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Abstract

This research focuses on a series of degradable crosslinked polyester and copolyester
synthesized from polycondensation between 1,3-propanediol and various diacids such
as succinic acid, slutamic acid and sebacic acid. These monomers became recently
interested because of the potential production from renewable resources. The
crosslinking agent such as citric acid was employed in curing process in order to
improve mechanical properties and molecular weight of the final polyester. The
studied factors include the synthesis time, type of monomers and polymerization
temperature. Chemical properties of the polymer were then analyzed by Fourier
Transfrom Infrared Spectrophotometer (FT-IR), Proton Nuclear Magnetic Resonance
Spectroscopy (NMR) and Gel Permeation Chromatography (GPC). Mechanical and
thermal properties of the polymers were tested by tensile testing and differential
scanning calorimetry (DSC), respectively. Biodegradability of the polymer was studied
by hydrolysis. The results show that almost all synthetic polymers are rubber-like
when prepolymer synthesis time was 18 hours. The obtained prepolymer is more
viscous than that obtained from 12 hour of synthesis time. The results from tensile
testing show that the crosslinked copolymers from 1,3-propanediol-succinic acid with
1,3-propanediol-glutamic acid (PSu-PGlu) have higher vyield strength and higher
percentage of elongation than copolymers from 1,3-propanediol-succinic acid with 1,3-
propanediol-Sebacic acid (PSu-PSeb). PSu-PGlu is additionally more flexible and more
resistant to applied force, which is in accordance with the result from DSC. The glass
transition temperature of the PSu-PGlu polymer is in the range of -9.57 to 2.04 °C and
the glass transition temperature of PSu-PSeb polymer is in the range of -26.35 to -
17.15 °C which give the conclusion that the molecular weight increase with increasing

synthesis temperature.

Keywords : 1,3-propanediol / Biodegradable / Dicaboxylic cid / Polycondensation
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1. gaumainanans1uddy (Glass transition temperature: T,)

wedlesiuansrngamginatansuddudunefwesiifinsdaiesaeldluanauuuliiluszdeu viened

wesedngu igumailisiindi T, weAwesazldnuvauziluvewiandiowia (Glass like) uluazisiz Wagn

Y

o v

igaumgiandt T, wnqaudfivisedimwemediuesaviuiouly 1wy anunuiwiy A1lug davedainy

3

2. qmmﬁwaaumm (Melting temperature: T,,)

a 1

wodweindenudundnazivdsuanuzanveswdwinluveavaiioaumgiivaeumad o gaumgiil Wuss
seninaluianavesanalenefinesvoouas enedweslasuussuianassifeuniuiy wazluald Ay
wlwswazlugdavesnudavduiialndaud a anmsiunzdmiunstugunediwesmemnaiinmiigg wu

nsvae N3aaTugy 1wy yavaeumaivemedwesvateyln wanaianised 2.1 wedwesnalund



[ = =

ANWMEAINAN (semi crystalline) %

v
a o

UM

annuritguniivanuval Lavguniinanansiuadu

Density

—— ~

e = Urystalline
— ~

Senuerystalhne

<_Amorplions
P

10

didundnuazdivedugiuluiueg avuannisilduulas

JUN 2.6 namAnuduiusSEnI I UILLuTUAs UL liveediues

oy T, vomedwesiilufiAegsening 0.5-0.75 witves T, wedwes lasvadwvemediuesninase T, de

Wy wedleiidudl T, ¢ (Mningumgiivies) WewSsuisuiunedialasiu Jellvyunuideduasueuluay

Tovdnazdl T,gen (85-125°C)

M1999 2.1 geunndl T, wa T, veswediwesuisiia

polymer T, (O T, (O
Addition Polymers

Low-density (LD) polyethylene 115 -120

High-density (HD) polyethylene 137 -120

Polyvinyl chloride 175-212 87

Polypropylene 168-176 -16

Polystyrene 240 85-125

Polyacrylonitrile 320 107

Polytetrafluoroethylene (Teflon) 327

Polychlorotrifluoroethylene 220

Polymethyl methacrylate (Acrylic) 90-105

ABS 88-125
Condensation polymers

Polyamide (Nylon 6,6) 265 50

Acetal 181 -85

Polycarbonate 230 145

Polyester 255 75

Elastomers
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Silicone -123
Polybutadiene 120 -90
Polychloroprene 80 -50
Polyisoprene 30 -73

3. gauuniaaefa (Degradation temperature:T,)

Maungiiauing wusslaviaudsenineneuluaslenediuesarunsagniiiaty wagvilvinedwesingd
gamqiifnasil fie gamgliaaneivemediues uenvind AMeeendiau Sddansililownn uazuuaiiise A

ansavilvmedwesiianisaaiemilaudoglugaumaiion
2.1.4 nalnnsiaufiserwadwalsiwdy (Polymerization) [7,10]

mMsdapszinediweitude nsiweuswesinseiuduasldenlesliinnsviufiseiu Sweuswes

v
ad v

Mhwnldiuazdediflsidunuadftuinadanstuly Faintuldaniused niluiuse viellvyilaidu 2 vy

v
s o A

ll Tnglunisduasigvinediuesuuiuiisenldlunsdunsiei 2 nszuiunishie wedwelswduwuy
5367 ¥3euuUaNLY (Addition %38 Chain polymerization) wagwediualsiwduuuuAlvLLY W3BLUUTY

(Condensation #38 Step polymerization)
1. wedwelsiwdunuusind sieuuugnls (Addition w3e Chain polymerization)

JunsduaszinedwesinsnmsfuseuswesidnlUluasldnedwesidluflazususiues laglifinnsngn

Ys0rAoNA1eY dnalnnisiin 3 Tuneu Ao

o

1.1 JuSuAY (Initiator) azf@15Y (nitiator)  YIutNlunsIAANSuSARABa YSBLaU

losau AANIelson1sAnU ATeN

1.2 JuinUfiisen (Propagation) atgwediuesfiinannsusnireailiasntuisuny

FIUFINUNDUD

1.3 Fungaufiizen (Termination) anelewedinesusnfneavzgnyililiddehiluujiten

wsaRreavzvnelunanauanslgnadiues
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Initiation

X-X —» 2X*

X* + CH,=CH, ——» X-CH,-CH,*

Propagation

X-CH,-CH,* + CH,=CH, — X-(CH, CH,),- CH, CH,*
Termination

X- CH, CH,,- CH, CH,* ——» X-(CH, CH,),- CH, CH,-Y

2. woda LI UL UUAIUKIL 3B UUTY (Condensation %38 Step polymerization)

Hunsruiumsduemzinedweilneinisidouueusiuesediston 2 4iin ey feususiueiusiazih
awsznaumeilerduuuadiinnniaestululunsdivhuiisen Im’JL‘ﬁav‘hﬂgjﬁ%mﬂ%gwﬁwsé’mmwﬁwg
flafduvesfiseliiuanelsluana ilefazanunsainufizelsdn IngluszninanszuaunmaiAnujizen
szmeuazinnIngroaninnaelsduhlfAnasidasunide 1 wedwesuildthnedswauesnoos

ANUBUBLBINLTIUNSALASIEN

o
1Y a a A e

anvaueNdAyvesUfizesiinil A veuswesuvinuisetussiujissmuasiwsufnzensulng

o

satuRaddnunauawesluansnduasieiias vsaiiiiedntios

v
o

tunaulunisiinufiseriuasiiniluiu Inesslitunowiiequinuneg Jazdunisiujiseveduana

Va9 vUNA AagUT 2.8

monomer + monomer dimer
dimer + monomer —»  trimer
dimer + dimer —»  tetramer
trimer + dimer —»  pentamer
general from

n-mer + m-mer — (n+m)-mer

JUN 2.8 Tumpumaiinufisenediueslswdunuuiy
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wenanillunsiieufiserluusazduneuaziidnsiirdifiuandsiu Famsuennisdnwluudazdugey i

Liladsdndudosisaunfgrussalull

2.1 Wiehmyilsiduisaesiivangluanaisassdisesweusieiiiniudeshiseujizen

NINU

2.2 Witedmyilandunsaemyiaeluianansasstniaesiinasinuiiseninngiesds

Aaane lddmniafivaneuiserasinudisenluudrnanudnminiafiviossiinnuiedhnd

2. 3liluanaszenvilsiniu Widedanudedhwemyilsiduiivaneluanaldiwieuly

Aoluvuivrwavesluang

2.1.5 9auAEASURINDANB LSIUTULUUIY [7]

Jaurmansvaeiluelstuluuiy fe daswesuisemeaswelswdutiues Feiarsanladu 2 nsdl fe

o o '

nsiinuauswasiiussamIuies waznsdntisdulusiise

1. nodwelsiwduwuuisneiiies (Self-Catalyzed Polymerization)

'
aaa N

Tunsvifseluvsnsdlidndudeddnsnasiumoliduiusujiseniiosanaisuvendanlu

[ Y]

wouawesavimhAdudiseiisenesdsaunsadouujisenadily dadl

RCO,H + ROH -H,0 RCO,R'

