaudiiaainiiai
U51n4) -CH stretching, Si-O-C stretching Wag Si-O-Si stretching MuaRYU 31NASNAABU
pawala XRD lda1unsadudutennuunnmness8suINsEnINessuIuYed GCOOH uay
APTMS-GCOOH ¢ iilasarnns fiuiinnissiusauazdeutudunnsing wiaunsaduduld
PAHANIINAADUAENATA Raman WU31 1AS9a519999 GCOOH Linwusglallauiiu
APTMS danndesfunan1sunaausiemain TGA fiadosnmnieainudouvas APTMS-
GCOOH g3n91 GCOOH UBNIINLHANIINAROUREWATA SEM WU APTMS-GCOOH 1y

WRUUN 9 Lengusianaiiilaiguiu GCOOH

5.1.2 nsigalenanualiaguilunaunadn PA11 uas PA11/GCOOH

L3 2 L3

iAdelupoud 2 WunmawSenuazigatiiondnuvalianuilunesmednnedielus 11
LLazﬂinuﬁﬂ%’wyjﬁqﬁﬁu (PA11/GCOOH) Lﬁ@ﬁﬂﬂ’]ﬁdﬁ%@ﬂﬂ%ﬂ’]mﬂEWWULLasaﬂ’]’wﬂ’ﬁﬁﬁugﬂ
LEUTdu AT oAU u LR uRY wazaudRsng 5 Ingyinnsiiy GCOOH Usunad 0.5,
1.0, 2.0 wag 4.0 wto% LLﬁ’m%’UmmL%ﬁﬁumqﬂﬂgﬁmalﬁmﬂu 1.0, 1.3, 1.6 4@z 1.9 m/min
gaungiivesgnnasaebudu 80 °C

nmsvagouautinIdlnih wud UTinunsiin GCOOH uaganuiiignnamae

By dewaror1nudum Ul Aiiuin Tnen1siiiy GCOOH Usuna 2 wto% asly PA11
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< Y &

warUfumnuiignnamaeiuiindy sxvilimanuiumuliidiuisenas awnsoudiy
msthlwihiifiuivesTaquilunoumedn PAL1/GCOOH Tdunniu
INNISNAFBUANYAENF gV ITBwadla SEM waadliiuinfidy PALL so8
LAnndlAIvgYsy wansnsuanauuumied (Ductile) Tng GCOOH fidnaslu PAL1 4l
nszaredilunedmesumindedasiiaveuar inSosiinuuuinsefsveedes Cast film

extruder S28WLANFNYDINAL PA11/GCOOH =TRIS8URAAIDIANULUSE (Brittle) LALYU

[ '
= =

Lﬁj’e‘Nf\]’m GCOOH Lﬂu@miaumwmﬂ%m (Stress concentration) %QiaﬂLLmﬂﬁﬂLﬁmum%ﬁa
289 PA11 hag GCOOH

PNNNINageUaNTRInamIsatla DMTA wanslmiiuiniday PA11/GCOOH ilan
Loss modulus ganinildy PAT1 LuNasnaInnsiasuse GCOOH Midusyniasziuunly
LAEANNAYDY Tan & WU NI5HAN GCOOH Usuad 0.5 913 1.0 wt% A1 T, wfiuty unidle
i GCOOH U31nasnnndn 2.0 wid% hazarusgnnasmaaiuiiindu asvhlien T, anag

INNINAADUANTANITAIEA WUI1 Wdn PA11/GCOOH A1 Young’s modulus
uaz Tensile stress 7 Elongation 400% fndunuUsuanisIiin GCOOH wazn1sU3y
m’mLéaqﬂﬂgquéaLﬁuﬁLﬁmﬁﬁuﬁaa FudunaunainUSuraman ) Miiatu denaliianunly
AeuNedn PALL/GCOOH Traufundanntu

AINNSNAFBUANURNNANUIDUMLNARA DSC NUI MIUNDUNIT AN DUATS

t:l ‘NI

7l 1 aefiudinandn (X) dsduananngmstugUdieiaios Cast film extruder Tuvmedi
FupounsiranuZaunsefl 2 W GCOOH sxilludnsienan (Nucleating agent) Tiuns
ANNANTDY PALL

31INN1SVAFRUIEREININNIIANNSoUMIBIATA TGA wandlimiiuin GCOOH de
ANUYANUTBU (Heat capacity) g9n1 PALL dawaliianuilumeunedn PA11/GCOOH 4
l@dgsAnnaALSougendi PALL

Innsnageuaud ULl RuRL wazau i o YoIWaN PALL uag
PA11/GCOOH mu Ussnaunisifis GCOOH fitioefianiidswalsianenusnuyuluihiisiuin
fidnanasegaiuda Ao Usinunisiiin GCOOH 2 wid dutuluneud 3 §3%uddldvnis

Aondndiunsiin APTMS-GCOOH 2 wt% adlu PA11 anldlusuiseneud 3
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5.1.3 Myngauendnealdaguilunaaunadn PA11/APTMS-GCOOH

nuddeluneun 3 Wunmswseuwaziigaliendnvaliaguilupeunedanediolud 11

¥
A a

uazns U Uy fleiduinunsUsuUssuRsheansenUszauleiau (PA11/APTMS-
GCOOH) \lefnwnaveansifiuasifonuszaniidamaderusumulnihituis wazaudh
§19 9 AiUTananI9in APTMS-GCOOH 2 wt% uagshnisusuamniwesgnnismaoifudy
1.0 waw 1.9 m/min gamnfivesgnnimaoidudu 80 °C uag 110 °C

NASNAFRUANUANISINAY WU A15LHN APTMS-GCOOH adlu PA11 agdia1ainy

funuliihinuilanaudedisuiu GCOOH lnsamumglignnamastiulugig 80 fa 110

" Y
[

°C ldawadaarnnuiumulnih inuRadmsuianuilunounedn PALL/APTMS-GCOOH

a Y a

N15AINNAADUSNBULY NAUTIUINGIAIOWMATA SEM handlimiiiuin APTMS-

<9

GCOOH fin1snszaneiuazitiulsntuluillensduesiuning Wunau1ainnisusuuss

a

U7 GCOOH #he APTMS
ANN1SNAAUANURTINANIENATA DMTA Lansliiuiniay PA11/APTMS-

GCOOH lA1 Loss modulus sududlawisuiuilay PA11/GCOOH 1ia991niin15n5¢a18Lksa

[ [

19Rvu N15USUUTINUET GCOOH g APTMS %ialiilAgeasivas APTMS-GCOOH Ay

WnensuInaTu i Free volume LU TW denalyidr T, 99n7A09 Tan § Yo Ay

1

PA11/APTMS-GCOOH flAnanadilatieufuilda PA11/GCOOH Tnvgamaiignnasnaetiy
denason T, MeLyuii
INNITNAFBUANTRANITANEA WU WEW PALL/APTMS-GCOOH §iA1 Young’s

[

modulus wag Tensile stress 7 Elongation 400% WnTwdleleufuiidy PALL/GCOOH

4 v
= a [ <

Junaanmsdainiesendnaiuiy APTMS-GCOOH wag PALL AT Bnviaannuiignnainas

1%
a a 1

LEBUNNTLLaz M NAvHoEUNEIUY dNanan13IALseeRwad APTMS-GCOOH 8n31

Y Y

1%
=

nsvaeidu Usunamdniiintu vibiaudfidinavesianuilunounadnfvy
AINASNAFBUANURANIIANUSBUMEMATA DSC WU TUIUNDUNITAINNSDUASTS
~ a =% A a X < ) < L Do’ a g &
1 1 Usunamdniiindu Wunaanmsusuanusgnnawmasidularaamgiagnnimastiu
WILTU TUTURBUNISIRAINNSIUASIN 2 YRAkAZUSUNUUBINI T AUNY GCOOH way APTMS-

GCOOH lsifinasiar T,, uwidsaliianuilunaunadniusunaman (X)) 1iuay
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ANNITNAADULADYTAINNIIAIUSOUMIELNATA TGA Lanaliiiuinil APTMS-
GCOOH wWuasiumnudau (Heat barrier) 37892a0n15a8a18919ANLS 0 UM ALNDS

[

ilnianuilureunedn PAL1/APTMS-GCOOH fliafigsnmnisnnusounvy

5.2 UDLAUDLLUL

[
av A

5.2.1 PA11 fldlueAdeiidu hydrophilic polymer waziidnuaeiduns vl

o

MEN1IRAANNTUDLIN MITuNBUNTURRUNANLAIUTU AU luABUNB AN 9AT5YIINS

Y 9
v

autiiolaanudunaunnasy wazasiinasnsvinnudungludianaiafindieiesedin
& d

ANUTUNMINZ Y

5.2.2 s uninsuSunyiteditu ansnsodinfinnuiilelavsvasaniuaznizuenviasy
luATe9dnIARUUANTA (Twin-screw extruder) kazlAToIdnIALNUNAARN (Cast film

v = o IS A A v Y % <

extruder) l9f FamsinALazeIngunnliuaziAsasle aroIyNATINAIINITLESY

523 JanuiluAounedn PALL/GCOOH kag PAL1/APTMS-GCOOH a1115a1ly
UszgndldluntsndngUnsnididnnsefind wwu wuwes (Sensor) aunsaliiufinnadsnu 1wy &1
\AudszBeean (Supercapacitor) 8Unsain s esarnnsfluaunsalninléd Sanu

<

INAIERGR

5.2.4 p3snaaauianulluneuneds PALL/GCOOH way PALI/APTMS-GCOOH #ag
wATlA XRD 1FNNOAN B JULUUNENYDY PALL MiATUINAITLAN GCOOH Uag APTMS-
GCOOH uawtieigandnaelgnediosinanisunsniluduraaniiiuvield

5.2.5 MINHan1sadaumenaila XRD wu31 GCOOH winn1saudadunsilid fau

! o o = aa o Y a g.; ! dl QI va

AoWIINNIVaRUNALATTYINNITANYY 11IBN15911 GCOOH TAnnsuendunau tiatiuauUs
i audRdng wazaudivnsnnusouvasianuiluneunadn

5.2.6 AIsiinIadeuieUIuIia s wenUsEauluiaumasey (Free silane)
M9 NYINITUTUUTINURY GCOOH feansiwonsranuleiau 1ie331n Free silane idseg
919 vzdasoaNURs1 o Tulanuiluneunadn

5.2.7 lumsTuguauaIeinIes Cast film extruder mITVAaRIMAEANWIMIAN1IETUTY

Hdunumngaunaualiuenudde ieliliansialivay ianiansduUdes
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AMARUIN 1.2 HANISANYILEDNYSAINNIIANNSBULAZATEAIIAINIIANSaUAEINALIA

TGA

Aexo
% | '&]2[GCOOH-new Step 1.9658 %
Ji \‘L:arr!_s\a Weight -78.3361e-03 mg
-| GCOOH-new, 3. Residue 97.7859 %
] 3.8968 mg
99- Onset 376.47 °C
- Inflect. Pt. 499.40 °C
- Endset 498.57 °C
i =ty Midpoint 297.63 °C
o8- TS Angle Midpoint 214.51 °C
97
50 100 150 200 250 o 1350 150 00 550 600 650 700 750  °C
1/°C|
L 7
-2,0e-05 -|
I N
Sl ey
_ ) |
6.0e-05 Integral -0.27 mgs°CA-1
s normalized -68.66e-03 s°CA-1
Onset 244.83 °C
8.0e-05 Peak 310.95 °C
i Endset 340.27 °C
L o e B N e
50 100 150 200 250 300 350 400 450 500 550 600 650 700 750  °C
Lab: METTLER STAR® SW 13.00
NNNIANUIN N.3 TGA thermogram U839 GCOOH
Aexo
%
100 7 Step -2.54 %
-0.12mg
Residue 96.24 %
_| GCOOH-APTMS, 4.6110 mg 4.44 mg
Onset 423.22°C
Inflect. PL. 442.51 °C
98- Endset 471.19 °C
Midpoint 445.34 °C
Angle Midpoint 448.64 °C
96 |

100 150 200

_?/

GCOOH-APTMS, 4.6110 mg

250

300

350

400 450 500 530

600 630 700 730 °C

M WMW

-0.0002 Integral -0.25 mgs®CA-1
normalized -53.96e-03 s°C"-1
| Onset 410.77 °C
Peak 441.84 °C
Endset 470,20 °C
-0.0004 -
- X
L e L B i e N L B e e e e e L e s e
50 100 150 200 250 300 350 400 450 500 550 600 650 700 750 °C