—_—

RCO,H

£% v < a aaa (%
waraLlAaNN1SOnT ) ﬂ?iLﬂﬂﬂQﬂ‘iEJ’]ﬂﬂﬁﬂJﬂ'ﬁ

d[COO0H] )
—— 4 = KcooHTToH (2.1)

91NauN159 2.1 dasnsiindjisen Ae dnsinismeldvesmnudutuvensaasuandaniiey

funan fivualianududuvesmyasuendan whivenududuvemylansenda wiriu C amsaideu

o

aunslaeadl

dc

% = kcd (2.2)

nauns 2.2 luduinse azla

2kt = %— constant (2.3)

C
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giviun p Ao evdiuvemyilaiduivinuizenluudanivan t devyilaidunionn vie n1seaiu

LUvesUfiisen (Eetent of reaction) ftuazlanauduius Ao

c = co(1—p) (2.4)
e C, A AULTNTULSNAY
a | ' s A A a C
(1-p) fo iwwdwvemyilsiduimdenan t = —
Co
aun1s (2.3) andeulvllidy

2 _ i
2cpkt = )2 constant (2.5)

NENNTT (2.5) awnsadngulnailed

1

Em—p = 2cikt + constant (s

1
INANNTT BUNTTIUNT AN NFUNUTTENIN —(1 )2 fu t 9glansndunse ANUTY Ao
-P

ZCS kt ShY
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/
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/ -
e ’; 13 .H : <
—-| 2 200 / > & Lig ne
= ¥
/ I
| |
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| 4 | [e
, ¥ |
120} / ﬁ
/ Lao 10
O} / '
80t o | 1
/ LR
, l '
a0 A ;
C ‘ ke
’ ,Id L4
\ X
’)f/,_,_a LIRSS VR | GARGSHTORE LSISIERS IESISIELPTS [T _L__.l :Cr\ l
D 4O 00 800 1000 1200 D0 1600 :
Time, min
al o o ¢ ' 1 Y aaaa ' =
UM 2.9 nsmAuENUeTEnINg —(1 yz M t vosUfiisssenintlaenedulnaea
-F

a

(Ethylene glycol) fiunsaezlatin (Adipic acid) ﬁqmmu 166" °C [11]

U

anlviensdsnuUsyneaumenyileidu 2 niuagliiRnuisednaufes (side reaction) Inuumyasuendailyl
Uit Maneldluanannuagdeswinduduuasleiaualussuuwindu N dlvivgnsa viienylname

aveniulilug wariuninlumbelasadne dalu Suiunesvendaluneuduiuwiniudwiumie

lassasnnunngnaualuaeleluanamindu N, daluagldnnuduiusaal

Nﬂ CE' 1

—2 X, = DP
N - 1-p n (2.7

NANNFURUSAINGT? X A n1snseatgvuinvetlaiana (Degree of polymerization) w3eanglgwad

wesniauevesasld uagduiuvesaelgliviiu Suinanufiseinisiinnediues e Degree of

polymerization DP aunnsit 2.7 @ aunsualsises (Carother’s equation)
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nsmiminluanawdelaedon (Mp) awnsomldanauns

— _ M
MI‘I — MDKG — (l—‘;}

(2.8)

%
o o IS

ilo My fe dwiinluanandsvemhedngfumsiie 2 (nsizusiazmeiionduiimiaiveda 2 )

Y

2. wodwe s TULUULINENIAINABUBN (External Catalysis of Polymerization)

nsfilansadnludiessfitsen wu HCL Wousnsnsnsifinuisenlaneaunis

_@ — k[HCI][cOOH][0H] 29)

Taudiudures HCL asft tnszaziiuann k[HCl] = k' wae [CG{}H] = [GH] =C

anansadeuludladu

de

_ — k'c? 2.10
it (2.10)

duinsnazle
_ F
= cok't + constant (2.11)

1
a o v [ U U ¥ Y U = I [
NFUNTT FWTOVYUNTINANUAUNUTIZTNIG iU t azlansvidunss mnudy fe Cﬁk GNE‘U



»
s Reott

il -
400 00 80

Time, min

. 1
JUN 2.10 nemAnuduiusTEning P fiu t vesufiseseninalaeniaulnanea
P

(Ethylene glycol) fiunsaezlatln (Adipic) ﬁqmmqﬁ 109°C lneinsannsingdu

Faluiin (p-toluenesulfonic acid) AULULTY 0.4 mol% [11]

2.1.6 nflsnﬁza'laﬁuaenajﬂmaqa (Distribution of molecular species) [7]

N

Tunsdauasgiuuunedwe lsiwduiuutuiy nsfnwinisnsgaiedvesivtnluanaiieiasginnisaiy

v
o

Luainge aglangulaanaidnuaregisls Tdnawumiledslingulaananiidmiingsge

vasluanaien (i mers) Badlanuduiudasaunis

N; = N(1—-p)p'*

(2.12)
dlo Nj #e unliananiinuiegieiu i e
N fo Sruniluanavisne

P @ nsanfiuluvesufisen

a1l Ae uaulasaseiiusingan auns (2.7) azla

17

wlLAwaIy
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N = N.(1-p) 213

wuA N naunis (2.7) asluaunis (2.12) agla

N; = N1 —-p)-p'? (210

Pnaumsiuiladdunisnszaelned1uiu (Number-distribution function) veanediuebsiwduluudu lng
wansfeusenfialiuluniiansngg fedd p saiu agldnedwesniivwinluana fie IfTwuunwiile

TasnsiBeunsiszadng N, fu D Pagldnsmidnwaseiogy

~
=
>
2
8
£ 10
Y 2
D ]
£ 2
3 | et
= OL \\ ¢ —-
0 100 20C 300 400 S0C

Degree of polymerization, x

JUN 2.11 uannsnsyatgvesradmesndvunaluanasiieiu Weanduluvesjise

ey Tapannsivl Ldu 1, p = 0.9875; 1du 3, p = 0.9950; [11]

9n3UT 2.11 axnuiideufisenduiululdliinn fe p des agldswauluanai DP swdudiuauunn

willoufAsensuduluann Ao p wn wu p = 0.9950 wuhiiswwdll DP wn $wualuanaid DP e

Anag

nauns ol i = 1 agle

2= (1-p)

15
N, (2.15)

v
1% o o '

anliAnumiinuyilsiduivanglaana wiwdwiivtn Wi vadduanaiiens i-mers fie iavdiuiminues

lananivilelasadne i vy agldrnuduiug

N, (2.16)
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wun lUluaunsagla
w; = i(1—-p)-p'? 2.17)

Mnaumsazduilaidunisnsgaelaeimdn (Weight-distribution function) vesnwediualsiaduwuudu 9y
vsvendeuizendaiululunaisnge fe fien p sty azldnedwesfnduindn Tnawdioiha Wi du

DP aglansmidagy

15+

"

=

>

= 10

i

& 5

=, 3

9.) s e et il
> 0 A ‘J\“gj

C 100 200 300 400 500

Degree of polymerization, x

JUT 2.12 m3nszanevemedwesndvwisluanasiegAaduhmindenisdniuluves

UAze9n9u Inensivl i 1, p = 0.9600; wdu 2, p = 0.9875; 1w 3, p = 0.9950; [11]

NnUR 2.12 nsmlaziidnuazimiiounisnszansuuusuay fie Wep i axld wedweshdl DP ¢ Andu

Ymdnldunn uswern p getu lwanaiidl DP dezanas dinasaswdluanaiisl DP gaavaniudle
a & 8 o

AnLUULINUN

2.1.7 nMspuguimtinluana [7]

n1sAruAudIntnluanalilaniudeInts asdisluniswmssunefiwesilanuaudiinudeanis Inens

Auauimtnluanadimefunane 3B

1. msngaufiseivanvay lneufisemediwelswduwuututuivinluianassiiugduniuial

Bananunuwilahudnluanadwnn seluarsilalaensvilngu weliujisemeeazldihudnluana
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MuAeINs wiishuulenaldiativsiliesanmnianuiowiniu nyflandunvaisluanadeaiunsadii

Ufsenldenarifisesedn Jsmuauuisensin

2. Mawanansiingilendu 1 nyadld lnearsdsndrudediluvifisernvaneng deidues
Tuanawediwesud aunsavgansinufisels Wewinluwdeunyilsiduiiannsaviufasentiduny

Handuinlaanunsaiuiisensela

3. N15USUANUTNTUYEINBUDWBSTY 2 Taanisidmdivsunaunniiune Wevintujisenly

v
o

ufieaniaeusesiniteuzvun Ujisenvevenazlinedwesiiuminluananiudednis

2.1.8 wailanszuaunisufisemesiualsiwsy [7]

Tunalnvesnisiinufiseuaslassadruaivoamedwesvionedwelsiwduaiunsaduunvatalunisned

wolsiwdy iy 4 walameiufe
1. wodwelswtuwuutan (Bulk polymerization)

wedwelsiwtuluulad viisenaFunuuuuien (Block) viiauuuud (Mass) diuuszneuasiiiiieaeusiues
warfsuiiy Judunszuiunmsiiieiian waslindanaiiidgaielunanegdos uwiindymlusowedly
nszUIUMsduAsIRimsaamanuFeuds dulunszuiunsifadundedldlunediuelsiwduuuumuuiy

< aaa a 14 1
wssduufisennidnsaeanuseulilas

Jofvosmadialffe Aldiedmiuingaulunsndndeudisindefisuiumaiaduiaslidesdinisidnd,

MaraueanInneaas nendsnnnediualsiutuasandn
Taglunszuiunisnedwelsiwtuwuudaryinle 2 35 A

357 1 wuuldnou

v

Usglevtiveanislinseuiunistwunisiinnisisslaednlud@inlilanedfwesuimtdnluanaged sreudns

willed uariiyanasudigs ddiseasyidunsyuiunsiifie

n) AnufauiiinanUfisendedinisssuiennuiouna insizazdwalinediuesifion

waztinnaduuiunediwes vnlidnisaiuauna

v

%) Uauswassoainmsidsululduneduesiaun

A) NsuasmNiadulunediua oty
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v

Tnedgmdsnaniuaunsasidymldleensfiunediwesiminluanadieotisannis

WnwAaiuasluuseunn 10-30 %
B9 2 wuuniu

wediwosildiuasiidnuaniuvoananiodeglunufingal wazdfindsuuameseuaesluify
wediuoslids 70% weusmesariosgnuonoonuiterundudlulu Tnglunseurunisiiazsiosiinistiu
munasanadmedeiiinauysaiazeglusUveanailasazgngaeenliilevhmsiulmnduduleseld
wardnufisenfiinsmuutiuaedesdiniuenthesnlude Suinldisdtunediwelswdunuuauiiy

wsedianuniialias annsaniuvsetuldnasanm
2. wedlwelsiwduluuasazane (Solution polymerization)

wodwelswiuuuuansazans nssuunsiuidammedwelseduwuutad lumsssuieanuteusenlnesh
Farane daluddinniushararadily sxvldsruuduasazatsuariinnuniinanas vildnnsnu
wagn1stunseildazannimedwelsiedunuudad warauaunsmemanuiouldineg uideldsves
maﬁﬂﬁdaqmmﬁ v fisendiosgninfnliiningaiiieavesiiharats dansiingangionadsmasie

gnsnsifinnfisenls uenaniinmsidadvhazarelinunainnediwesimisuladuiifuSeiigeen vh

Tsendailddnalunisndndiindu waznisdendiiazanelilifinasenalnnisfiaufisetuurilaenn

|
o o

3. wedelsiwtukuuddatu (Emulsion polymerization)

nedwalssiuuuuieiuany nszuaunsiveusmesnszeduionaniuinddduiniazas Taay
wnduding nszanerhly Fmedwelswiuiiinnnueuswesdindng wwlvildwedwesidadny wuiu
Teilfuhanufeuresiisefeth lunssuiunsiiaumansadefunedwelsisfunuutadidosnnd
Wissueuaed uaziiuuiu uinssuunmsasiAaldiinidudesnanuuinvemesusweidnivuin
0.01-0.5 cm wagdnsnszanesihuinm waznslidiadliess (emulsifier) 1wy ay 3o nednwon 37ad
yheas shwihflanauisiiveninilelmAnnzdifatu avsududuluead (micelle) Tassaisluiana
vp3diiadlronsusznaudie 2 duwu fo dufidulslnsmivoulifianinds 19 uazdwiidungansuend
andsfianinin (i) fdudeagluilanasgiuduiliveuihdluluwed wasiuduiiveuioandn

wen weuswesldadluazidnluegneluluwad uavursdiunseaeegluii dssunegludnieldsuaiy

'
o P a a

Sowszunnduindunsndda Weushdawdeuidhgluwadiziianedwelswdutululuwad Uiiseay

v v

siusialuiFes aundusaffadduazndeudlUluluwaduagyinlinedwelswdungna

4. wodlwe e uLuULYIUaDY (Suspension polymerization)
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wodwelswduwuuddatudunssuiumsililunswisunedwesiinlaeufisewedwelswduwuugnly
wsndda lngldundudihazaredsadrenulunssurunisuuuwuiuasy uwinalnlunsviufaserduiianig

o

wANF19Y tneidauwnnenasail

n) lunszuaunswediuelsiwduwuudiatusuniavetousiuasivuin 0.05-0.5 micron

TuvaghuuwyIdaeeiivuineyn1a 0.01-0.5 cm Falvginin

) Fsudtglunisuiruniswedwalsietunuudiadtuazfesarangluin walukuunyIu

angfsuIraratsluLauBIDs

s '

A) KandnveenszUuNIedwelswdunuudiadusredludnvasanindfidnuae yuu

AdeUILY WownaunIATesEswuIaBensEsludn vugansuINaRe s sllansauenlnen1snTos

10 walulUULILaR YA TARENANTHYIUAREMENTINTBLAL T INVUATR RN AN TIVWIA LR NI

'
saa o

walladlimngayldfunedwesfiidnvasnieadniududiouldite (Tacky polymer) 1y eanalawes

(Elastomer) wazdafvoanafintifeaiunsaniugunisaiginanuseuldieiiesaininisldfinalsves

Ufnsenlunisanewmanusou

2.1.9 Mslduslevivanaiiwes

wodwesladnsduasziniofintuninusssugatulinaihunldussleniludenamnssulunainvaiy
Uszianlagagmugauiuuseiannisldnuvesgaaimnssutdunseliluegivam audfiniual uaznia

[

M INTvemedesiy Insausaswunussinnvssneawasnin s lulduselowidy 4 Usznneall

1. wana@n [10]

o i

wanadn Ae a1susznevliianavuinivg iviweseamginnlunisvasumailalunisvasuaiin
anuzvawdsllidunasmnaituazlddmaseaudiiviaai lnenarafnuuaduvszinvgeseanludu 2

UseLnm Ao
1.1 weshuwaRawandin [12]

Junanafindildanunsavilivasumailddeninuiou asasguagaansmenisuuiedisen viearu

o

Sou Welvimnuseuiigaumaliasilifanisaateds visludld Jaguiinidsliamnsaiunlodala
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1.2 waslunanasn [12]

Junanafinfianunsavilivasuvaiviewdsugusilameninuiou uasudsdiniievilidu warafnviail

Jaaunsaslafale nefaudiniaaiilifinsiasuwlas
2. 8974

g1 Wedanalawes [Wunedwesnansadavgulags Trnuvusoussis waziiduegdan lneunfienas

a

Dunedwesedugiu Teamaliudsuanimuismnitaumgives

Y

3. 159U

153U SAnunanefindne eravuneiananadin Wy watadnisdu vieeradunit 1sduethafen %naglﬁﬁgﬂ
anzvosuds (fiananadn) vieanuzveanad ddluurengudinsdueisldfuindimesifanuzidu
Youvan 1wy wedleames eza3ansdu Wudu Fuhunldhditunseane wiolduautulowdvifuey Hu
#u wanafnuantagiirnudousge nudensanssunnléd doliannsadeusasguindldnidouden

warnesiduzusIwdn
4. lwwwes [10]

liues Ae arsiiinainnisduasieiiiluanasuiaing Ingluanassidndiuvesninueideiduniu

v '
v o a

Audnana Tusidian 100.1 lnglviuesaunsaudsdosliidu 3 viin Ao

4.1 Iwesansssuwd fie lwesnlaunaniansssuws

'

4.2 lwesniduasizyt fe luasnundnunannisusulgsianilaansssuuii

¢

4.3 Iwesndunsiey fe lrluesiindnunainnisdanseiluiesuuiannis

2.2 wanannfigasaangldnie@anin (Biodegradable plastic) [13]

wanafnideraaglanisdinan fie nanaiinfignesnwuuniieliianisidsuudaddassaiimaniangld
annzwindeniinualilagianie deliAnnsagideandfiviausenisiaunsainlalagiznisnaaey

Wegumzandmsunatain waznsldanulutianamnds awnsawdslaily 3 Ussande

v ¢ A

1. wedwesiildnsssumAalidnasduiin viednd viedunid sauvteyiusveanediueszinn
wienil 1w 819 wle waglaa ladu lalagu wdu waziu lnewnegludmanlusiu uaznedusanlsn o

NodasUsELNNTTRUAIINTU
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2. WadwesNgasaaalanisiinInaInnsdnasIzvnedlasTinw

NORLUBSNAILATIZIAINNITHAATILAUDUBLUBITINN LYY NOAWAAR NLETA I1NNTALANANTAbAaINLT

' a

wodlilaweanesed wedaluswanlnu tudu wedwessenaniiaudinaniinedwasnlaansssuvia

¥ I

wu sl wavdiothlunauiukteasinlvdiaud@in1enana warlanua@unsafumuUAUTUNAUY

a

3. WedlwesNaiannydunidvsawuailde

a

wodwesNlannauvsdvTouuailis el un1sAnudaiugnssuy waglaaanuuaniieuasnodlansond

'
=

975159 FUTULMEINSINURALENEIAITUD UYL UATIS 8

2.2.1. Uszlevivesnanannigasaansla (2]

'
a1

waraRnfigevaaglagnihanldeuluvanes Audseludl

1. Mildaumanisunnd waradngesaanglagnimuduieldlunisudnannisnisunme i
Avliadien enfignesnuuuanlianunsanivaumvandaesienegietig nelusismelutiesvesiaivile
vielnuazate gunsaluszinnang waruiununszanfildsunsidauazilteglussnmenaansadesaagla