Lab: METTLER

STAR® SW 13.00

AWANANUIN N.4 TGA thermogram U89 APTMS-GCOOH



Aexo
% ] 3
T Step 95.85 %
1 -6.18 mg
PA11-new191064, 6.4491 mg Residue 1.43
| 91.99¢-03 mg
Onset 437.20 °C
1 Inflect. Pt. 461.53 °C
504 Endset 474.52 °C
Midpoint 495.35 °C
T Angle Midpoint 455.65 °C
]
o4
LB o 0 L L e LA e
30 100 150 200 250 300 350 400 450 500 530 600 650 700 750 °C
1/°C
4+ 3 w i
7 PA11-new191064, 6.4491 mg [ }-V
7 Integral -17.65 mgs°C"-1
q normalized -2.74 s°CA-1
-0.01 Onset 425.00 °C
J Peak 460.86 °C
i Endset 483.29 °C
-0.02
1 X
T T T T T T
50 100 150 200 250 300 350 400 450 500 550 600 650 700 750 °C
Lab: METTLER STAR® SW 13.00
ANANIANUIN N.5 TGA thermogram U839 PA11
Aexo
9%
100473 Step -95.52 %
1 -6.11 mg
| GCOOHO05-new-191064, 6.3960 mg Residue 1.60 %
0.10 mg
1 Onset 440.49 °C
1 Inflect. Pt 460.61 °C
Endset 476.02 °C
30 Midpoint 457.76 °C
B Angle Midpoint 458.02 °C
o4
B B o LA o B o B LA e e e AN I e L
100 150 200 250 300 350 400 450 500 550 600 650 700 750 °C
1/°C
P 2 T :
! » LV’ «
1 GCooHO5-new-191064, 6.3960 mg Integral 18,04 mgs°CA-1
1 normalized -2.82 s°CA-1
1 Onset 433.72 °C
-0.01+ Peak 460.93 °C
1 Endset 486.88 °C
-0.02
_\III|\\I\\\I\\|IIII\I\\\\\\\I|\III|I\II|\\I\|\III|\\\I\\\I\\\III|II\\\I\\I
50 100 150 200 250 300 350 400 450 500 550 600 650 700 750 °C
Lab: METTLER STAR® SW 13.00
AWANANUIN N.6 TGA thermogram U8 PA11/GCOOHO0.5
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Aexo
%
k Step -95.46 %
1 ~ s -6.18 mg
] GCOOH1-new-191064, 6.4719 mg \ Residue 1.95 %
i 0.13mg
Onset 439.12 °C
1 Inflect. Pt 460.17 °C
50 Endset 474.60 °C
Midpoint 456.23 °C
7 Angle Midpaint 456.53 °C
1 \1
1 4
0 |
L L B o o o o e o e e e L A e e o o o L e o e o o N L B e e e e o
50 100 150 200 250 300 350 400 450 500 550 600 650 700 750 °C
1/°C
r Ll
’ : —“«uiu V'
i ~ ~ Integral -18.28 mgs®C/-1
| G001 new-191064, 6.4719 mg J homalized 282 s°Chd
Onset 430.47 °C
1 Peak 460.17 °C
-0.014 Endset 483.15 °C
-0.02
1 X
B L e e s e
50 100 150 200 250 300 350 400 450 500 330 600 650 700 750 °C

Lab: METTLER

STAR® SW 13.00

AWANANUIN .7 TGA thermogram U84 PA11/GCOOH1.0

Aexo
%
¥ —F
] Step -94.56 %
PA11/GCOOH2, 6.5063 mg -6.15mg
T Residue 3.39%
1 0.22mg
Onset 434.85 °C
) Inflect. Pt. 458.01 °C
50 Endset 476.35 °C
1 Midpoint 455.09 °C
Angle Midpoint 455.44 °C
f -
0 v !
L L I B o o e o e o L B e e B e e L L o o o o e B e o o B O e LA
50 100 150 200 250 300 350 400 450 500 550 600 650 700 750 °C
1/°C
i3 r I L] ]
L] 4
PA11/GCOOH2, 6.5063 mg 1 ¥
B Integral -18.01 mgs°C~-1
i normalized -2.77 s°C/-1
Onset 424.06 °C
0.014 peak 458.67 °C
1 Endset 487.68 °C
-0.02
B x
L o o i o e L ) L o L e e
50 100 150 200 250 300 350 400 450 500 550 600 650 700 750 °C

Lab: METTLER

AWANANUIN N.8 TGA thermogram U84 PA11/GCO

STAR® SW 13.00

OH2.0
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Aexo
%
100-{—+ r
Step -92.40 %
PA11/GCOOH4, 6.4284 mg -5.94 mg
i Residue 5.07 %
0.33mg
1 Onset 438.87 °C
50 Inflect. Pt 458,60 °C
1 Endset 476.50 °C
B Midpoint 457.21 °C
B Angle Midpoint 457,52 °C
i . )
1 ]
e S e LA e e e s e AL e e s e e e B e e e S T SS E e e S e o S L R s e
100 200 300 400 500 600 700 800 900 °C
1/°C ]
r _ [l
T v ‘-«LLLUU ]
- PA11/GCOOH4, 6.4284 mg l
4 Integral -17.38 mgs°CA-1
i normalized -2.70 s°C*-1
0.014 Onset 431.02 °C
: Peak 459.60 °C
1 Endset 487.50 °C
-0.02+
i X
T e L o o e e o e e T L o e o o e o B A
50 100 150 200 250 300 350 400 450 500 550 600 650 700 750 °C

Lab: METTLER

STAR® SW 13.00

AWAANUIN N.9 TGA thermogram U8 PA11/GCOOH4.0
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AAKNUIN N.3 AnwauURAInakuunalInnlematin DMTA

o 2000+ PA11-1.0

a

S 18004 PA11/GCOOH0.5-1.0
p—
~ 1600 PA11/GCOOH1.0-1.0
L
~ 1400 PA11/GCOOH2.0-1.0

(%3]
% 1200 4 PA11/GCOOH4.0-1.0
O 1000

(o]

£ 8004

()]

on 600

I

|-

0 400

A

200
0 T T T T T T T

— —T—T
-50 -25 0 25 50 75 100 125 150

Temperature (°C)

[y

AWATARUIN N.10 NFINAPUFUNUSTZU AT Storage modulus (E7) iugaumgdl

[
a |

YosTlas PA11 uaz PA11/GCOOH MTsnain5ifiy GCOOH s 9 wazlviranignnama

WHuAN 1.0 m/min

©
% 2000 + PA11-1.3
= 1800 PA11/GCOOH0.5-1.3
f_: 1600 PAL1/GCOOH1.0-1.3
p

v 14004 PA11/GCOOH2.0-1.3
% 1200 PA11/GCOOH4.0-1.3
T 1000

(o]

&€ 800 -

(] _

E 600

= 400

8

A 200 .

0 T T T T T T T

— ——
50 25 0 25 5 75 100 125 150
o

Temperature ( C)

[y

MWANANEIN N.11 N5MANNFNTLSIENIN9AT Storage modulus (E’) fiugaumgil

[

Y037ldu PALL uag PA11/GCOOH #iUsnainisifin GCOOH ¢ 9 waglinnusignnamae

WHuAIN 1.3 m/min



Storage modulus (E') (MPa)

MWAIARUIN N.12 PFINAIAFUNUSIENINAT Storage modulus (E7) fiugamad

PA11-1.6
PA11/GCOOHO0.5-1.6

PA11/GCOOH1.0-1.6

PA11/GCOOH2.0-1.6

PA11/GCOOH4.0-1.6

— —
0 25 50 75 100 125 150

Temperature ('C)

119

a

Y

YosTlan PA11 uay PA11/GCOOH fiUSunaumsidn GCOOH sis 9 uazlvimnuniagnnasmvae

WHuPad 1.6 m/min

Storage modulus (E') (MPa)

AMNATANUAN 1.13 N3IUANLFNRUSIZINeAT Storage modulus (E7)

PA11-1.9
PA11/GCOOHO0.5-1.9

PA11/GCOOH1.0-1.9

PA11/GCOOH2.0-1.9
PA11/GCOOH4.0-1.9

——
0 25 50 75 100 125 150

Temperature (°C)

Tugaungil

[
a 1

Yosildn PA11 uaz PA11/GCOOH iUSunaunisiiia GCOOH sis 9 uazlvimnuiagnnasva

WHuAIN 1.9 m/min
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AAKNUIN N.4 ANEEUUANIIANUSBULALN1ISUIUSUIUNANA8mATiA DSC

FIWYIP

difstihesis. \pat1_1.0_12_12_63.dod - 121122663 322:05

Pl 0.12_12.63
Sample Weight: 4.390 mg
Comment:

PA11 1.0 12 12 63 PA11 1.0 12 12 63.dcd
Heat Flow Endo Up (mW) (Sublacled): Sten: 6
baseline 63: baseline 12 1

Unauloeactad Ho Flow B Up (mw) : Steps: 1-3
PA11 1.0 12 12 63; PA11 1.0 12 12 63.dod
Unsublracted Heat Flow Endo Up (miW) : Steps: 1-7
PA11 1.0 12 12 63 PA11 1.u 12_12_63.dcd
Heat Flow Endo Up (mW) : St
PA11_1.0 12 12 63 PA11 10 12_12_63.dcd
Heat Flow Endo Up (mW) (Sumracied) Step: 2
PA11_1.0_12_12_63: PA11_ o 12,12 63.40d
Heat Flow Endo Up (mW) : §
PA11_1.0_12_12_63: PA11 10 12 12_63.ded
Heat Flow Endo UD (i) (Subvaned) swp 4
PA11_1.0_12_12_6: 4,

Heat Flow Endo Up (mW) Step 5

Perkin-Elmer Thermal Analysis

220 A
Peak = 188.019 2C
210 Area = 188,730 mJ
Delta H = 38.211 Jig
Onset = 181.741 7C
Endt = 190582 7C
J 200 | |
I plak= 1629052
Area = -173.178 mJ
£ 190 4 Delta H = -39.448 Jig
@ Onset = 165.314 7C
H | End = 160.485 7C
i |
$ 180 [
Peak = 187,662 7C
+ Area = 161.645 mJ
Delta H = 36.821 Jig
170
) Onset = 179.380 7C
_M End = 189.971 72C
| |
160
150 T T T T T T 1
50 60 80 100 120 140 160 180 200 220 240

Temperature (7C)

1) Hokd for 1.0 min at 30.007C
2} Heat from 30.007C o 260.007C at 10.00?Cimin
3)  Hold for 1.0 min at 260.007C
4) Cool from 260.007C to 30.007C at 10.00?Cimin

5} Hoid for 1.0 min at 30.007C
6) Heat from 30.007C to 260.007C at 10.00?Cimin
7) Hoid for 1.0 min at 260.007C

30/3/2565 13:36:50

AMWATAMKUAN N.14 DSC thermogram Y837las PA11-1.0

Fiiename: ditstthesis. \pat1_13_12_12_63.dcd - 12122663 6:01:46 PA11 13 12 12 63 PA11 13 12 12 63.dcd
Operator ID: Heat Flow Endo Up (mW) (Sublracted) : Step: 6
Sampie ID: PAY1 13 12_12 63 baseline 12 12 63: baseline 12 12 63.dod

bas:
Sample Weight:  4.345 mg Unsubtracted Heal Flow Endo Up [mW) Steps: 1-3
Comment: PA11 1.3 12 12 63: PA11 1.3 12 12 63.dcd
Unsuhlracled Heal Flow Endo Up (mW): Steps: 1-7
63; FAH \3 12 12_63.ded
Heal F\vw Endo Up (mW)
PA11_1.3 12 12 63: F'AH 13 12 12_63.dcd
Heat Flow Endo Up (mW) (Subhacted) Step: 2
3 _12_12_63.dcd

2_12_63.dcd
Hoat Fon Ende Up (mw) 1Subvamed) ‘Step: 4
PATT_1.3_12.12.63 PA11_1.3_12 12 63.dod
Heat Flow Endo Up (mW) : Step:

Perkin-Elmer Thermal Analysis

220 4
Poak = 188.046 7C
210 4 Avea = 181.698 mJ
Delta H = 38.977 Jjg.
| Onset = 181.636 7C
| e k End = 100.271 2C
o 200 i f
Peak
Area
s ] Delf H =-36.755 g
= 1 Onset = 165.319 7C
End = 160594 76
H [ =
[
$ 180 A
I Peak = 187.406 7C
Area = 160.022 mJ
Delta H = 36.829 Jig
1704 Onsat = 179.216 2C
| —Ml End=189.717 2C
| | I
160
150 - T T T T r |
50 60 80 100 120 140 160 180 200 220 240

Temperature (7C)

1) Hokd for 1.0 min at 30.007C

2} Heat from 30.007C to 260.007C at 10.00?Cimin
3) Hold for 1.0 min at 260.007C

4) ool from 260.007G to 30.007C at 10.00?Cimin

5)  Hoid for 1.0 min at 30.007C
6) Heat from 30.007C o 260.007C at 10.00?Cimin

7} Hoid for 1.0 min at 260.007C 30/312565 13:56:36

AMNAIARYIN N.15 DSC thermogram VesWay PA11-1.3



PA11 16_12_12_63
4280 mg

diistthesis. \pat1_16_12_12_63.dod - 121212663 7:43:55

PA11 16 12 12 63 PA11 16 12 12 63,
Heat Flow Endo Up (mW) (Sublracted) : smn o
baseline 12 12 63: baseline 12 12 63.dcd
Unsubracted Heal Flow Endo Uo (mW): Steps: 1:3
PAT1 1.6 12 12 63 PAI1 1.6 12 12 63.dud
Unsublracied Heal Flow Endo Up (mW): Steps: 1-7
PAT1_1.6 12 12 63 PA11_16_12_12_63.dcd

pi
PA11_16_12_12_63: PA11_1.6_12_12_63.dod
Heat Flow Endo Up (mW) (Subtracted) : Step: 4
PA11_16_12_12_63: PA11_1.6_12_12_63.dcd
Heat Fiow Endo Up (mW) : Step’ 6

Perkin-Elmer Thermal Analysis

220 A
210
§| 200
€ 1904 Delta H = -44.863. Jig
@ Onset = 165.500 7C
z |1 End = 160.565 7C
8
g 1
£ 180 A
! Peak = 187.817 2C
59,054 mJ
170 o
End = 190.120 2C
160
150 T T T T T T T 1
50 60 80 100 120 160 180 200 220

140
Temperature (7C)

240

1) Hold for 1.0 min &t 30.00°C
2} Heat from 30.007C to 260.007C at 10.007Cimin
3) Hokd for 1.0 min at 260.007C
4) Cool from 260.007C o 30.007C at 10.007Cimin

5) HddbﬂomnatSOOO(’C
feat from 30.007C to 260.007C at 10.007Cimin
7) HddiuﬂomnatZsOOO"C

30/3/2565 14:19:31

AWANANUIN N.16 DSC thermogram VY0aN PAL1-1.6

Fikenarme: diistthesis. ‘pat1_1.9_13 12 63 ded - 13122663 6:29:13 PA11 19 13 12 63 PA11 19 13 12 63.ded
Operator I Hoal Flow Endo Up (W) (Subiacted): Sen: 4
Sample | PAT1 1913 12.63 baseline 12 12 63: baseline 12 12 6
Sample Weight: 4,400 mg Crabtactad oat Elow Endo Up (W) Sips: 1
Comment PAT1 1.9 13 12 63 PA11 19 13 12 63.dcd
Heal Flow Endo Up (mW) (Subiracted) : Step: 6
PAT1 19 13 12 63 PA11 19 13 12 63.dcd
Unsublracied Heat Flow Endo Up (mW)  Steps: 1-7
PAML10.15 12_63: PAI1_1.0 15,12 saiisd
Heat Fiow Endo Up (mW) : S
PA11_18_13_12 63 PA11 19 19,12 63.40d
Heat Fiow Endo Up (mW): §i
PRI TS T 92,55 PAI1 15.13_12_63.dod
Heat Fiow Endo Up (mW) (Subtracted) : Step: 4
PATI_19.13 12 63 PA11_19_13 12 63004
Heat Fiow Endo Up (mW) -
PR TS A B RA T8 13 12 G300
Heat Fiow Endo Up (mW) (Suhwamea) Stop: 2
PA11_19_13_12_63 PA11_19_13 12 63.dcd
FoatFtws B U (o) Sten’a
Parkin-Elmer Thermal Analysis
220
Peak = 188,351 7C
210 Area = 192.046 mJ
Delta H = 40.324 J
Onsel = 181,833 2
ok N | End = 190.745 7C
200
Peak & 163,067 7
Area = -193.566 mJ
3
2 190 Or
w | =414 End = 160,588 7C
H
[ I I
E 180 o - Paak = 187.892 7C
= W Area = 165.673 mJ
170 4 L End = 190.084 7C
|
160 -
150 - T T T T |
50 60 80 100 120 160 180 200 220 240

140
Temperature (7C)

1) Hokd for 1.0 min &t 30.007C
2} Heat from 30.007C to 260.007C at 10.007Cimin
3) Hold for 1.0 min at 260.007C
4) Cool from 260.007C to 30.007C at 10.00?Cimin

5} Hoid for 1.0 min at 30.00?°C
6) Heat from 30.007C to 260.007C at 10.007Cimin
7} Hoid for 1.0 min at 260.007C

30/32565 12:37:41

AMNAIANYIN N.17 DSC thermogram Vas¥lay PA11-1.9




difst . ipat1_gen5 10_2 11 63.ded- 21112563 107:37
PA1IGC.5_1.0mimin_2_11_63
3746 mg

PA11/GC.5 1.0m/min 2 11 63: PA11 GCO.5 1.0_2_11_63.dcd
Heat Flow Endo Up (mW) (Sublracted) : Step: 6

PAT1/GC.5 1.0mimin 2 11 63: PA11 GCO.5 1.0 2_11_63.dcd
Unsublracted Heal Flow Endo Up (mWW) ; Steps: 1-7

baselie 4 11,69 New: basaiins 4 11,63 Now.dod
Unsublracted Heat Flow Endo Up (mWW) : Steps:
PA11/GC.5_1.0mimin 2 11 £3; PAT _GCO.5_ |u 2_11_63.dod
Heat Flow Endo Up (mV¥) : Step: 2

PAITIGC.S. 1.0mifmin 2 11 63: PA11 chs 1.0_2_11_63.ded
Heat Flow Endo Up (mV¥) (Sublracted) : Stey

PATI/GC.5 1. 0mimin 2 11_63: PA11 "GG05.1.0_2_11_63ded
Heat Flow Endo Up (mV¥) : Step:

PA1IGE.5. 1.0mimin 2. 11 65 Patt _GC0.5_1.0_2_11_63.ded
Heat Flow Endo Up (mW) (Subtracted)”: Step:
PA11/GC.5_1.0mimin_2_11_63: PA11_GC0.5_1.0_2_11_63.dcd
Heat Flow Endo Up (mW): Step: 6

Perkin-Elmer Thermal Analysis

220 4
Peak = 189.104 7C
210 4
Area = 158.450 mJ
Delta H = 41,835 Jig
Onset = 182.121 ?2C
‘ End = 191.379 2C
- 200 ’,
Peak = 168.250 7C
Area =-104.156 mJ
-3 d Delta H = -27.805 Jig
E 120, Onset = 173.663 7C
z End = 163.599 7C
2 %a_fdé
[
§ a0 T‘l\(”[
Peak = 187.614 7C
Area = 145797 mJ
170 '
M End = 190.373 7C
| 1
160 +
150 B - - - : - T |
50 60 80 100 120 160 180 200 220

140
Temperature (7C)

240

1) Hokd for 1.0 min &t 30.00°C
2} Heat from 30.007C to 260.007C at 10.007Cimin
3) Hokd for 1.0 min at 260.007C
4) Cool from 260.007C o 30.007C at 10.007Cimin

5) Hddbﬂ()mnst@omt’c
feat from 30.007C

7) Hudhr10mn822300070

10 260.007C at 10,007Cimin

30/3/2565 15:52:33

AWATAEUIN 1.18 DSC thermogram 203asn PA11/GCOOHO0.5-1.0

Fianame: d1..\pat1_goD5_1.3 new_4_11_63dod - 41112563 5:33:43 PA1 GCLO 10,4 11 63 PATT GC10 10 4 11 Gddcd
Operator ID: =
SampielD:  PA11 GC05_13.4_11.63 b o
Sample Weight: 4311 mg Unsubiracied HeatFlow Endo Up (W) S
Comment: GC1. 3: PAT1 GC1.0 10 A n _63.dod
Unsublrar.ied Heal F\o\v Endu S ) e
AT BCH 0, T0 4 1169 ded
et Flow Endo U (i) St
PATT GCTD 104 H 63 PATT GC10. 10:4 41 e
Heat Fiow Endo Up (m¥W) (Sublracted) : Stey
PAT1GC10 10 4 11 63 PATT GG1.0.10.4_11_63.dcd
Heat Flow Endo Up (mVi) : Step: 4~
PA11.GC101.0.4 11,63 PA11_GC10.10.4_11_63.dcd
Heat Flow Endo Up (m¥W) (Sublracled) : Step: 4
PATT GO 10 4 65 PATT 6C1 0104 11_63ded
Heat Flow Endo Up {mV7) : Step: 6
Porkin-Elmer Thermal Analysis
220 -
Paak = 188.781 7C
210 4 Area = 177.756 m
Delta H = 42.121 Jig
Onset = 182.086 7C
| . End = 191.195 2C
A 200 } f
Peak = 169.926 7C
Area = -126.023 mJ
2 190 Dok
& Ons ?
F | Ena< 164,967 7C
8 |
& T N
$ 180
Poak = 187.952 7C
Area = 178.347 mJ
Delta H=41.370 Jig
170 4 Onset = 180.871 7C
| J\l End = 190,668 2C
|
160
150 - T - T T T T |
50 60 80 100 120 160 180 200 220 240

140
Temperature (7C)

1) Hold for 1.0 min &t 30.00°C
2} Heat from 30.007C to 260.007C at 10.007Cimin
3) Hokd for 1.0 min at 260.007C
4) Cool from 260.007C o 30.007C at 10.007Cimin

5)  Hoid for 1.0 min at 30.007C
6) Heat from 30.007C to 260.007C at 10.007Cimin

7} Hoid for 1.0 min at 260.007C

30/3/2565 18:02:10

AMNATANWIN 1.19 DSC thermogram Y9ilasn PA11/GCOOHO0.5-1.3




difst . ipat1_geD5 16_2 11 63.dcd- 2111256342714
PA11 GOD5_16_2_11.63
3516 mg

PA11 GCOS 1.6 2 11 63: PA11 GCO.5 16 2 11 63.ded
Heal Flow Endo Up (mW) (Sublracted) : Step: 6

baseline 4 11 63 New: baseline 4 11 63 Nev/ ot
Unsublracted Heal Flow Endo Up (mW) : Stey

PA11 GCO5 1.6 2 11 63: PAT1 GCO.5 |s z 11_63.dod
Unsuracted Heat Flow Endo Up mW): Stess: 17

PATT GC05 16 2 11 63 PAT1 GCOS 16, 2.11_63.dcd
Heat Flow Endo Up (mW¥) : S
PA11_GC0.5 1.6 2 11 63; 7k _GCO.5 16_2_11_63.ded
Heat Flow Endo Up (mV¥) (Subtracted) : Step:
PA11_GC0.5_1.6 2 11 63: PA11_GC0.5_1.6_2_11_63.dcd
Heat Flow Endo Up (mV¥) - Step: 4
PA11_GC0.5_1.6_2_11_63: PA11_GC0.5_16_2_11_63.dcd
Heat Flow Endo Up (mV¥) (Subtracted) : Sfep:
PA11_GC0.5_1.6_2_11_63: PA11_GC0.5_1.6_2_11_63.dcd
Heat Flow Endo Up (mV) : Step: 6

Perkin-Elmer Thermal Analysis

220 4
210 4
sel =
End = 191.040 7C
- 200
[ ol
Peak = 168.415 7C
Area = -104.704 mJ
e Delta H = -29.779 Jig
E 190 4 Onset = 174.220 7C
z End = 163.862 7C
38 | | |
g T
Area =
Dalta H = 41.535 Jig
Onset = 180.951 2C
170 End = 190.652 2C
| m
1 1
160 4
150 T T T T T T T 1
50 60 80 100 120 140 160 180 200 220 240
Temperature (?C)
1) Hold for 1.0 min at 30.007C 5) Hddbﬂ()mnst‘wm(’c
2) Heat from 30.007C to 260.007C at 10.00?Cimin leat from 30.007C to 260.007C at 10.007Cimin

3) Hokd for 1.0 min at 260.007C
4) Cool from 260.007C o 30.007C at 10.007Cimin

7) Hudhr10mn822300070

30/3/2565 19:30:03

AMNWAIMEUIN 1.20 DSC thermogram ¥silas PAL1/GCOOHO0.5-1.6

Fiename: ditstt.lpat1_ge5 19 4 11 63.ded - 1112563 205604
Operaior D:
Sample ID: PAI1 GC05_19_4 1163

Sample Weight: 5,151 mg
iment:

~————— baselined 11 63 New: baseline 4 11 63

PA11 GCO.5 1.9 4 11 63: PA11 GCO6 1.9 4 1163
Heat Flow Endo Up (mW) {Sublracted) : Step: 6

New
Steps:

Unsubtracted Heat Flow Endo Up (mW) : 1-3

—————— PA11.GC05 1.9 4 11 63: PAT1 GC05 19 4 11.63
7

——— PA11.GC0.5 19 4

Unsublracted Heat Flow Endo Up (mW) : Steps:
PA11_GCD.5 1.9 4_11_63; PAT1_GC0.5_1.9_:
Heat Flow Endo Up {mW) : Step:
PA11_GCD5_1.9 4_11_63: PAT1_GC0.5 19 4_11_63
Heat Flow Endo Up {m\W) (Subtracted) : Step: 2

1 s GC05.19.4.11.63

Heat Flow Endo Up (m\W,
PAIT.GC05 19 4 11 ¢ BaPAi _GC0.5_19_4_11.63
Heat Flow Endo Up (m\W) (Subtracted) : Step: 4
PAIT GCOS 18 4 11. 65 PATT GC03 1841163
Heat Flow Endo Up {m\W) - Step: 6

Perkin-Elmer Thermal Analysis

220 -
Poak = 190422 7C
Area = 215.493 mJ
DeltaH = 43715 Jig
210 - .
Onset = 184.565 2C
| End = 192,841 7C
o 200
3 Peak = 169.067 7C
-g 190 Deita H = -26.926. Jig
I Onset = 174.923 7C
3
2 . End = 164.494 7C
3
$ 180 Peak = 188.786 72C
Area =214.348 mJ
Delta H = 41.613 Jig
170 - = Onsel = 180.808 2C
| | End = 191.160 2C
|
160 =
150 T T T T T T 1
50 60 80 100 120 0 180 200 220