LBINIENAIIINNITMEN AR AU SRnRUUL LA aSIAY

2. @5MARUNTEAY Visally Tnisimatafndasaaslenistininunldeuduaisiedsunseany

FmSuriauaUasNgs MsemeuNvlnltwan

o

3. faunguiu waztandniunisinuas duaquiudmsunisinuasidugunsainisnisinensi

o

drAgflunisimnzdgniivedn Wy uz@emna Jauduiiauasdisdesiunsiiulnvesiviy uagsnwianuiuly

Al

4. gananafnuagidunanafndmsunisldnuiuussadauelasuanudenlunisldnumn dwali

o

fidndwegluregludiinauauardililasuanufisudinduunsleda eewndanugeenluduneunisdn

o =

wenuazyinauazen suddleldinelunsudiasilildduamiaasvgia wanafndesaasladadu

wanaRnifidnaniwlunsildununanafinimluiiends duguasiidy

5. Wy wazgedniuldvesiavemns Tiduuazgananadndesaanglaniadinmdmsuldlduesiay

2115 WMUNTENSUANIUNNTTEUUNITA1INV8LBUNTINI8ITA15ABUINEN 11B991NEINITARITALAENIS

&

iniheeulnansenvezdunsgous) MnAnauazanlideswanii
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6. UsTTILeN15UIInA Nanafndesaanelivnsn mieldlunusinuussdnandddussdue
Felfussadusiomsindnannaradinialudnlalasuaiuleudnduunileda wesindnisvuidougs
msmanafngeeaaglduwdnduussydusidmsueims wu angevaanglddmsvenmsdusaguuay

awsauiu ndusummidunisasdymmunisdansvezussyduiaste

7. Wdatunszunn (Loose fill) Inavlunanainweadalasu (PS) wialduseloviludunisvuds

dudn Tdeffe Trnudanduanunsadesiuduiainusinszunnszninansiedeudianazouddliluegnd

H &

wonanddsiiumdniuvinlinsvudsdusidulilsegwazmnuazUsendaiioinas uatgmae woddalaiu
Dunanadniigesaaslienuaslfilefilunsiafiuiionssidngs nsndadenanafingesaataliviiliing

somslinunarazanlunisidndleduannislénuuds

2.2.2. nalnn1sdasdanavaswandnn

wanafndidosaanglavndnnmiinalalunsdesaansutslaidu 5 nalndesuie
1. M3UEaaNeNNTININLnELES (photodegradable) [2]

nsdezaanelaglasininaNNIsias LA Indlralasastunanafinuseduaszilanediues

[

Tiinyflaidu viioiussialinldudauswnninirenelasedyd (V) wu nyAlau (ketone group) oglu

Y

|
U W LYY VY]

laseasne WeansuSenyilandudainandudaiusdyisviinnisuanvesiusenataduniusnifa (free
radical) Falsiiafivs Fadrviufizeredrssmiifinussiaivuiunisnsveuluaewedwes vliiAnnis

PIAUBIEELY
2. msgesaaglanatinmlaeujizeneandndu (Oxidative degradation) [2,8]

msderaatemeufiseiifieendauluussenmadisaleeiianuiou uasy? wiousudena WWuladevinli

Waluansuseneulelasineseanlen (hydroperoxide, ROOH) Inguasuazaiusouaz il ROOH uandn

a v

Junsusadda As RO* Ay *OH Tiliiaties wasidvihufiseseiussiafivusunusmsveuluanenediues

= LY

biAnnsuaninuazagy deaudfidnasgnesinga
3. MstosaanslavnaInInaINN1sInNuYeRiun3e (Biodegradation) [2]

NNsgraAI8veINeAeIAINNITINNUTeRAUEElaglulinszuIuns 2 Tuneu 1io11nTuInYesaY

wedwesdvunluguazldarareun Tuduneulsnvesnsgesaaisiainlunieusnwaslnenislaniaey

(q'oiyq o o

Wulsivegauniddaialaviawuuld endo-enzyme wio ouladiiviliAanisunndivesiusaieluasly

el o

wodwesegelildussifounasuuy exo- enzyme wisoteuladfiviliminnisuaninuesiuss fazmiieain

a

wihgganiigaiiegaulateveaslanediues enedimesunndiauiivuindnne axunsiiuntiagad

B
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dnlulugad waziiansgesaanesalutuneaud 2 landndueiludunougaying (ultimate biodegradation)
Aondsau wazansusznevrwinianiiadeslusssuwf (Mineralization) 1wy uiidasusulaoenlyd uia

A U1 1NA8 WISIREN9 UALNIATINN (biomass)
4. Mydodaaen9TInmlnen1ena (Mechanical Degradation) [8]

nsgogaaneiinanLssneusnnsyysedusu vlriunuianenduludng enalinsuandalsainans

Teneduas wazynlrlassasimnaaiiildsunlas

5. Msgaraatentinnlaenisiuuiisenlelaslada (Hydrolytic Degradation) [14]

v
°

nszvumsielaslada vunels Ujisenseninans (nde) duin lelasladaveundedemanefiaufiten
i A o 3 oS A & a s 1A A H A v <
sgviandeduin lneindedudidninsladun Wiaindeazangludinfeazunndioanilulessuuin uax
logauauvianun dsluandfvesansaransveundedwusdivlossuuinuazlossuaulumsazanetiu loseu
o = o aaa o 3 4 + =] - 14 aaa = o ' aaa a v
vInuansafasinuiserduiiuasvi H vse OH  1d U§Asendidasendn Ufasenlslaslada dn
losouuanvenndaiinufiselalasladaaziiliarsazarsuansaudfnnuduua wazdleosuuinves

A a aaa a o g v wa &, A vy a a &
nadeiinujiselalaslada agvilvansararsuansandfnnudunse Inglununeassildanduinided

Wunsldnszuiunislelasladamewa Inenssuiunisialasladameivatazindulaain

1. infeifinannsngsuduivann indeussinnililleavarsunvzlalossuauiinnainningsuiil
audfgiuaiuse lossuauiiinturziinujisenlalasladaiuiild OH lesswiliasavareuansaudu

@

wa fheghatu Naclo dieazansthaglé Na' ua CLO deil
NACLO(s) _____ Na (aqg) + ClO (aq)
O’ aunAnufAsenlalnslada Inesulusnouaniléifu HCO uay O musauns
ClO (ag) +H,0 () _______,HClO (ag) + OH (aq)

dm5U Na' (ag) leoau Fsunarnuaun NaoH ldiinnslelaslada duluaisazanediiinainnisavaisves
nde NaClo Tuthudufanislelasladaves CLO (ag) azld OH looou Fwwansautmduiua pH vos

ansazanedAnuinnin 7

2. mslalasladavadlessuavvanndoinainnsanealusinlosauauvaaniaiiinainnsaned

a ' 2- 3- a aaa a 9 & A o 9
Wshin 1w CO5, PO, awnsainufisenislalasladalavatadu oswinawnsesu H 90 HO 14
1nn31 1 Wsmeu wu UjAsenislalasladavennie Na,COs(s) Lilainde Na,COs(s) azateuiaziinnis

wanddulesauldvun Ao
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Na,CO; (s) > Na'(ag) + O, (aqg)
Na" LaiinuiAsenlelnsladailosnanniuaun NaOH
O, (aq) neaufisenlelasladals 2 dunou il
CO,” @) + HO ()  —— HCO, (ag) + OH (aq)
wag HCO; (ag) + H,O ()  ———H,CO; (aq) + OH (aq)