140
Temperature (7C)

240

1) Hoid for 1.0 min at 30.007C

2} Heat from 30.007C to 260.007C at 10.00?Cimin
3} Hoid for 1.0 min at 260.007C

4)_Cool from 260,007C to 30.007C at 10.002Cimin

5) Hnukxwmwnm:ooo C
007C to 260.007C at 10.007C/min

6) rom 30.
7] Hnid'o! 1.0min

at 260.002C

12/11/2563 16:24:08

AMNAIARYIN N.21 DSC thermogram VasWau PA11/GCOOH0.5-1.9




difstt.lpatt_gel 0 10 4 11_63.dcd- 4111256363343

PAY1 GG10_10_4_11.63
4311 mg

PA11 GC1.0 1.0 4 11 63: PA11 GC1.0 1.0 4_11_63.ded
Heat Flow Endo Up (mW) (Sublracted) : Step: 6

baseline4 11 83 New: basaline 4 11 63 Nev/ ded
Unsublracted Heal Flow Endo Up (mW) : 1-3

PRV GGTD Ta4 T 6o AT G0, 10 A 11_63cd
Unsublracted Heat Flow Endo Up (mW) : Stes
PAT1_GC1D_10.4. 11 63 PA11 GC1.0_ 0.4 4 0 _63.dod
Heat Flow Endo Up (mW¥) : St

PA11_GC1.0_10 4 11 63: PA11_GC1.0_1.0_4_11_63.dcd
Heat Flow Endo Up (mV¥) (Subtracted) : Step:
PA11_GC1.0_1.0 4_11 63: PA11_GC1.0_1.0_4_11_63.dcd
Heat Flow Endo Up (mV¥) : Step: 4
PA11GG10_10.4.11.63: PA11_GC1.0.1 10 4_11_63.dcd
Heat Flow Endo Up (m\7) (Subtracted) : S
PA11_GC1.0_1.0_4_11_63: PA11 GC1O T0.4_11_63.dcd
Heat Flow Endo Up (mV) : Step: 6

Perkin-Elmer Thermal Analysis

220 4
Paak = 188.7812C
210 4 Araa = 177.562 mJ
Delta H = 43.011 Jig
Onset = 182,089 7C
| \ End = 191,200 2C
A 200 |
! peak = 1hos26 7
Area =-127.023 mJ
s Detta H = -29.465 Jig
® 1907 Onset
S End = 164.953 7C
3 I [t
3 IR |
£ 180
Peak = 187.952 7C
Area = 180.394 mJ
Dolta H = 41.845 Jig
170 Onsat = 180.849 7C
| _Jk.\ End = 190.656 72C
[
160 -
150 - : T T T T 1
50 60 80 100 120 160 180 200 220 240

140
Temperature (7C)

1) Hold for 1.0 min &t 30.00°C
2} Heat from 30.007C to 260.007C at 10.007Cimin
3) Hokd for 1.0 min at 260.007C
4) Cool from 260.007C to 30.007C at 10.007Cimin

5) Hddhﬂomnat@om(’c
feat from 30.007C

7) Huldiur10mnat2$00070

10 260.007C at 10,007Cimin
31/3/2565 1:30:48

AWATAMAUIN 1.22 DSC thermogram Y09iian PA11/GCOOH1.0-1.0

Filname: i Jpat_gc1.0 1.3 new 23 11 G3ded- 221172563 231247 PAT1 GCL0 13 New 20 11 63 PAT1 GCT0_ 13 New 23_11_63.dcd
Operalor D:
Sy A G010 14 New 2 1.0 g 3: em 0_1.3_New_23_11_63.dcd
Sample Weight. 4470 Heat Flow Endo Up (i) (smmaueu) Step:
Comment PRI 1033 Nows 21185 PAT1 GC10_1.3_New_23_1_63.dod
et Fiow End U (it (Subtacied Sin: &
baseine new 23.11 63 baseine. new 2311 63dod
Unsublracted Heat Flow Endo Up (mi¥) : Steps:
PA11_GC1.0_1.3 New 23 11 63: PA11 GCIO 13 New_23_11_63.ded
Unsubitected Heat Fow Endo Up (mh): Sl
1:GCL0_13 New 23, 11.63:PAY] G803 New_ 2311 _B3.dou
Hea( Fiow Ende Uiy 5
D33 New 2311 63 PA11_GC1.0_1.3_New_23_11_63.ded
FoatFlow Ende Up (mify Step.4
PA11_GC1.0_1.3_New_23_11_63: PA11_GC1.0_1.3_New_23_11_63.dcd
Heat Fiow Endo Up (mi)  Step: 6
Porkin-Elmer Thermal Analysis
220 4
Peak = 168,013 7C
Area = 174.767 mJ
210 4 Delta H = 43.455 Jig
Onset = 181.6292C
| / End = 190.447 2C
200 | A
I |
3 Peak = 168769 7C
Area =-114,798 mJ
3 e Delta H = -25.682 Jig
2 Onset = 174.431 7C
z End = 163979 7C
& |
£ 180 A —N/
Poak = 186.685 7C
Area = 188,893 mJ
Delta H = 42,258 Jig
170 Onsat=180.107 7C
| Ml End = 189.782 2C
] | 1
160 -
150 - T - - T T T T |
50 60 80 100 120 160 180 200 220 240

140
Temperature (?C)

1) Hokd for 1.0 min at 30.007C

2} Heatfrom wooecwzsowwcanoum&mm
3)  Hoid for 1.0 min at 260.00°

4) cwwmmwcmowcmwomc.mn

5} Hoid for 1.0 min at 30.00°C

6) Heat from 30

007C
7} Hoid for 1.0 min at 260.007C

10 260.007C at 10.007Cimin
51122563 0:05:34

AMATANUAN 1.23 DSC thermogram Y097aN PA11/GCOOH1.0-1.3




125

difst..ipat1_ge1.0 16 23 11 63dcd - 231112663 05323 ————— PA11 GC1.0 16 23 11 63 PA11 GC1.0 1623 11 63.ded
Heal Flow Endo Up (mW) (Sublracted) : Step: 6

PA11 GG10_16_23_11_63 ——— taseline new 23 11 63: basaine now 23 11 63.dod

4535mg Unsublracted Heal Flow Endo Up (mWW) ; Steps

1-3

PATT GC10 16 23 11 63 PA1 GC1D 16 23 11_63.dcd
Unsublracted Heat Flow Endo Up (mWW) : Steps: 1-7
PA11_GC1.01.6 23 11 63: FM 1_GC1.0_1.6_23_11_63.dcd
Heat Flow Endo Up (mW) :
PAIT GOTO 16 25 11 63 PATT _GC10_ IG _23_11_63.dcd
Heat Flow Endo Up (mW) (Sublracted) : St

—— PAILGCIO 16,23 11 6% PMl GC1D *16.23 11_63.000
Heat Flow Endo Up (mW) -
PA11_GC1.0_16_23_11 sa B 1_GC1.0_16_23_11_63.dcd
Heat Flow Endo Up (mW) (Subtracted) : Stey
PA11_GC1.0_1.6_23_11_63: PA11_GC1.0_1.6_23_11_63.dcd
Heat Flow Endo Up (mWj} Step: 6

Perkin-Elmer Thermal Analysis

220 4
Paak = 188.540 7C
gl Area = 202.726 mJ
Delta H = 43.929 Jjg
Onset = 181,594 7C
| A “\‘ End = 190.836 7C
A 200 7
Peak = 168.582 7C
Area = -142.752 mJ
s | Delta H = -31.478 Jig
o Onset = 174.430 7C
End = 163.732 7C
H | o
L I
$ A8k 1 Poak = 167.058 7C
Area = 194.408 mJ
Delta H = 42.868 Jig
- Onset = 180.436 2C
Ly | J\L End = 190.062 2C
\|
f I
160 -
150 - T T T T T 1
50 60 80 100 120 140 160 180 200 220 240
Temperature (7C)
1) Hokifor 1.0 min at30.007C o e e
2)Heat from 30.007C o 260.007C at 10.007Cirmin et .007C 10 260.007C at 10.007Cimin
3} Hold for 1.0 min at 260.007C 3} Hottor o miva 260007 311312565 1:54:35
4)_Cool from 260.007G to 30.007C at 10.00?Cimin

AWATMEUAN N.24 DSC thermogram ¥04ilas PA11/GCOOH1.0-1.6

Filename: dMst..\pat1_gc1.0_1.9 23 11_63.dcd - 231172663 2:1545
Operaor ID:

SampelD:  PA11 GC10_19.23 11_63
Sample Weight 4523 mg

Comment:

PA11 GC1.0 19 23 11 63: PAT1 GC1.0 1.9_23 11 63.ded
Heal Flow Endo Up (mW) (Sublracted) : Step:
baseline new 23 11 63: baseline new

1 a.mcd

Unsublracted Heal Flow Endo Up (mW) : Steps:
PA11 GC1.0 19 23 11 63: PA11 GC1.0 1.9 23 11_63.dod
Unsubtracted Heat Frow Endu Up (mW) ; Steps: 17~

PA11 GC1.0 1.9 23 11 63; PA11_GC1.0_1.9_23_11_63.dcd
Heat Fiow Endo Up| (mW) Stev 2
———— PA11.GC1.0_19 23 11 63: PA11_GC1.0_19_23_11_63.dcd

Heat Flow Endo Up (mW) (Subtracted) : Step: 2
PAT1.GC10_19.29 11 63 F PAM _GC1.0_19_23_11_63.dcd
Heat Fiow Endo Up (i
1.0_1.9_23_11 63 PAMGE‘ADISI _23_11_63.dcd
oat Fiog Ende Up (mWj (Subtracted) : Ste;
—————— PA11_GC1.0_19_23 11 63: PA11_GC1.0_ "I _23_11_63.dcd
Heat Flow Endo Up (mW} Step: 6

Perkin-Elmer Thermal Analysis

220 A
Peak = 188632 7C
210 Area = 179.925 mJ
Delta H =44 703 Jig
Onset = 181.836 7C
| / \ | End = 190.845 7C
o 200
Peak = 11&9 939 7C
Area = -123.268 mJ
st Delia H = -27.254 Jig
£ Onset= 174.608 7C
z | End = 163.948 7C
; R
£ 180 A 1
Peak = 187.218 7C.
Area = 192.949 mJ
Delta H = 42660 Jig
170 4 Onset = 180.192 ?2C
| | End = 189.968 7C
I 1
160
150 T T T T T T T T 1
50 60 80 100 120 140 160 180 200 220 240
Temperature (?C)
1) Hokd for 1.0 min at 30.007C 5) Hoid for 1.0 min at 30.007C
2) Heatiom 30007 1o 250207C at 10.007Crin 6)  Heat from 20,007 to 260.007C at 10.007Cimin
3} Hokd for 1.0 min at 26000 7). Hoid for 1.0 min at 260.007C 71212563 16:46:17
4) Cool from 260. et 30007Cat 10007Gimin

AMATAKNUAN 1.25 DSC thermogram Vo9ilas PA11/GCOOH1.0-1.9



126

disti.ipatl_ge2.0_10_4_11_63.ded - 31172563 22:28:19 ————— PA11 GC20 1.0 4 11 63: PA11 GC2.0 10 4_11_63.dcd
Heat Flow Endo Up (mW) (Sunuamn) Step:

PA11 GC20_10_4_11.63 ———— PA11 GC20 1.0 4 11 63: PA11 GC2.0 10 4_11_63.ded

5.784mg Heat Flow Endo Up (mW) (Sub!vaueﬂ) Step: 6

baseline 4 11 63 New: baseline 4 11 63 New doﬂ
Unsubtracted Heat Flow Endo Up (mW) : Step:
PA11_GC2.0_1.0_4 11 63: PA11_GC2.0 m 4 1( _63.ded
Unsubtracted Heat Flow Endu Up (mW) : Step:

FA11 _GC2.0_ |0 4 1! _63.dcd

PA11 _GC2.0_1.0_4_11_63.dcd

PA11_GC2.0_1.0_4_11_63: FAH GCZO 10 4_11_63.dcd
Heat Flow Endo Up {m'W) (Subtracted) : Sf
PA11_GC2.0_1.0_4_11_63: PA11 Gczo 10 4_11_63.dcd
Heat Flow Endo Up (mVW) : Step: 6

Perkin-Elmer Thermal Analysis

220 A
210
Dsllﬂ H = 44.371 Jig
Onset = 180,870 7C
200 v __ \ End = 190.768 2C
E Peak 171929 7C
177.661 mJ
€ 190 4 -30.716 Jig
& 177.2837C
z End = 166.392 7C
o
£ 180
Peak = 188.269 7C
Area 244.092 mJ
0 elta H = 42201 Jig
Onset = 181.105 2C
End = 190.740 7C
160
150 : T T T T T 1
50 60 80 100 120 140 160 180 200 220 240
Temperature (7C)
1) Hokifor 1.0 min at 30.007C 5) Holdor 10 min o 0007C
2} Heat from 30.007C to 260.007C at 10.007Cimin feat .007C to 260.007C at 10.007Cimin
3) Hold for 1.0 min at 260.007C 7) Hotor o i 2630076 1411212563 21:57:19
4)Cool from 260.007C to 30.007C at 10.007Gimin