2zl OH loveu Jsuansaud@duiua pH vesasazaeiaunnnin 7

v
av

Turuideildaulanszuiunisdesaaesieislalasladadudusnuienalnuesn szuiunisdesaans
idesandedrfnlusnuvesszeznanilflummeassdsilegindn 91nmsAnwinszuiunisdesaaenuin
nalndanandldszoziialunismnassiesiian Tnsldszozinaniios 50 Ju luns@nwinisdesaaisdae
nszurunsialasladadowa fieh pH 7.2 way 11.5 Tasagldindeiua Na,HPO, s lAAnufise

lalnsla®a wag NaOH Wusiansavaratulinas

2.3 wodledmas (Polyester) [4]

wedleawmeLiunedweidesenausemilsituveseanoslumelindnlassairimanivomyilsidue
awesiinnunanumemaaiiae vilinedioanesifunediuesfinseunqumsldomilunndu fedunde
N353 1ATNNSINEAT NIKarasIAdoURadITIU AT 1aTesdiens ansvdedu wduly uasTandmiy
Lmiuiaﬁﬂﬂzqumﬁ wodloawmosiJuwediuesnduusniiduns1zsifaes Condensation polymerization &

andnwilae Carother Tunedssy 1930

Tgiugrumsguvmamans U4A3en Esterification 1uUfisenfidounduld (Reversible reaction) feiug
ﬁ”mﬂmnqwﬁwaal,aal,ma%ﬁammmgﬂ&JaEJamaimaﬁﬂé’ idlesaniiusvioainosegluaelandn usluma
UFTR Aromatic polyester AlFauiialy liaunsagesaasldmusssuwd flea91nas Aromatic luanels
ndnfinnantiliveur (Hydrophobic) dweshliluanavesildannsadfeiussieamesls agslss
s Aliphatic polyester daau Methylene units sywinsiuszloamosiisnuiunsveuliganntn

wardlnuaudAveuw (Hydrophilic) 3sanunsagesaanenusssuwald

2.3.1. Tassadramluvasnadioanes

ccdkom
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ANULANAveavenedioanasTusy fudilsznouresaieleindu Aromatic w3e  Aliphatic Tu

AU R,
2.3.2. Ufisensdansnzvivasnetiedines (4]

wodleamaslaevaluudigndaunseviiigds stepwise polymerization 158 Condensation polymerization
YBINAUBLNDS Difunction ¥ia AB 19 Hydroxyl acid w38 uouewesyln AA way BB UfAsen

polymerization fina1atduufiA3en3z1319 Diacids U Diols 38 Diacid chlorides ffu Diols uaz Diesters

fiu Diols @zl Byproduct Fuflvualuianaidne wu U1 nnlalasaasia (HC) vieueanasead

O O
A e
HO-ROH  +  HO” "Ry ~OH
O O
T O O
! -HClI ‘
HO-R+OH  + c|/J\R2)J\C| . O’Rmo)kR |
Schotten-Baumann 2
reaction
O O
| 1 -R30H

HO-RyOH + R;0” "Ry “ORs
Transesterification

JUT 2.13 Uffsendanszvinedioainasinenszuiunis Stepwise polycondensation

Carothers lafnwinszuIuns Polycondensation vasnwedleanasiunoauaulalasnegnsasiden saunsla
\@UDaNN15URY Carothers Fslananafisanuduiusszning Degree of polymerization Way Conversation

AUNSN 2.7

v
°

Pnaunsinuimedwesniiminluanagesiinduile Conversion Nilfngas Wity (>98-99%) virlw
a1snsiunsaesluufisen Polycondensation #foellAuuIgvsawaziiuTu Stoichiometric #igndes

o & @ v awa a Y o o da X & A4 o @ 4 A v
wiiud Fadululsenlumsfo Beluninidunisiide Byproduct Mindwduisesdnduaeneds wislila

A1 Converion NiiA1geiign Jwpsinlagldaruseuwasiiailunisviufisegs

2.3.3 USeNNUBIN0ALaELNDS

Tneduunauadiulszneu wuadu 2 ¥ila Ae Aromatic polyester wagAliphatic polyester fail
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1. Aromatic polyester \ina1n Aromatic diacids fiu Diol wd3lanedieainasnig Aromatic og

nelulaseadng @9 Aromatic WHuiiautadesuin 119991039 Aromatic YuldnuwashuY 39a@1u1sasiv

'
o 1Y o

Founuls wararnalminwIINABsNaaEAWTeI5erIN99 Aromatic Mudeaunu vinlvnediwesianang

v L o

WawssInTY waze Aromatic  SefinauantRliyouin (Hydrophobic) 8n deeedu Adipic acid fu

[

Ethylene glycol (@aldunann Ethylene oxide Auy1) Fedandudluiedn PET wde Polyethylene

=]

a

terephthalate [15]@silnaaudiviasuivaingamiiussaa 265

Y

C MUANNSOU ANUTULALASLATILAR 349

RYUUINYINVINaIEsn [16]

2. Aliphatic polyester 1ina1n Aliphatic diacids iU Diol udqlawedieanesnilanssndslinoy
@fes Wesannlufiussdaniioassninsaelginiiou Aromatic  polyester faeg1919u Poly(ethylene

adipate) [17)3:s{effe TnuaudtRndunidezdesld wasfideslatuingy nieamesidunyiiliades

¥ ¥ '
a v

warfifunsveuligannidn Weqdunsddnuldtindeniundiness unnfeanlufianznewmuis

q

a

Tnedouiluleiu urilesaingaunidayliaunseiu PET ifiesnnilu Aromatic polyester 3svinleh PET
svgogaangldinaeniuiunusssund waznisarliaangluilu lwanatuwnuduldlildiae mszagidu

' v
a o o

sfadlinedieanasaiafigdunsdiuld duifevdia Aliphatic polyester [18]
wiaiiwes Aliphatic polyester [18]

1. Petroleum resources \uansilaanuaniueitlnsiden amisavin Aliphatic polyester 1ianil
fenskd Diacids wwhufazendu Diols Wevihufisentuazldluanafueanesiiniu ulaseads

LA UM WU PBS way PBSA Midudaisennianisen

2. Bioresource (renewable resources) {udanunansssus@ agrawtlwesdossiudusvda Ineil

ASTUIUNNSAB

Sunnulavse Cellulose goglildunmanavilundndesuiinduiuseiiieide Inetuiniadzgn
wWasuluiBunsaun (Lactic Acid) dwnvhufizeniu Diol Aazld polylactic acid (PLA) 7y Aliphatic

polyester alullagtuaunsavilaluseduanamnsy

msUsvavaudnialunisiiou Lactic acid 1ld Polylactic acid «Uugaisuduresnisi

'
a =

Aliphatic polyester Miinn sgeeaatslimeqaunid Wounluilsluiu Ine3slagldvinliminuanisuaznis

FIUONYDIVYEWAERN

dlo¥ a.a. 2004 N§u3d8IN National Renewable Energy Laboratory (NREL) Uswine

ansgowsni ihnsAinwdnenimvesansiadl Mldu1aindiadssiananlugaglaa 91u3u 300 578013
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waznaunsasfndeneenuiuansiall 12 s1en1s Nieladlu Building Blocks fignunsathlusesenliie

oA

wauluansiadinfiyaniy wazdutanlddely [19]

3. Industrial biotechnology \Ju@ildiunainidiounsegafiilon 1 yeeanuInenuIITunuUaTes
wanafnegludivesiu dufie PHA  anduiitrendniiaialunsauy uiasiaianndiniaidu PHA
(Polyhydroxy alkanoate) a8nseUIUN1INSNEENT1 Biotechnolog &sludagiuianunsavilalusedu

Industrial biotechnology &1 PHA wianiifiilu Dliphatic polyester wiudeaiu
2.3.4 WaAPMB$IN Diacids monomer [4]

wodleawnofanunsndaneiléanufiien Polycondensation 5¢i14 Diacids U Diols @iiviarnvany
¥iin dwaliaudivomodioaneannsniisuudaddnuiomnistuegiurinuarautfvesarsaaiuiia
@04 [20] 1n® Diacids  wfinsineq Gegnldlunsdunssinediommesislunsgnannssunarlusedy
veaUFUAN15 lun1smaaeifiosnts Diadds fidaaTzsiuudiamnsagosaaslinedinm uagivuia
thviinlaianags Sadenld succinic acid waw Sebacic acid Fsdisrurueznoumivoudigs edaaze

ganunaglenedwasniaslden
2.3.5 Waaeamasann Diols

Diacids wag Diols AlFlunsduaszvinedeainasnarunsagrvaalsmadnnamdudesduuousinasile
910 Renewable resource WU ANNINI8TIU1a 198 Diol NNINenmanshiauaulasgnauin@e 1,4-
butanediol @sldlun1sduasieyt Poly(butylenes succinate) (PBS) Ineitiuins@nwinisiauianauyd

nanavesmedwesingliagyidvandfinistevaagldnusssuvinly

~ = = a s . o a s a =~ = W ¢

WollSoulisunedioalneasann 1,4-butanediol  AunedLedalnesonylnnilededansiziann 1,3-
propanediol (PDO) Wi wedleanesuiafiassdiauiiuraulaninninlagianizegsduionarsanautinis
govaaulanusTIneIf esannedeanesain PDO duatslenanUsznauluse Methylene units &4il

Fruumsveuduavadmaliiinusingnisal Odd-Even effects

v
o w o

Tuthausniiunisuan 1,3-propanediol (PDO) fifasnfinunnilusuy3ua FBnnsuanuarAUAINYRIATT
1§ \lesnnnsdumszsimnanaiives 1,3-propanediol 1NTNYFAU 19U Acrolein %38 Ethylene oxide 33v
1% 1,3-propanediol fimmgauazlsifuailunsindunszsidululenedeamesfiaunsatiludssyndly
239l Gedesrimmanillimualulutagiu Welimswannssuiumsitussansamlumsduaneiuazuan
1,3-propanediol lusiaiidias Tnganunsaduaszsildaningiusssumauasdunaivainuats iwuain
nsntmiranadnalnelaewde E. Coli wesu3tv Dupont Tate & Lyle bioproducts Tnganansandsiada

120,000 fulud 2007 wspANNTTUIUNIIINUIAAlALLE® Saccharomyces cerevisiae FUasulmg



31

Julnaweseauazide Clostridium acetobutylicum [21Wasulnaweseadu PDO @ensyuiun1snIg
Wasulnaweseailu PDO  duansaldiieqduvidnaevila 1iu e Clostridium  Butylicum @
Klebsiella Pneumoniae [22]ine¥ngavdildlunisndn PDO awnsadulnaweseasinihmaniolnaiseses

Aleannszuiunsuanlulanwa

athalsfinnu Alipdatic polyester #idaAsz¥an PDO ﬁuﬁ@mauﬁ’amma LAENIIANUSOURDYNI
Aromatic polyester fduaseldann PDO 1wy Polytrimethylene terephthalate (PTT) lagtanizaaiu
udauss uazgavaeumaiiian esanansldndnuuuidunssiuliannsoiFosfuuundnld dreiu
Aromatic polyester FaufausininiesninmsSesideutiuves Aromatic ring Sududuussneuvesansle

o

wdn efiuanausinnatemedwe fsiniinideldfnmmadaanzinedwedlrléiminlmanags ud
navdanalinuaiunsalunisgesaalonusssufinesat MsduaTzilanefiuesves PDO 53U
Diacids Tnenasuouamosuiindu Wudnmadenuililunsuuusamaudfsaguaamediuns [23] 383
manidnBuieiannsofiunuandininavemodiesldogiediuszaninin Ao mafuiussuuuinaum
(Crosstink) 1l lulassasnaweswedwes Fsdsnalaonssdegamgil T, T, uazanautAnisdulasaiig
LUUREN annuandiramenmraiinaegnan ndeauanansalunsdesaansTassavd usviilien

Tensile strength, Impact strength waz Modulus of elasticity vaewedwesiiAgu Juduanuduldla

Tunsihlulenediwesluussyndldass
2.3.6 N5808dANYYDINDALDHINDS (Degradation of polyester)

Fsfinanandsdu lumanquinedteaine fanunsagnedesaaemadinmle esnniiussioameseglu
anglgazgnlalaslad (Hydrolysed) FslunaUjoR Aliphatic polyester winiufiaunsodesaansld Tngly
d7U Methylene units symaiuszeamesiaueldunninSiansodesaaenedwessiailag
Uiisenlelaslafavesiussoanes visouledild ddluanmuwndeunusssumtuininaesediesiuiy
fio mtesaanelanqduyse (Microbial degradation) imannieulssllana Tuvaisiiufisenlelnslagaingn

salagnsavseluadagy Fensuineenvesangleiawesivinlviiiany Carboxylic acid Vunvargvened

' v
aaa a = [T

wes vlianudunsavesssuuiindu dawalinnusilunisiinufisenivg@uguiu (Autocatalysis

U

reaction)

v v
a o

Wesnnnsdesaanevesmatainlusssunilaeiwegdunsduuaziintuaineuleldgnudesaingdunse
waranunsaruluSmanafnlilaedinarsiilu uaseuledasinisgesaaeanelanedwesiiluluana

Mdnasenungunsidngdwaduesqiuvidiierinisgessialy

nnalndananvinli Aromatic polyester LU Polyethylene terephthalate (PET) wag Polybutylene

terephthalate (PBT) @adunedieaimesnannienisamldaiuisadesaanslaniunszuiunnsmieessusii
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Weannilaudfliveuin (Hydrophobic) Lilenun waglieeulviisi vinlieulesiangdunidliaunsa

Whisnusieamasle
2.4 MInadauANANUAYDINDAWRS [9,24]
2.4.1 nMsvadauauUAnIsANSou
Differential scanning calorimetry (DSC)/Differential thermal analysis (DTA)

DTA wag DSC ihumadaili@nuusinaminiou uaznsdsundasmmudouiifstestugumniveme
Ao usl DSC Huwadaildsuamnudounnndt e DTA uay DSC fivdnnisvinumiioudu Ao ans
et uaranssdeiidesiemsiinujizeiussgludeesgiidonmnnidn esunwFeunslndlidmiu
nenneiTiguuniiginit 800 sseiwaiBua) aggnliianudeuluusssnmalulasiau Mnduaudins

ANuTouveweg iUl Uamugumiiluiiegnrgnnsain uasiusua

WnveIRegeiliiinsigvegluyie 0.5-1.0 dadndu fawdiisaewnealailvdeyanadieiu unide

1Y

waneeidAgyAe Tunaila DTA a1sfmeganazanssndaazgnlvanusouannunaamdsnuiliaediu uay

asuansnavesgamgl (AT) seminansieduazasiedsazgniuiinidesilieuiou faangives
Hegsnitassdauansiifinnisiudsunlasuugaaiuieu (Endothermic) usidgaumniivesiioeig
genianssrsdanansifanisidsundasuuuaeanuiou (Exothermic) dmfumaiia DSC ansiaoens
nazansensdeazgnlianufeuninundmdanuassuva siiuendu Amdsnuanufeu (dQ/dy ldluns

o [%

Shwgaumnivesiiegns wagansonsddliviiuazgnduiinli
2.4.2 n1snagauaNUANINIEATNLasaNUANILAL
1. Nuclear magnetic resonance spectroscopy (NMR)

Tuedesuuniuinsleuuudanlasalnl (NMR spectroscopy) fivsgleilunisAinulassainsluanaves
ansUszneu lnen1siindunsisen (Interaction) seniredvdusimdnlninluiismduinedulinedesinivegd
sundssineluluana vazasegluawiuuivin TuedeawmaidfauUinsauuudndnsniu iWewind

ANTWINFOUNIWATIANTUY wisldadinindeduaiaunsaineunsnsefuaunukilivanlaseaiiiavatu

ATUFL (Spin quantum number, 1>0) WINAIIAUY

satdethasaliffeinsinszimgasianaiadiases NMR awnlasiwesazldaunasudadunaves
nsgandussduimintiihfiaaudange naves NMR aiunasuazuenlainiundeafignaandundsauiud
anmeiinaeunuaiiagls viiedntenisluadeatugegiiunidaluluanas suuiaiunsavendiuiu

Tamdeanieglusumialdme 31nn1si NMR alnasuanunsavenduuiinafoanegludumissing et
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lanusald NMR anlasilimesmusunavesarsusenauduvidluaisnanlaglagnismnunlansvass

fedgatiug fuasavargunsguaglu (ntemal standard) ivsngaale
2. Gel permeation chromatography (GPC)

Jumailaiildiueginiwnaiefnwinmsnszaevesiminluanavemedinesviseiasendndenilei
Size exclusion chromatography \Juisn1suenlasedesuwialuianavesnediues nsueniinduluaedud
Tnsulanaifiussaudin (Bead) vesdenfiznguniona (Ge) amevialuinldidaneddlasuiinunisdenles

sgnindluanauazdgngunsouinimdunguy

fegvvedansazatenadiuesivedsazgnldaslvlumeduduasyzaiuddiu vualuanavuinlngild
anunsausdlvlugnguldasiureduieeninneuiududuusn danluanavnaidnizfineglugnguvesa

wagldinanegluneduiuiundt wagdzgnUreoniNN1enas
3. Fourier transform infrared spectroscopy (FT-IR) [25]

usnwilanaiievadnu Infrared spectroscopic fifiusgansnmlunissiuunussinnvesansdunss ansedl
un3d uagiusziaillulinana MufvannsovenisUiinuesdusznouiidluluianavesa suandaogeiilal
ysweiln weda FT-R § fanul ezsznalumsnsaeutiosniunaiindug asagldnsnseduansie
w&aunasluteddunsisaiidanuenindusieg fu maﬁuamaaﬂmwa@ﬂugﬂLLUUﬁLUﬂG\"ﬁ”&J dlothuad

Ialuisuivanasuvesansdrdugaunsansiulaindasylinlatisegluiiogns
2.4.3 nsnagdauaNtanng
1. NINARBUKIIFN (Tension Test)

WNIegaUll 1AL NAAEULIAE1NT9 LaITUNINATDIAINLAY LAZAULATIATILAATY LAY

v
=

Wenfldanaiansmiduldsdagy 2.14 aunauazuiavestiunaaeuiianie iy dusgivyinvesiantug

kYl 9

WATUINTFIUAGUDINITNAGDU LYY U1MTFIUVBY ASTM (American Society of Testing and Materials), BS

@ ¢

(British Standards), JIS (Japanese Standards) ¥3ausius 11on. (WnsgruNansausanarnssulve) lamvus