AWARMEUIN 1. 26 DSC thermogram Vosllas PA11/GCOOH2.0-1.0

Filename: distt.ipatl_ge2.0 13 4 11_63.ded - H11/2563 23:5646 ————— PA11 GC20 1.3 4 11 63: PA11 GC2.0 13 4_11_63.dcd
Operator ID: Heat Flow Endo Up (mW) (Sublracted) : Step:

Sampie | PA11 GC20_1.3_4_11_63 — PA11_ GC2.0 1.3 4 11 63: PA11 GC2.0 13 4_11_63.dcd
Sample Weight:  4.318 mg Heat Flow Endo Up (mW) (Subtracted) : Step: 6

Comment: —————— baselined 11 63 New: baseline 4 11 63 New.dcd

Unsubracted Feel Flow Endo Up (mW): Steps: 13

PAT1 GC20 13 41163 PAT1 GC20.13 4 11 83.dud
Unsublracted Heat Flow Endo Up (mWW) : Steps: 1
PAI1_GC20.13 411 63 F'Aﬂ _GC2.0_1.3_4_ 0 _63.dcd
Heat Flow Endo Up (mV¥) : S

PA11_GC2.0_13_4_11 63: L7 _oc20. 13 4_11_63.dcd
Heat Fiow Endo Up (mVW) (Subtracted) : Si

PA11_GC20_1.3 4_11_63: PA11 GCZO T5.4_11_63.dcd
Heat Flow Endo Up (mVW) : Step:
PAIT GC20.13 4 1163 PAI1_GC20.13_4_11_83.dcd
Heat Flow Endo Up (VW) Step: 6

Perkin-Elmer Thermal Analysis

220 -
210 -
J 200 //H\ |
| Peak = 171.760 7C
Alea -1 22 341 mJ
2 | DeltaH 3 Jig
o Onea 7 vennt
2 = 2%
3 | End=166.3497C
w V |
£ 180 A
Pea
Area
Delta H = 44.376 Jig
170 4 Onsel = 180,624 2C
End = 190.389 7C
|
[ 1
160 -
150 - T T T T T T T |
50 60 80 100 120 140 160 180 200 220 240
Temperature (7C)
1) Hokifor 1.0 min at30.007C 5)Hoid for 1.0 min at 30.007C
2) Heat ffom 30.007C fo 260.007C at 10.007Cimin 6) Heat from 30.007C to 260.007C at 10.007Cimin
3) Hokdfor 1.0min at 260007C 7)Hoidfor 1.0 mn at 260.007C 1971112563 16:47:18
4)Cool fom 260.007C to 30.007C &t 10.007Cimin

AMATANUAN 1.27 DSC thermogram Y097asn PA11/GCOOH2.0-1.3
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disti.ipatl_ge2.0_16 4 11_63.ded - 4/1/2663 1:18:45 ————— PA11 GC20 1.6 4 11 63: PA11 GC2.0 16 4_11_63.dcd
Heat Flow Endo Up (mW) (Sunvamn) Step:

PA11 GC20_16_4_11.63 ———— PA11 GC20 1.6 4 11 63: PA11 GC2.0 16 4_11_63.ded

4663 mg HedlF\owEndoUp(mW)(Sub!vaueﬂ) Step: 4

baseline 4 11 63 New: baseline 4 11 63 New doﬂ
Unsubtracted Heat Flow Endo Up (mW) : Step:
PA11_GC2.0 1.6 4 11_63: PA11_GC2.0, 15 4 1( _63.ded
Unsubtracted Heat Flow Endo Up (m\W) : Step:

63; FA11 _GC2.0_ |6 4 1! _63.dcd

_GC2.0_1.6_4_11_63: PA GCZO 16_4_11_63dcd
Heat Flow Endo Up {m\W) (Subtracted) : Step:
PA11_GC2.0_1.6_4_11_63: PA11_GC2.0_1.6_4_11_63.dcd
Heat Flow Endo Up {m\W) : Step:

PA11_GC2.0_1.6_4_11_63: PA11_GC2.0_1.6_4_11_63.dcd
Heat Flow Endo Up (mVW) : Step: 6

Perkin-Elmer Thermal Analysis

220 5
Peak = 188.613 7C
Area = 188.939 mJ
Delta H = 45.099 Jig
210 Onsel = 181872 7C

| End = 191453 7C
AN

J 200
Peak = 171.434 7C
Area = -142.650 mJ
3 00 Dl H =-30.592 Jig
@ Onset = 176,841 7C
5.894 7
F | | End = 165.894 7C
£ 180 >F Peak = 188.2732C
Area = 205,895 mJ
Delta H = 44.155 Jig
Onset = 180.991 2C
170 4 End = 190.864 2C
|
| | [
160 -
150 B - - T T - T |
50 60 80 100 120 140 160 180 200 220 240
Temperature (7C)
1) Hold for 1.0 min 8t30.007C 8 Hadriomnatanane
2) Heatirom 30.007C fo 260.007C at 10.007Cimin fat from 30.007C to 260.007C at 10.007Cimin
3) Hoidfor 1.0 min at 260007C 3} Hottor o miva 260007 311372565 2:18:40
4)_Cool from 260.007C t 30.007C at 10.007Cimin

AWATAEUIN 1.28 DSC thermogram ¥o9iias PA11/GCOOH2.0-1.6

PA11 GC20 19 4 11 6
Heat Flow Endo Up (mW)

Fiiename: difstt.lpat1_ge20 19 4 11 63.dcd-4/11125634:
Operator |

A11 GC2.0 19 4 11_63.ded
ublracted) : Step: 6

SampelD: P11 GC20_19.4_11.63 ————— hbaselined 11 63 New: baseline 4 11 63 Neul/ ded

Sample Weight:  4.410mg Unsublracted Heal Flow Endo Up (mWW) : Steps: 1-3

Comment: ————— PA11 GC20 19 4 11 63; PA11 GC?O‘ISAl(Ged:d
17

Unsublracted Heal F!u\v Endo Up (mW) : St
63 PA11_GC2.0_ 19 4_11_63.dcd
Hea( F\W/ Endo UD (

Stey
PA11_GC2.0_1.9 4 1| 63 PA11_GC2.0_1.9_4_11_63.dcd
Heat Flow Endo Up. (mW) (Suhiraded ): Step:
PA11_GC2.0_18 4 1_GC2.0_1.9_4_11_63.dcd
Heat Flow Endo Up (mW) st 4
PA11_GC2.0_1.9_4_11_§: AM _GC2.0_1.9_4_11_63.dcd
Heat Flow Endo Up {mWW) (Subtracted) : Step: 4
PA11_GC2.0_1.9_4_11_63: PA11_GC2.0_1.9_4_11_63.dcd
Heat Flow Endo Up (mV) : Step:

Perkin-Elmer Thermal Analysis

220 -
Poak = 188.780 7C
Avea = 179.311 mJ
210
Delta H = 45.860 Jig
Onset = 181,715 7C
’ End = 191.206 7C
A 200 1 |
71,424 7C
140.011 mJ
s 31.748 Jig
B 190 4 76.904 7C
& 2
il | End = 165.807 7C
2 Ll
[
E w Peak = 187.786 2C
£ 180 A
Area = 194.664 mJ
Delta H = 44,142 Jig
Onset = 181,042 2C
A0 End = 190.668 2C
|
160
150 - T - T T T T T |
50 60 80 100 120 140 160 180 200 220 240
Temperature (7C)
1) Hokifor 1.0 min a130.007C 5) Hold for 1.0 min at 30.007C
2) Hea fom I000TC 1o 200007C at 10007Giin 6) Heat from 30.007C to 260.007C at 10.007Cimin
3) Hokdfor 1.0 min at 260,001 7)Hoid for 1.0 mn at 260.007C 311312565 13:24:09
§)_Cootam 2800572 10 20.097C a 10.007Gimin

AMATAKNUAN 1.29 DSC thermogram Y9ias PA11/GCOOH2.0-1.9



128

Fiiename: difst..ipat1_god0_1.0 23 11_63ded - 2311112563 3:30:41 —————— PA11 GCA0 1.0 23 11 63 PA11 GCAD 1023 11 63.ded
Operator ID: Heal Flow Endo Up (mW) (Sublracted) : Step: 6

Sampie ID: PA11 GCA.0_10_23 11.63 —— asaline new 23 11 63 besaine new 23 11 63.d
Sample Weight: 4.6 mg Unsublracted Heal Flow Endo Up (mWW) ; Steps

Comment: ———— PA11 GC4.0 1.0 23 11 63 PAueunwzs 11_63.dcd

Unsublracted Heat Flow Endo Up (mWW) ; Steps: 1-7

PAT1 GCAD 10 23 11 63 PAT1 GCAD.10_23_11_63.dcd
Heat Flow Endo Up (mW): Step: 2

PAIT GC40 10 25 11 63 PATT GCAD_ |u _23_11_63.dcd
Heat Flow Endo Up (mW) (Subtracted) : Stes

PA11_GC4.0_1.0 23 n 63 PAT1_GCA0_ *16.23 11 63,000
Heat Flow Endo Up (mW Step:

PA11_GC4.0_1.0 23 i _63: PA11_GCA.0_ 10 _23_11_63.dcd
Heat Flow Endo Up (mWj (Subtracted) : Stey

PAT1GCA 010,25 1163 PAT1 QG40 10_23_1163.dcd
Heat Flow Endo Up (mWj - Step: 6

Perkin-Elmer Thermal Analysis

220 A
Peak = 188.378 7C
210 Area = 198.395 md
Delta H = 45.190 Jig
Onset = 181.083 7C
| /\ | End = 190.748 7C
200 b1
‘ Peak 170960 7C
Area = -149.967 mJ
2 Delta H = -32.216 Jig
2 190 Onset = 176305 7C
u \ | End=1652487C
3 Ll
i
Peak = 187.365 7C
Area = 202, 737 mJ
170 o =
__4/‘\ End = 180.964 7C
|
160
150 T T - T T T T 1
50 60 80 100 120 140 160 180 200 220 240
Temperature (7C)
1) Hoki for 1.0 min at 30.007C 5} Hoid for 1.0 min at 30.007C
2} Heat from 30.007C to 260.007C at 10.007Cimin 6} Heat from 30.007C to 260.007C at 10.007Cimin
3) Holdfor 1.0 min at 260.007C 7). Hoid for 1.0 min at 260.007C /1212563 16:58:49
4)Cool from 260.007C to 30.007C at 10.007Gimin

AWATAEUIN 1.30 DSC thermogram 203asn PA11/GCOOH4.0-1.0

Fianame: st .pat1_ged 0 13 2 11_63.dod- 2111256324500 —————— PA11 GCA40 1.3 2 11 63: PAT1 GC40 13 2 11 63.dcd
Operator D: Heal Flow Endo Up (i) (Subracte): Sep: &
SampielD:  PA11 GC40_13 2 11.63 ——— besalinad 11 89 New: busskon 4 11 69 Now.ded
Sample Weight. ~ 4.057 mg Unsubiracied Hoot Flaw Endo Up (mi): St
Comment ————— PA11 GC( 3 PAI1 GCAD 13 2 n _63.dcd
Unsublmr.led Heal Flmv Endu Up (mW) : §
1_GCAl B PAT OCAD $ 3 3 11_63.ded
FoatFiog Endo Up (mW) Step: 2
PA11_GC4. A11_GC40_1.3_2_11_63.dcd
Heat Fow & Enuo iy (mW) (Subnaded) Step: 2
13.2.11.63 PAI1_GC40_13_2.11.63.4cd
et Fiow Exdb U i
AT G 33 2 oA GC40_13.2_11.63.dcd
Heat Flow Endo Up (m¥i) (Subtracled) : Step: 4
PR GO0 35 2 M 6 PATT GLsD. T3 211 63 ded
Heat Flow Endo Up (m¥7) : Step: &
Porkin-Elmer Thermal Analysis
220 -
Peak = 188.442 2C
210 Area = 113.419 my
Delta H = 46.643 Jig
Onset = 182,012 2C
| J/H\ End = 190.617 7C
A 200 |
Peck = 168.928 7
Area =-71.767 mJ
€ 1904
&
~ End = 164.643 7C
K2 | L |
& N
£ 180 : Peak = 187.7717C
Area = 131.934 mJ
Delta H = 45.551 Jig
Onset = 180.773 2C
170 4 End=190.412 2C
| T
160 -
150 B - T T - T .
50 60 80 100 120 140 160 180 200 220 240
Temperature (7C)
} Hodfor.0minatc0007C 5)Hoid for 1.0 min at 30.007C
2) Heatirom 30.007C to 260.007C at 10.007Cimin 6) Heat from 30.007C 1o 260.007C at 10.007Cimin
3} Mot oo o 260007 7) Hoidfor 1.0 min at 260007C 8/1212563 20:22:44
4) _Cool from 260.007C to 30.007C at 10.007Cimin

AMNAIANYIN N.31 DSC thermogram VasWaL PA11/GCOOH4.0-1.3
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Fiiename: difst..ipat1_god0_16 30 11_63.ded - 301112563 1:06:54
Operator [D:
Sampie ID: PA11 GC40_16_30_11_63

mg

Sampie Weight: ~ 4.320
Comment:

PA11 GCAD 16 30 11 63:PA11 GCAD 1630 11 63dod
Heal Flow Endo Up (mW) (Sublracted) : Step: 6

baseline 30 11 63: baseline 30 11 63.dod

Unsublracted Heal Flow Endo Up (mWW) ; Step:

PAT1 GCAD 16 30 11 63 PAIT GCAD 16 30 11_63.dcd
Unsublracted Heat Flow Endo Up (mWW) ; Steps: 1-7

PAT1 GCAD 16 30 11 63 PAT1 GCAD.16_30_11_63.dcd
Heat Flow Endo Up (mW): Step: 2
PA11_GC4.0_1.6_30_11_63: PA11_GCA.0_ 15 30_11_63.dod
Heat Flow Endo Up (mW) (Subtracted) : Stes

PAI1_GC40 16 301163 PAH °3C40,16_30_11_63.dcd
Heat Flow Endo Up (mW):

PA11_GC4.0_1.6_30_11 63 BA11_GO4.0_ 1s 30_11_63.dcd
Heat Flow Endo Up (mWj (Subtracted) : Stey

PAIT GC4.0.16.30. 11, 63 PATT. GGA0, 1.6_30_11_63.dcd
Heat Flow Endo Up (mW} Step: 6
PA11_GC4.0_1.6_30_11_63: PA11_GC4.0_1.6_30_11_63.dcd
Heat Flow Endo Up (mW) Step: 6

Perkin-Elmer Thermal Analysis

220 A
Peak = 188.524 7C
210 Area=184.190md
Delta H = 47.053 Jig
Onset = 181,867 7C
End = 191.101 7C
g 200
3 Delta H = -33.299 Jig
E 190 4 Onset = 176.261 7C
End = 165.095 7C
H | _L
g T
3 1804 V Peak = 187.696 7C
2 Area = 198.817 mJ
Delta H = 46.022 Jig
Onset = 181.115 2C
170 4 End = 190.354 2C
160 -
150 T T T T T T 1
50 60 80 100 120 140 160 180 200 220 240
Temperature (7C)
1) Hoki for 1.0 min at 30.007C 5} Hoid for 1.0 min at 30.007C
2} Heat from 30.007C to 260.007C at 10.007Cimin 6} Heat from 30.007C to 260.007C at 10.007Cimin
3) Holdfor 1.0 min at 260.007C 7). Hoid for 1.0 min at 260.007C 300312565 22:38:23
4)Cool from 260.007C to 30.007C at 10.007Gimin
32 DSC th du PA11/GCOOH4.0-1.6
Fiiename: dist . ipat1_god0_19 30 11_63ded - 3011112563 2:26:51 PA11 GCA.0 sn 11 63: PA11 GCAD 19_30_11_63.ded
Operator ID: Heal Flow End W) (Subtrcted) : St
Sample ID: PAY1 GC40_19_30_11_63 PAT GOAD 1930 11 63 PAYI GCAD 1.9_30_11_63.ded
Sample Wei 340 mg Heat Flow Endo Up (mW) (Subirax,ieﬂ) Slen 6
Comment: baseline 30 11 63; baseline 30 11 6:
Unsubracted Heel Flow Endo Up, (mW) S 1
GC4.0 C4.0 19 30 _11_63.dod
Ur\sublratled Heal Flow Endo Us (i) Sepe.
S 30_11_63: PA11_GC4.0_19_: 30 11_63.dcd
Fomt Flow Eniio Up (w7 Step: 2
PA11_GC4.0_1.9_30_11_63: PA11_GC4.0_1.9_30_11_63.dcd
Heat Flow Endo Up (mW} - Step: 4
PAIT GCAD 18 30 11, 63: PAI1_GCA0_18_30_11_63.60d
Heat Flow Endo Up (mW} (Subtracted) : Step: 4°
PA11_GC4.0_1.9_30_11_63: PA11_GC4.0_1.9_30_11_63.dcd
Heat Flow Endo Up (mW) Step: 6
Perkin-Elmer Thermal Analysis
220 A
Paak = 188,547 7C
Area = 173720 mJ
Delta H = 44.039 Jig
210 Onset = 181.456 7C
/‘ End = 190.833 7C
l 200 ‘ \
70.6312C
-134.893 mJ
31.081 Ji
2 190 4 A
@ End = 165.059 7C
3
I
5
£ 180 o
£ Peak = 187.365 7C
Area =201.111 mJ
Dalta H = 46.339 Jig
170 o
160
150 T T T T T T T T 1
50 60 80 100 120 160 180 200 220 240

140
Temperature (7C)

1) Hoki for 1.0 min &t 30.007C

2) Hexﬂnmaouwcmzsouml:anoumc!mm
3} Hoid for 1.0 min at 260,

4) CDdiNmZBGOWCﬁDSDOD’CaHOOO”C-mn

5} Hoid for 1.0 min at 30.00°C
6) Heat from 30.007C to 260.007C at 10.007Cimin
7) Hoid for 1.0 min at 260.007C

7/12!2563 20:31:06

AMATAKNUAN 1.33 DSC thermogram Vo9ilas PA11/GCOOH4.0-1.9



130

Fiename: pims-goooh2_1.0_96¢_12-01-66.ded - 101112665 120151 PAI1 APTNS.GO00M 10 06c 12.0185: PAH_ARTMS-GC00M2 1.0 06 12.01-86.4cd
Operator D Heat Flow Endo Up (mW) (Sublracted) : Step:
Sample ID: PAT1 APTMS-GCOOH2_1.0_956_12-0165 baseline 16-01-65: baseline 16-01-65.dod
Sampie Weight  4.608 mg Unsublracted Heal Flow Endo Up teps: 1-3
Comment: PA11 APTMS-GCOOH2 1.0 95¢ 1201.86: PA1| _APTMS-GCOOH?2_1.0_956_12-01-65.dod|
Unsublracted Heat Flow Endo Up (m) : Steps: 1-7
PA11_APTMS-GCOOH2 1.0 95¢_12-01- S el _APTMS-GCOOH2_1.0_95¢_12-01-65.dod|
Heat Flow Endo Up (mW) : Step: 2
PATT APTMS-GCOOHZ 1.0 956 12+ 01.65: PAU_APTMS.GCOOH?1.0. 850, 12.01-65 409
Heat Flow Endo Up (mW) (Subtracted) : Step:
PAT_APTMS-GCOOH2 1.0 85¢_12.01- o P11 _APTMS-GCOOH2_1.0_95¢_12-01-65.dcd|
Heat Flow Endo Up {mW/} : Step:
PA11_APTIS-GCOOH2_1.0 ¢ 9Sc 12-01-65: PA11_APTMS-GCOOH2_1.0_95¢_12-01-65.do|
Heat Flow Endo Up (mW] (Subtraced) : Stei
PAI1_APTIS-GCOOH2 1.0, 856 12.01.65. PA11_APTMS.GCOOH2_1.0_85c_12.01.65.dcd
Heat Flow Endo Up (mW/}: Step: 6
Perkin-Elmer Thermal Analysis
220 -
Peak = 189.1792C
Area = 195.500 mJ
Delta H = 45.268 Jig
210
Onset = 182.363 2C
End = 191.687 2C
200 +

Heat Flow Endo Up {m)__

Peak = 169.768 7C
Area =-146.288 mJ

Delta H = -31.746 Jig
Onset = 175.335 7C

190 o
| Enc = 164.023 7C
\-‘/ ‘ Peak = 187.502 7C
480:y Area = 200.356 mJ
Delta H = 43.480 Jig
Onset = 180.238 2G
170 JH\L End =190.488 2C
|
160 o
150 r T T T T T
50 60 80 100 120 140 1 180 200 220 240
Temperature (7C)
1) Hokd for 1.0 min at 30.007C 5) Hoid for 1.0 min at 30.007C
2} Heatfrom 30.007C to 260.007C at 10.007Cimin 6) Heat fom 30.007C o 260.007C at 10.007Cimin
3) Hokd for 1.0 min at 260007C 7). Hoid for 1.0 min at 260.007C 311312565 13:44:12
4} Cool from 260.007 to 30.007C at 10.00?Cimin

AWATAEUIN 1.34 DSC thermogram ¥09ias PAL1/APTMS-GCOOH2.0-1.0-80c

Filaname: pims-geooh2_1.9_96¢_12-01-66 ded - 101112565 13:29:28 PAT1 APTMS-GCOOH2 1.9 95¢ 12-01-65: PA11_APTMS-GCOOH2_1.9_95¢_12-01-66.dcr]
Operator ID: Heat Flow Endo Up (mW) (Sublracted) : Step: 6
Sample PATI APTMS.GCOOH2_1.9_96¢_12-0165 baseine 12.01.65;baselne 12.01-66.dad
Sample Weight:  4.826 mg Unsubtracted Heal Flow Endo Up (mW) : St
Comment: PAT APTIS.GEOONZ 10, Sbe. 12.01.68: PAH _APTMS-GCOOH2_1.9_956_12-01-65dod|
Unsublracted Heat Flow Endo Up (mW): Step:
PA11_APTMS-GCOOH2 1.9 95¢c_12-01-65: e, _APTMS-GCOOH2_1.9_95c_12-01-65.dcd|
Heat Flow Endo Up (mW) : Step: 27
PATT_APTIS-GCOOH 1.9 65c 12:01.65: PAT_APTMS-GCOOH2_19_950_12:01-65.deg
Heat Flow Endo Up (mW} (Subtracted)
PAT APTHS.GLOONZ 1.8, 856 12.01.65 PA11_APTMS-GCOOH2_1.9_95¢_1201-65.dcd
Heat Flow Endo Up (mW - Sfep: 4
PA11_APTMS-GCOOH2_1.9_85¢_12-01-65: PA11_APTMS-GCOOH2_1.9_95¢_12-01-65.dcd|
Heat Flow Endo Up (i (Subtractoo) - Step:
PA11_APTMS-GCOOH2_1.9_95¢_12-01-65 PA11_APTMS-GCOOH2_1.9_95¢_12-01-65.dcd]
Heat Flow Endo Up (mW) : Stey
Porkin-Elmer Thermal Analysis
220 4
Poak = 188.849 2C
Avea = 191.361 mJ
Delta H
210 4 Onse
| End=1912617C
’ T
g 2007 Peak = 169.607 7C
Area = 156,122 mJ
Delta H = -32.150 Jig
2 100 Onset = 175.310 7C
& End = 163.898 7C
3 | | |
L T N/ T
$ 180
Paak = 187.510 7C
Area = 215.818 mJ
Delta H = 44.729 Jig
A70:4] Onset = 179,935 2C
| End = 190.337 2C
160 -
150 - T T T T T T T |
50 60 80 100 120 140 60 180 200 220 240
Temperature (7C)
1) Hokfor 1.0 min at30.007C 5) Hoi for 1.0 min at 30.007C
2) Heatfrom 0007C s 250007C st 10007Cirin 6} Heat from 30.007C to 260.007C at 10.007Cimin
3) Hold for 1.0mi 7). Hod for 1.0 min at 260007C 241112565 23:46:56
3 Coolam 2800572 15 20.097C a 10.007Gimin

AMNAIARYIN 1.35 DSC thermogram Vas¥aL PAL1/APTMS-GCOOH2.0-1.9-80c



Fiiename:
Operator [D:
Sampie D:
Sample Weight: 4724
Comment:

Ams-geooh2_1.0_136¢_12-01-65.ded - 10/112565 14:50:38
PA11 APTMS-GCOOH2_1.0_135¢_12-01-65
mg

PA11 APTMS-GCOOH2 1.0 135 12-01-65: PA11_APTMS-GCOOH2_1.0_135¢_12-01-65.d
Heal Flow Endo Up (mW) (Sublracted) : Step: 6

baseline 16.01-6¢: baselne 160188dcd

Unsublracied Heal Flow Endo Up (mW) : Steps: 1-3

PA11 APTMS-GCOOH2 1.0 1350 1200 55 F'A1| _APTMS-GCOOH2_1.0_135¢_12-01-65.d
Unsublracted Heat Flow Endo Up (mWW) : Steps: 1-7

PAT1_APTMS-GCOOH2 1.0 135c. Tores AT _APTMS-GCOOH2_1.0_135¢_12-01-65.d|

Hz_1.0_135¢ 12471475 PA11_APTMS-GCOOH2_1.0_135¢_12-01-65.d
Heat Flow Endo Up (mW) (Subtracted) : Steg

PA11_APTMS-GCOOH2_1.0_135c_12-01- &5 PA11_APTMS-GCOOH2_1.0_135¢_12-01-65.4
Heat Flow Endo Up (mW}  Step:

PAIT APTIS-GOOOH2, 1.0, 1356, 12+ a1 ss PA11_APTMS-GCOOH2_1.0_135¢_12-01-65.d
Heat Flow Endo Up (mW) (Subtracted) : St

PA11_APTMS-GCOOH2_1.0_135¢_12- oas: AT _APTMS-GCOOH2_1.0_135¢_12-01-65.d|
Heat Flow Endo Up (mW) Step: 6