3

o '
o N

wnakargUTIestunaaeuld Naliieinaveinisageudediold nieuduinuaninusslunisiiiunss

nsevieliene
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umu

ATIAAIOR

UM 2.14 JUlAIAIAU-ANULATEA LUUHAATIN

=

NATANHUFULAIAULAL-AIIULATER NUILLDLTUAITUNAADUDYNTY) TUNAADUALADL  EADDN AU

9aandls (3n A ) Fdlugrsiianuduiusszninmnudu-anuasenaziludadiund slildnsmaidu
Wdunse aungesga (Hook’s law) Jsnanianudududndilaenssiuainueien 9a A 9 Sendtiin

& (Proportional Limit) waznnglafinndiuilianazuanamginssunmsfiuguuuudaiadin (Elastic behavior)

| [

Jufe Wavasswsinsyyindunagavaznauluiivunavingy wWeidwsanseyinasluauiuiningiu wdunsi

Ay lftoananndunse Jagnarevdadinuaningfnssunisiuguladnidniesauiisgaquila (3a B)

o

SeninfidnBangu (Elastic lmit) Fagailasidugafmuniianuiuasanaiingliiniiinnisuusguanss

(Permanent deformation or offset) fuTaniu Wenugailuuaiianziinisidsuulasguatnemis

q q

(Plastic deformation) dnwan1ssuAuvaIRUAsERLUUNATaRNTGsuLUaslUnuwtinvesTan lulans

a : 2 % s 13 a a ' < ™ a v = &
RAYYUR LYU WINLUANARIATIIUDUAN "\]SLﬂ@ﬂ’ﬁLUaEJUE‘UE]EJ’NTmlﬁ'l Imﬂmmimummmumm C gy

afinnsldsugUiuunanadin 9a C 1i58n3139A3N (Yield point) kazA1venAungailisond Ay
LAugAATIN (Yield stress) #38 Yield strength @1 Yield strength fUsglaviiudmnsunn wszilugauus

sEinangAnssunsAugUiungAnssumsasgy waglunsalvedansaziluimnuuwlwssgegaildusslewl

a

Ialaglidfinnsidemevesiannaievin wu sxglifon newuns arliuansgaasineg1adnau uwiniisnee

mlalpgivunaAsena 0.10-0.20% YasAueAIuaLAL (Original gage length) waainid@uvUIUAY

' v
P ]

nssusnlandnd@un I IlATlUNAILY ASIUN 2.15 Aanuduigadaiinanldunurianinuduge

q

v
a 4

ANl ANIAURniisendn AaAURigetl (Proof stress) W3oANLAY 0.1 %38 0.2% offset

Y
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e
——

0.1,02% aaNnIon
(0.001 w30 0.002)

JUN 2.15 duldsnnuAu-aaseanuuliiignasin

VR99INAATINUAITER I VR UTULUUNAERNTAEAMULAUAZ ARE LT UDE 191 115881938 AINIURS
90aedn (30 D) AAIALTIRAT 158n31 Ultimate strength #3aAuLAULSIRAs (Tensile strength) Bauuen

ANAUgIaaTTanIznuldneuavvInvsaunneenianiu (Fracture) easwaniaguatsviaanunsalieu

q

sUagrsnarafinlauing Aranudugeaniaunsadiuidwialdauld venaintaddddidudyd

Y 9

o

Wisuilsunuaudfvestanld 158031 Anuudeuss (Strength)  vesTanuie Mdswesiagiu laeialy

q

mneiisrnuAugeganiagmuld yegavine (In E) veansm Juganifaninnisuan vievineanainiu

q

'
o

dwSulanzunsuiia WU wdnnanarsueusn wselanswilen AMuAUUSEas (Rupture strength) fay

NIANUAUEER NS zielaeqn D LUiuinAdawedieg1madeuana it inunas AMuMIuLIRe

'
o

anaee TuuaeNdneAIuInAIYeIRNALINIUANTAAFNY 8 TanNauag N 1TNAADULTIAY ATl
' v = ' o | £ < IR o
AasAIALIanas ddulangdus wu Tanefiniunsiuguidu (Cold work) 17 SulzwantinignAly

wugean lnglifinnsanvuiaiiunaiadarng daguin 2.16 viweusieriunindaniusig (Brittle materials)

a &

Wy Llgsdia AdnswWasuglediamanainlatesunnuislifiiey diunsdlvesianiiunatainaziinnis

q

LANTNLAENRDINITAIULALEIER
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, 3 =
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- =
[ e
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= (s

ANULATER ANULATLA
(a) Tamnley (O RE YT

JUN 2.16 1WSguiiguidulaspuAu-aNAs enveian U iay Tan nanan

dldsnnufu-anueient uenanaglduanAAULTLTT o AATIN AILALENER LAz NALYTZEY

Yo

ud dslduenasngglaeail Ae

1. Anuwilen (Ductility) Adildinazuanilulesiaud n1s8asi (Percentage Elongation) wagnisanitud

nARYIN (Reduction of Area) TunauuRisndnldean %EL unndnnsizagainlun1sin AnumileIves

¥ & 3 < o

antlazluduenanuanunsatun1stuglvesiu Aetianiiaumiledd (%EL g9 fanansadiliaugy wu

ade

P
=

A fugy Auduain 18 1dde uaddanumilewin (Usiz , Brittle) AaziiluTugdenn wievildls Ju

ad

AU

o P

2. Modulus of Elasticity or Stiffness nelafinndnaiudsianiinginssududaradin snsdrusznineni

q

LAURDAIULASEARLLINAUAIAT AAIATSENI1 Modulus of elasticity (E) %38 Young’s Modulus #38

Stiffness findnulendu ksi (1 ksi=1000 psi) 138 kef/mm2 %3e GPa (Funnindumieiieiiuniiesves

ANLLAY) DuseinnseydunsadewsiSena1aefiiiin Shear Modulus %38 Modulus of Rigidity (G) @1

E uaz G vasidnurazailnazinadend wasidudivenauaiunsansgy (Stiffness, Rigidity) vadian tu

' a

fio & E uaz G fifnas Tanazildeusvegndanafinlides usid E uaz G o fufvzilasuglegadanatinld

Y 9 Y

170 A1 E way G 9iUselevdunndusuanussnwuuianinoasunsasa

q
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ASn1snAang

3.1 aswadiitldlunisvaaes
1. 98% 1,3-lnsinulaooa (1,3-propanediol: HO(CH,);0OH)
2. nsndn@iln (Succinic acid: C4HO,)
3. NIALLUNEN (Sebacic acid: CoH,50,)
4. n3anga1din (L-Glutamic acid: CsHNO,)
5. Titanium butoxide (Ti(OBU),)
6. n3ATAN (Citric acid: HOC(COOH)CH,COOH),)
7. Balaupawad (Silicone oil:C,H,0S)
8. uialulasiau (Nitrogen gas: N,)

9. Madullnsdeuiea

10. ldeulonsenlan (Sodium hydroxide: NaOH)

3.2 gunsafildlunismaaas
1. mnaEuAenunan 50 Jaaans
2. nnunay 10 Jaaans
3. Ynnunau 25 1adans
4. wlianudounuuiia3osauudivan Bve V.go, 3U V.MAG HST7)

5. Sgayayinie (e REFCO, fu ROYAL-2)
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7. Magnetic bar

8. Unines (Beaker)

9. nmezaiiiuy

10. 3esrauutuwuuladn (Liebig condenser)
11. @e3alau

12. nTIBUM

13. N7

14. \p3padsaziBon nadloy 4 dunds (B%e Satorius, U BT 2249)
15. wawesUiun (Pasteur pipettes)

16. WALAuansEagedu

17. ansuia

18. gnlda

19. w1519y

3.3 35n1saansizilulenadeanes a1n 1,3-nswulaaaa (PDO)

AAUN 1 ANSALATISHINSWORLUDIHUUTIHNIIN 1,3-InsnUlneaa NsadATin NSAWUITA WAL NSAN

aandin Ndllaseaiiawuy BLOCK
3.3.1 N1SAATIZVNIT WO ALY
3.3.1.1 NSFWATILINTNOALDTIENINN 1,3 nswulneoa wasnsadmdiin

1wy 1,3 nsinulesa wavnsndedin ludediulua 2:1 suawulaeiAuans Tera-n-butyl

titanate Ti (OBu) a4luIn@1UADAUNAY

2. dhrsarumentunalnglue@alauaintuilunauuen ey usuuiinIssnullivdn 1ay

6

netamitlesinaunenunausisiiulugyyInakazdunsnaserifudeseladeiunIes
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AuLdulaeimuuuvetasssmukiuiignlUaussauialulasiaunigite - Wa antudiasesingamgil

U

Juaslugedalauy

3. Ynndalulasiauld udntatuagaina Uaduggannianntudandlulasau Yandilules
wu Walugeyaynia viuduiiaduiu 3 asadielaoinanielugunsalinismeasseengavievasulmdunig