Perkin-Elmer Thermal Analysis

220 4
Poak = 189.1732C
Area = 187.660 mJ
sigd Delta H = 46.832 Jig
Onset = 182.574 7C
*\ End = 191,536 7C
,_| 200 - !
Peak = 169.272 7C
Area =-141.439 mJ
Delta H = -29.940 Jig
8 1004 Onset = 174.866 72C
@ | | End = 163.593 7C
g
[ N 7
% 1804 Poak = 187.512.7C
4
Area = 211.295 mJ
Delta H = 44.728 Jig
Onset = 180.027 7C
oy | End = 180.308 7C
160 ~
150 - T T T T T |
50 60 80 100 120 140 160 180 200 220 240
Temperature (7C)
1) Hokifor 1.0 min at 30.007C 5)Hoid for 1.0 min at 30.007C
2)Heat from 30.007C o 260.007C at 10007Cirmin 6} Heat from 30.007C to 260.007C at 10.007Cimin
3} Hold for 1.0 min at 260.007C 7) Hoid for 1.0 min at 260007C 311312565 14:15:11
4)_Cool from 260.007G to 30.007C at 10.00?Gimin

131

ANWATMAUIN 1.36 DSC thermogram 203auN PA11/APTMS-GCOOH2.0-1.0-110c

Filename:
Operator ID:

Sampie I PA11 APTMS-GCOOH2.0_1.9_135c_16-01-65
Sample Weight: ~ 4.749 mg
Comment

5-goooh2.0_19_136c_16-0165.dod - 147472666 14:17:14

PA11 APTMS-GCOOH2.0 1.9 135¢ 16-01-65: PA11_APTMS-GCOOH2.0_1.9_136¢_16-014
Heat Flow Endo Up (mW) (Sublracted) : Step: 6

baseline 16-01-65: baseline 16-01-65.dod

Unsublracted Heal Flow Endo Up (mW) : Step:

PA11 APTMS-GCOOH2.0 1.9 135¢ mmss PAn |_APTMS-GCOOH2.0_1.9_1350_16-014
Unsublracted Heat Flow Endo Up (mWW) ; Step:

PATT APTMS-GCOOH20 19 1350, 16.01.86: Fant |_APTMS-GCOOH2.0_1.9_135¢_16-014
Heat Flow Endo Up (mW) : Step: 2

PATT APTIS-GCOOHZI0 1.8 150 150145 PA11_APTMS-GCOOH2.0_1.9_135¢_16-01-4
Heat Flow Endo Up (mW) (Subtracted) : Stey

PAT1_APTMS-GCOOH20_1.9_135c | 16:01.65 PA11_APTMS-GCOOH2.0_1 9_135¢_16-014
Heat Flow Endo Up (mW) - Step:

PA11 APTHS-GCOOH20 1.9, 135': 1501455 PA11_APTMS-GCOOH2.0_1.9_135¢_16-01-
Heat Flow Endo Up (mW) (Subfracted) : 5t

PA11_APTMS-GCOOH2.0_1.9_135¢_! 01 6% PA11_APTMS-GCOOH2.0_1.9_135¢_16-01-
Heat Flow Endo Up (mW) (Subfracted) : Step: 4
PA11_APTMS-GCOOH2.0_1.9_135¢_16.01-65: PA11_APTMS-GCOOH2.0_1.9_135¢_16-01-
Heat Flow Endo Up (mW) - Step: 6

Perkin-Elmer Thermal Analysis

220 A Peak = 188.812 2C
Area oa.zm mJ
8.0
Baodh 883 e
210 \
\ | End = 191.330 7C
| ]
2 200 4 Peak = 169.396 7C
Area = -162.653 mJ
Delta H = -34.250 Jig
Onset = 175.068 7C
2
B 190 1 End'=163.696 7C
@
z ‘
[
§ 1804 Peak = 187.293 7C
* Area = 242,480 mJ
Delta H = 47.059 Jig
Onset = 179.904 7C
170 4 J\ End = 190.254 7C
|
160
150 T T T T T T T T 1
50 60 80 100 120 140 180 200 220 240
Temperature (7C)
1) Hold for 1.0 min at 30.007C 5} Hoid for 1.0 min at 30.007C
2) Heatiom 30007 1o 250007C at 10.007Ctrin 6)  Heat from 20.007C to 260.007C at 10.007Cimin
3) Hokfor 1.0mi 7). Hoid for 1.0 min at 260.007C 267112565 16:28:33
4) ool from 260. B 1 300078t 10007Gimin
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ANANUIN N.5 ANEENUALTINAANITNATUANTANIIAEA (Tensile testing)

ATNNANUIN 1.1 AefslazdTeuUUIINTgINYBIAT Young's modulus Wag Tensile

stress 71 Elongation 400% vas#ldu PAL1 way PALL/GCOOH Tusiidedudi 2

Chill-roll Tensile stress @
Young's modulus
Sample velocity SD elongation 400% SD
(MPa)
(m/min) (MPa)

1.0 413.29 28.22 28.48 1.77
1.3 420.37 16.62 28.68 1.46

PA11
1.6 423.97 34.29 28.87 1.73
1.9 427.10 32.80 28.95 1.38
1.0 425.37 28.16 29.08 2.85
1.3 453.99 38.52 29.14 2.42

0.5%
1.6 489.77 30.76 29.37 1.61
1.9 503.17 21.37 30.06 1.67
1.0 443.06 18.59 29.04 2.17
1.3 510.42 15.52 29.64 0.73

1%
1.6 517.28 29.35 29.90 2.67
1.9 526.72 25.31 30.22 3.74
1.0 454.70 30.73 29.16 1.92
1.3 514.18 24.27 29.17 1.19

2%
1.6 525.03 31.18 30.13 1.80
1.9 546.58 16.02 30.53 1.63
1.0 467.02 27.56 30.13 3.13
1.3 518.85 4597 30.13 2.26

4%
1.6 527.20 33.26 31.34 3.37
1.9 584.68 38.73 32.96 2.22
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ATNNANUIN 1.2 ARAslazdLTeuUUIINTEINYRIAT Young's modulus Wag Tensile

stress 71 Elongation 400% wa3#ldu PAL1/APTMS-GCOOH2.0 Tusiiidudnil 3

Young's modulus

Tensile stress @

Sample SD elongation 400% SD
(MPa)
(MPa)

PA11/APTMS-GCOOH2.0-

496.54 23.07 31.00 1.069
1.0-80c
PA11/APTMS-GCOOH2.0-

571.67 19.96 31.37 2.20
1.9-80c
PA11/APTMS-GCOOH2.0-

540.24 25.56 32.55 2.31
1.0-110c
PA11/APTMS-GCOOH2.0-

579.75 25.73 32.84 2.34

1.9-110c







AMANUIN V.1 UEASITNITATUIUNTZYZHIITERINGTZUIU (d-spacing) Y89 GCOOH

uae APTMS-GCOOH #il&arnnnsnagau XRD

91NNHS Bragg @313am1A1 d-spacing FatluszaziineseningtuszuIues

GCOOH uaw APTMS-GCOOH danngnsdsieluil
nA = 2dsinB

1A d-spacing Y84 GCOOH

gl n=1
A = 0.154 nm
20 = 26.46°
0 = 13.23°
wnuAtasluansagla (1) (0:154) = (2) (d) (sin13.28°)

0.154
d-spacing = ———
3 : (2) (sin13.23°)

d-spacing = 0.336 nm
Fath SEELReTENIITUSZUIUVEY GCOOH @8 0.336 nm

#1A1 d-spacing Y84 APTMS-GCOOH

Tagfl n=1

A =0.154 nm

20 = 26.48°

6 = 13.24°

wnuAtaslugnsasla (1) (0.154) = (2) (d) (sin13.24°)
0.154
d-spacing =~
pacns (2) (sin13.24°)

d-spacing = 0.336 nm

Fath SEEEMNITEN T USEUIUTEY APTMS-GCOOH e 0.336 nm
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AAKNUIN 2.2 LEAIITNITATUIURIADAIIEIU I/l V89 GCOOH taz APTMS-GCOOH

nleannn1snagau FT-Raman

ADNTIE Ip/ls BauansiaUsaine sp® hybridized sotazmanmsueulu sp? conjugated

Y94 GCOOH Wag APTMS-GCOOH anansaduiailaaingnsssialuil

B /le

Intensity of D band

) Intensity of G band

#1A1 I/l 999 GCOOH
Toed  Intensity ¥84 D band = 117.80
Intensity 989 G band = 767.49

wuAasluansagla
117.80

ID
B 767.49

|
°f =015
St A Ip/lc 199 GCOOH 790,15

%181 I/l V93 APTMS-GCOOH
Tnedi Intensity U89 D band = 91.95
Intensity ¥84 G band = 465.94

wnuAtaslugnsasla
91.95

O

46594

ID/|G - 0.20

Fathu A7 Io/lc 89 APTMS-GCOOH @ 0.20
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AANUIN 2.3 WEAIISNITAUINIUSHIUNEN (X) vasian PA11, PA11/GCOOH wag

APTMS-GCOOH #ilgannnsnagau DSC

AH,,

A X (1—wp) 100

Xe =

We X, fAe YSunaunanues PALL
AH,, 8 A1 Heat of fusion vesgamainldlun1svasuraingn

AHe,, f8 epsTidmSundn 100% vos PALL fie 244 J/g

1w, Ao ons1dulesiinees PALL Ty PA11/GCOOH

AIDYIINITAIUIN

farsanannisiiainudeunsait 2 (2 Heating) vesildn PAL1/GCOOHO.5-1.0

WARISMNIIAIUTENING PATT : GCOOH 1T11 99.5 : 0.5 lasti1utin @1u150AIUINMIUSL

Peak = 187.614 7C

Area= 145797 mJ
Delta H = 38.921 J/g

Onset = 180.606 ?C
| End = 190.373 ?C

ATWAARLAN 2.1 DSC thermogram vasilda PA11/GCOOH0.5-1.0 Tudunnsli

puSeunsa 2
38.921
X = ——————— x100
244 x (1-0.5)

X_= 16.03 %
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Abstract. The nanocomposites between polyamide 11 and functionalized graphene nanoplatelets (GNPs); graphene
carboxylic acid (GCOOH) was prepared to study the effect of GCOOH content and to study the effect of chill-roll velocity
via cast film extruder on electrical, mechanical, thermal properties and morphology of nanocomposites. The
nanocomposites were compounded with the different GCOOH weight ratio at 0, 0.5, 1.0, 2.0 and 4.0 wt% via a twin-screw
extruder and a cast film extruder into films with the chill-roll velocities of 1.0, 1.3, 1.6 and 1.9 m/min. The film thickness
was about 160-450 micron. The surface electrical resistivity of the composite films with a GCOOH concentration higher
than 2 wt% had lower value compared to the neat PA11, and the values were reduced with the higher chill-roll velocity.
SEM micrographs indicated the PA11 fracture surface was rougher than that of PA11/GC which adding higher GCOOH
concentration showed smooth fractured surface because of brittleness. The failure occurred at the interphase between PA11
and GCOOH. GCOOH acted as a nucleating agent which the crystallization temperature was shifted to higher temperature
compared to the neat PA11. Tensile stress at elongation 400% of the PA11/GCOOH films tended to be higher with the
increasing chill-roll velocity.

Keywords: Polyamidell, Functionalized graphene, Chill-roll velocity, Electrical property

INTRODUCTION

Since the global warming has affected more severe natural disasters and worldwide oil price, the plastic industries
have attempted to produce polymeric materials from sustainable renewable sources, which reduce the usage of the
petroleum-based plastics and reduce greenhouse gases emission. Bio-based polymers have drawn significant research
focus in the recent years due to increasing consciousness towards the use of more environmentally friendly materials
and display new interesting properties. Polyamidell (PA11) comprises of the large family of engineering
thermoplastics which is synthesized from castor oil through a simple polycondensation process with a very wide range
of applications and high performance. In particular, they display good mechanical properties, high chemical resistance,
casy processing, wide working temperature range and low moisture pick-up compared with others in the polyamide
family. Currently, PA11 is used in several industries, such as electricals, electronics, aerospace and automotive
applications. (1-4) However, PA11 is also limited to use in some application because of low electrical conductivity.

Polymer nanocomposites are defined with at least one of the fillers is smaller than 100 nm in nanometric scale,
which these nano-scale fillers offer to influence the properties of the polymers at low filler volume fractions.
Therefore, adding a large variety of fillers in the polymers has been led to significant enhancement in their electrical,
mechanical, thermal, and rheological properties. (5; 6) In order to generate high valued-added materials from bio-
based polymers, similar nanocomposites using fillers like graphene into polymer can improve electrical property.

The 7th International Conference on Engineering, Applied Sciences and Technology
AIP Conf. Proc. 2397, 070007-1-070007-7; https://doi.org/10.1063/5.0064068
Published by AIP Publishing. 978-0-7354-4124-8/$30.00
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Functionalized graphene nanoplatelets (GNP): carboxylic acid (GCOOH) is fundamentally single layer of graphite,
found in nature in the form of natural graphite flakes, a two-dimensional sp>-bonded carbon material that arranged in
a honeycomb structure. There are the strongest material (ultimate strength of 130 GPa and Young’s modulus of 1TPa)
with excellent electrical conductivity, high surface area, and gas impermeability. (3; 7)

The processing parameters (extrusion temperature, screw speed, and throughput) and various processes
(compression molding, injection molding, and film extrusion) are important roles on the achievable dispersion of
fillers in matrix. In particular, cast film extrusion is an industrial method because of the possibility of continuous
production films. In the cast film production, the polymer melt is stretched in air and cooled on a chill-roll. Thus, the
main processing parameters are the chill-roll velocity, and the cooling during taking-off that influence the
microstructure nanocomposites. (8-10) However, the different chill-roll velocities have affected to the properties of
nanocomposites such as electrical, mechanical, and thermal properties due to the shear stress on stretching in the
machine direction. This influence introduces different deformational regimes that are likely to result in different
structure and dispersion of filler. Therefore, the objective of this research was to study the influence of GCOOH
contents and chill-roll velocity on electrical, mechanical, thermal properties and morphology of PA11/GCOOH via
cast film extruder.

EXPERIMENTALS
Materials

Polyamide 11 (PA11), grade RILSAN® T NAT BHV2 was purchased from Arkema, France. According to the
supplier, granulometry was 40-300 um, bulk density was 400-600 kg/m? at 20°C. PA11 had a relative density of 1.02
g/cm’ and a melting temperature of 186 °C. Functionalized graphene nanoplatelets (GNPs); graphene carboxylic acid
(GCOOH) was kindly provided from Haydale Limited, Thailand, having planar sizer was 0.3-5 pum, thickness was
<50 nm, and bulk density was ~215 kg/m’.

PA11/GCOOH Nanocomposites Preparation

PA11 was dried in an air-circulating oven at 105°C for 24 hours, and GCOOH was dried in an air-circulating oven
at 130°C for 24 hours. PA11 and GCOOH were melt compounded in a co-rotating twin-screw extruder (SHJ-25,
Nanjing Youngteng Chemical Equipment, China) with the different GC contents (0, 0.5, 1.0, 2.0, and 4.0 wt%). The
temperature profile was set at 160, 200, 230, 240, 240, 240, 250, and 230°C from feed zone to die with a screw speed
of 130 rpm. The extrudates were cooled down in water bath and pelletized.

PA11/GCOOH Cast Film Fabrication

The nanocomposites pellets were dried in an air-circulating oven at 80°C for 24 hours. The samples were fabricated
in a cast film extruder (LBE20-30/P, Labtech Engineering Company Ltd, Thailand) with the different processing
conditions (velocities: 1.0, 1.3, 1.6, and 1.9 m/min). The temperature profile was set at 160-280°C from feed zone to
die with a screw speed of 110 rpm. Table 1 presents GCOOH content, chill-roll velocity, and film thickness.

TABLE 1. Composition, chill-roll velocity, and thickness of PA11/GCOOH.

GCOOH content (wt%) Chill-roll velocity (m/min) Thickness (um)
1.0 450 + 50
1.3 220+ 30
0,0.5,1.0,2.0 and 4.0 16 160 + 30
1.9 160 + 30
Characterizations

Surface electrical resistivity of neat PA11 and PA11/GCOOH was measured by a surface electrical resistance
meter (BFN-TR1380, Thailand). Morphology was studied by scanning electron microscope (SEM) (Tabletop
Microscope TM3030, Hitachi, Japan). Thermal properties were investigated by a differential scanning calorimeter
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(DSC) (PERKIN ELEMER, Pyrisl, USA) under nitrogen atmosphere with a heating rate of 10 °C/min from 30°C to
260°C, and tensile properties were measured by a universal testing machine (5969, Instron Engineering Corporation,
USA) according to ASTM D882 with a crosshead speed of 50 mm/min and a load cell of 5 kN

RESULTS AND DISCUSSION

Table 2 presents surface electrical resistivity values for different GCOOH content and chill-roll velocities. The
neat PA11 and the PA11/GCOOH composites adding GCOOH of 0.5-1.0 wt% showed the surface electrical resistivity
about 10'? ohms/sq. PA11/GCOOH film with a GCOOH concentration higher than 2 wt% and 4 wt% had low surface
electrical resistivity about 10''"1° ohms/sq compared to the neat PA11. (1) In particular, increasing chill-roll velocity
at GCOOH concentration of 2 wt%, surface electrical resistivity was reduced with the higher chill-roll velocity due to
chill-roll velocity could alter the orientation and dispersion of GCOOH along the drawing direction led to the
possibility of connection between the GCOOH, formed a conducting path within the polymer matrix and decreased
the surface electrical resistivity of PA11/GCOOH. (9; 11) Adding GCOOH of 4.0% indicated the surface electrical
resistivity about 10'° ohms/sq, owing to GCOOH formed a conductive network occurred by shear stress while
stretching film to be thinner, not due to dispersion of GCOOH compared to the GCOOH concentration 2 wt%.
Therefore, adding GCOOH to PA11 at higher chill-roll velocity showed the improvement on the electrical property.

TABLE 2. Surface electrical resistivity of neat PA11 and PA11/GCOOH nanocomposites with different GCOOH content
and chill-roll velocity.

Sample Surface resistivity (ohms/sq)
PA11_1.0 ~10'2
PA11_13 ~10'?
PA11_1.6 ~10'?
PA11_1.9 ~10'?

PA11/GCOOH 0.5 1.0 ~10"
PA11/GCOOH 0.5_1.3 ~10%2
PAT1/GCOOH 0.5_1.6 ~101?
PA11/GCOOH 0.5_1.9 ~10"?
PA11/GCOOH 1.0_1.0 ~10'2
PA11/GCOOH 1.0_1.3 ~10'?
PA11/GCOOH 1.0_1.6 ~10%2
PA11/GCOOH 1.0_1.9 ~10'?
PA11/GCOOH 2.0_1.0 ~10'2
PA11/GCOOH 2.0_1.3 ~10"
PA11/GCOOH 2.0_1.6 ~10"
PA11/GCOOH 2.0_1.9 ~10'°
PA11/GCOOH 4.0_1.0 ~10'0
PA11/GCOOH 4.0 1.3 ~10%°
PA11/GCOOH 4.0_1.6 ~10'°
PA11/GCOOH 4.0_1.9 ~10'°

SEM micrographs were used to observe the dispersion of the GCOOH within the PA11 matrix, and were performed
on fractured cross-sectional surface in Fig. 1 GCOOH are well dispersed in the PA 11 matrix after melt mixing process.
In cast films, a stronger alignment in plane and a strong orientation is in the extrusion direction. The chill-roll velocity
of cast film extrusion affected the quality of filler dispersion significantly. (7; 12) Neat PA11 and PA11/GCOOH had
mostly smooth surface with white part that indicated ductility because neat PA11 and PA11/GCOOH elongated before
the fracture. Neat PA11 film was rougher fractured surface than PA11/GCOOH film, which adding GCOOH in PA11
showed smooth fractured surface because of brittleness. Fractured surface had more shallow-depth differences that
fracture at interphase between PA11 and GCOOH. (1; 13)
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PA11_1.0

PA11/GCOOH 0.5_1.0

PA11/GCOOH 1.0_1.0

PA11/GCOOH4.0_1.0

PA11 1.3

PA11/GCOOH 0.5 1.3

PA11/GCOOH 1.0_1.3

PA11/GCOOH 2.0 1.3

PA11/GCOOH 4.0_1.3

PA11_1.6

PA11/GCOOH 0.5_1.6

PA11/GCOOH 1.0_1.6

PAT1/GCOOH 2.0_1.6

PA11/GCOOH 4.0_1.6
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PA11_1.9

PA11/GCOOH 0.5_1.9

PA11/GCOOH 1.0_1.9

PA11/GCOOH4.0°1.9

FIGURE 1. SEM micrographs of neat PA11 and PA11/GCOOH with different GCOOH contents and chill-roll velocities.

From cooling step in Fig. 2, the crystallization temperature (Tc) of PA11/GCOOH films (168-171°C) was higher
than the neat PA11 film (163°C) that indicated GCOOH acted as nucleating agent and induced the crystallization of
neat PA11. (14)

From second heating in Fig. 3, the degree of crystallinity (%Xc) of PA11/GCOOH had high value compared to the
neat PA11. %X. in neat PA11 with a chill-roll velocity higher than 1.3 m/min had higher value compared to the all
composite films due to the higher crystallization by the orientation of polymer chains in the machine direction.
Accordingly, melting temperature (Tm) of PA11 showed double peaks (182-188°C), attributed to there were 2 forms
of crystal (Pseudo-hexagonal &' and Triclinic a-form). (13; 14) On the other hand, T, of PA11/GCOOH showed a
single peak (186-188°C) that exhibited GCOOH changed the crystallization pattern of PA11. (13) However, the effect
of GCOOH contents (0.5, 1.0, 2.0, and 4.0 wt%) and chill-roll velocities (1.0, 1.3, 1.6 and, 1.9 m/min) on T, and T,
of PA11/GCOOH had no significant in Table 3. and Fig. 4 (4; 13)

070007-4



144

1.0 mimin
1.3 mimin
1.6 mimin
1.9 mimin
& &
g H
2 8
5 ©
a -3
E g
2 2
< <
a2 S
g T
= =
3 3
5 §
PA11 0.5% 1.0% 2.0% 4. 1.0 1.3 18 19
GC content (%) Velocity (m/min)
(a) (b)

FIGURE 2. Crystallization temperature (Tc) of PA11 and PA11/GCOOH (a) at different GCOOH contents,
and (b) at different chill-roll velocities.

PA11

[ 1.0 m/min . 0.5%

e B
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Degree of crystallinity (%)
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‘GCOOH content (%) Velocity (m/min)
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FIGURE 3. Degree of crystallinity of PA11 and PA11/GCOOH (a) at different GCOOH contents,
and (b) at different chill-roll velocities.
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FIGURE 4. Degree of crystallinity of PA11 and PA11/GCOOH.
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TABLE 3. Thermal properties of neat PA11 and PA11/GCOOH nanocomposites with different GCOOH contents
and different chill roll velocities.

GCOOH
contents

0%

0.5%

1.0%

2.0%

4.0%

Fig. 5 shows tensile stress at elongation 400% and ultimate tensile strength of PA11/GCOOH with different
GCOOH contents and different chill-roll velocities. Increasing GCOOH contents was not affected on tensile stress at
elongation 400%. However, increasing chill-roll velocities in PA11/GCOOH films caused tensile stress at elongation
400% to be higher slightly because of the orientation of polymer chain in extrusion direction. In addition, adding
GCOOH in PA11 indicated the trend of ultimate tensile strength to be higher due to GCOOH acted as reinforcement
in PA11 matrix. (3; 7) Comparison among the various cast film thickness, it was pointed that the stress-strain curves
showed the typically low average values and the relative high standard deviations due to the thin film samples, which

Sample

0%-1.0
0%-1.3
0%-1.6
0%-1.9
0.5%-1.0
0.5%-1.3
0.5%-1.6
0.5%-1.9
1.0%-1.0
1.0%-1.3
1.0%-1.6
1.0%-1.9
2.0%-1.0
2.0%-1.3
2.0%-1.6
2.0%-1.9
4.0%-1.0
4.0%-1.3
4.0%-1.6
4.0%-1.9

Tm ¢C)

187.61
187.77
186.81
188.79
187.61
187.77
186.81
188.86
187.95
186.69
187.06
187.22
188.27
187.77
188.11
187.79
187.37
187.36
187.70
187.37

Te(C)  AHm (J/g)

168.25
168.93
168.58
169.07
168.25
168.93
168.58
169.07
169.93
168.77
168.58
168.94
171.93
171.76
171.27
171.42
170.96
170.79
170.78
170.63

37.49
32.52
43.28
41.61
37.49
32.52
43.28
47.13
47.23
42.26
47.82
42.66
47.88
44.38
46.49
43.22
43.55
45.55
47.03
46.34

chill roll

Xe (%) yelocities
15.44

13.39

17.83

17.14

15.44

13.39

17.83

19.41 13
19.55

17.49

19.80

17.66

20.02 1.6
18.56

19.44

18.07

18.59

19.45 1.9
20.08

19.78

1.0

resulted in an early break during the tensile testing. (9)

Tensile stress at elongation 400%

16
Velocity (m/min)

[ PA11
[o5%

1.0%
2.0%
4.0%

Ultimate tensile strength (MPa)

Sample

0%
0.5%
1.0%
2.0%
4.0%

0%
0.5%
1.0%
2.0%
4.0%

0%
0.5%
1.0%
2.0%
4.0%

0%
0.5%
1.0%
2.0%
4.0%

Tm ¢C)

187.68
187.61
187.95
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FIGURE 5. (a) Tensile stress at elongation 400% and (b) ultimate tensile strength of PA11 and PA11/GCOOH.

The PA11/GCOOH cast films with different GCOOH contents and chill-roll velocities were successfully
fabricated. The relationship between GCOOH contents and chill-roll velocities showed the influence on electrical,
mechanical, and thermal properties. At the GCOOH, the increasing velocity at 1.9 m/min exhibited the lowest surface
electrical resistivity. The DSC results indicated GCOOH acted as nucleating agent for the PA11 crystallization. Tensile
stress at elongation 400% and ultimate tensile strength of PA11/GCOOH films with high chill-roll velocity showed

the trend of higher value compared to neat PA11.
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