FUUTTHINAWNEUIATHAU

4. Uauwmaedureaaissniuwivnniulaniounlinudousuuiiinioseuwivian  Auau
gaumagiivudigamalivssanas 170 asmwadea 7dliidunan 18 e ihdwniliifinannsdunseiae

gﬂmmLLﬂuaaﬂwNm’%am’mLLﬂu

5. ananuauluiinnudugaaniafigamall 170 esrwalded Wunar 4 Falus Wieidnud

WADDNINTTUU

6. Wanawuiiussyuialulasiau wWedinldanusiulidu anuduusssimdlulasiauaniule

AT IAALSDULUUTILAT BIAULILAEN

o

7. WATAINeAWs  NduATlssmedunsaauninsiwes  wsendusuesauninsimes

ca U |
wazlaanesitotu-lasulans i

X = 2:Succinic acid

I,
X

o o
1\
HOJE\/\O O]}/\/\OH
X n

JUN 3.1 Ufisenmsdunszvininedwessening 1,3-Inanulaeea uaznsndadiin

3.3.1.2. MSEBATITVNSNORWDITENING 1,3-Inswmuleeea warnsawuda

1 wisyd 1,3 nswmulneea waznsawunda Tudadiulua 2:1 sauasulaeiduans Tera-n-butyl

titanate Ti (OBu), Uss3buvInEUABAUNAY
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2. hnaiumetunaunatueadalauantuiilnsuuenlianudeusuuiiiesesnuliwdn o
netmilesinaunenunaussiiulugyyInAkazaunsnaserifuleseladeiunIes

a

Auiulae i uuureasasmukiuiigniveussuialulasiauiningta - Wa mntudiasesingaumal

Y

Juaslugnedalau

a

3. Unalulesauld udalnduagainia Induagainianniuilandilulasau Uandilulas
wu Walugayayinia viduiiaduiu 3 asadielaonnianelugunsalinsmeasseengavineudeulmduniy

FUUTTEINAWN L UIAT AU

1 I3

4. U vaofureseIasmuiiy andudaniasninudausuuiindasnundindn feanusalu
Msviyuvenan gRs1 3 Mott uazmuangamgiaulaamgiuszaia 160 swwadea fialilunm

12 ks ﬁwa'awﬁqﬁLﬁmmﬂmsé’qLﬂswﬁasgﬂmmLLﬂuaaﬂw’mm%quu:tju

5. ananuaiuluiinnudugaaniafigamall 160 esrwalded Wunar 4 Falus Wiednud

LWAB88NINTTUY

6. Wandwnuiussyuialulasiou wedinlianuiulidu anuduusssindlulaseuaniule

LAT8IAINUSPULUUTILATDIAULILUAN

7. vhmsmnaesiilude (1) - (7) Tnewdsunauazguvgi Milute (@) 10y 18 $alus uay 170

DIANTALTYE AUAIRU

8. Amyeilanedwesiduaszild fe Fourier Transform Infrared Spectroscopy (FT-IR)
,Nuclear Magnetic Resonance (NMR) , Differential Scanning Calorimetry (DSC) ez Gel Permeation

Chromatography (GPC)

y = 8:Sebacic acid

I,
HO/\@?\OH oo " on

i
Y n

3U# 3.2 Uisennsdaasgrimineduessening 1,3-Insnulneos uagnsnguide
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3.3.1.3. MsdunTeinInedwesszning 1,3 nsnulaeea uaznsangnidin

1 wien 1,3 nsimulaeea  waznsangaifinludadiulua 2:1 awddulaeifinans Tera-n-butyl

titanate Ti (OBu), u3sgluvinaumanunay

2. ihwanumeiunaiduea@alauainiiuilunaueliainuseuiuuiinsosnuudiudn Loy
natmilesinaunanunaussiiniulngyyInIFkazaunanasisliiutesiaLaysiaiunIas

a

Aululaefduuureasasmukiuiigniveussuialulasiauiningta - We mntudiasesingaumall

Y

Juaslugedalay

3. Ynndalulasauliudntatugaania Vadugaaniaantdudandilulasiou Uanalules
wu Walugeyayinia vinduiiaduiu 3 asadielaonianelugunsalinismeasseengavineudeulmduniy

FUUTTEINAWT L UIAT AU

4. WavasfuvaaaIasmustiy 3NLudansad ANuSauLuuiinIaauwivan feanusilu

=

Msviyuvengn gRs1 3 Mott uazmuangamgiiaulaamgiuszaia 160 swwadea fialilunm

q

12 ks ﬁwa'awﬁqﬁLﬁmmﬂmsé’qLﬂswﬁasgﬂmmLLﬂuaaﬂw’mm%quu:tju

v oo
o a

5. ananuauluiinnudugaaniafigamall 160 eswrwalded Wunar 4 Falus Wiehdnud

LWAB88NINTTUY

6. Uandwnuiussyuialulasiou wediulianuiulidu anuduusseindlulaseuaniule

LAT8IAINUSDULUUTILATDIAULILUAN

7. vmnaesiilude (1) - (7) Tnewdsunawazgavnd Mdlude (@) Wy 18 dalus uay 170

QIANTALTYE AIUAIRU

8. Amyvvninedwesidunseild fe Fourer Transform Infrared Spectroscopy (FT-IR)
,Nuclear Magnetic Resonance (NMR) , Differential Scanning Calorimeter (DSC) wag Gel Permeation

Chromatography (GPC)
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o O

|| ||
m

NH,

JUN 3.3 Ufisemsdunseilanedinessening 1,3 nswmulaeea uagnsanganin

3.3.2. msduasevilulenwedieanes 1,3-Insnulaeea lasimiwedwesszndng 1,3-Insnulneea-
nsadadiin 1,3-Inswulaeea-nawui@a uaz 1,3-Insnulagea-nsangaidin uufnas¥aNYIN Ag

N3IATAIN

1. 11 13- Insinuleeea-nsadadin way 1,3-nswulaesa-nsawuida diunsednsn lTudnaiu

lua 1:1:0.8 UssluvInaARUNAY

2. 1h vmaweefunaunslugudalananiuihlunuueudousuuiiniesusingn Tnefiae
Franilaves mmmmaﬁuﬂawiaﬁﬁu%mqggzmmﬂ wavdunenansadnfuteseuassetuiasmIULLY
Tnefiduuuadosmuuiuiignidsussquialulnaauiiingdn - Un 9t probe Trgamgfifuadly
919%8lAu

H o’

3. WUALMaa i uvaATRIMULEL NTUTAATE ANLSaULUUIIATIIAUWIEN Fe9ANaNIT

MUUVDIMNMENTNTRTT 3 Mott uazauauanmrgiauiiaamgivszunn 170 eswwaded WWuai 30 Wi

=] o

4. dmEnedweinduaneilawldlunmevaiifion ihlUeuluwnevayainie Neamall 140

pamwadeadunal 12 97l
5. ¥nsneaestitude (1) - (4) widswandu 24 Flua
6. imsneaesiludes (1) - (5) wideulanedwesidul, 3 Insnulaesa-nsnngnidin

7. ymsanwauURnienienn niaeil Iy Fourier Transform Infrared Spectroscopy (FT-IR)

,Nuclear Magnetic Resonance (NMR) , Differential Scanning Calorimetry (DSC) waz Gel Permeation
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Chromatography (GPC) wagnsnaaeunistesaaslagislolaslada wavanifnimna vemedioanes lng

NePaauU Tensile LLay Hardness

X = 2:Succinic acid

I\
- NO)\@/LOWOH
X n

+
y = 8:Sebacic acid

I,
HONOWO}/\/\OH
Yy m

-H,0 + crosslinking agent e.g. citric acid HO
0] oR
0] X 0]
oR oR
OH

R - Copolymer chain

JUN 3.4 UfAsemsdunagvinedioanessening 1,3-Insnulasea-nsadaddn uag

1,3 05ulnoea-nsAUITA TAgLRNESITaNYIRIENSATASA

COOH

COOH

COOH



44

X = 2:Succinic acid

I,
- JE\/\O/L@%/LOWOH
X n

+

(@] O
I |
HO{\/\ON\K\OWOH
m
NH,

COOH
-H,O + crossinking agent e.q. citric acid HO COOH
COOH
0] oR
o N (l)l
oR oR
OH

R - Copolymer chain

3UN 3.5 Ufisemsduasizvinedioanaisening 1,3 Insmulneea-nindpddn waz
1,3-Insunulaeea-nsanganin Inednasiionyieiiensndnsn

3.3.3 nN1saaAsIzilulanadedna’ann 1,3-nsnulaoea tagdinsnedwasuhiy 8159810219 Ag

N5ATYASN

1. dmswedwesh 1,3 Inswmulnesa-nsadndin uwiunsn@enin ludndiulua 1:0.8 ussqlu 2n

aAuAenuUNaY

2. 1 veamAetunauslugsdalauaintuiilunu n3ediauieuluuiiiniosnuuubn
lnefinetnmilaves vinauAsnunaussliiulNgyyIne  LavdiunenatweaidiulorouazmanuiATe

a

Aukiulaeiuuuasesmukiuiignidaussuialulasauningte - Wa anduduasesingaumaiigy

q

adlusaalau

K e

3. [ UatvdafiureseseInukuuantudnesadrinnusouwuuiinSoanullwian Ae9ANuanng

MUUTBLMANTNTRTT 3 Mott uazamuananmgiauleamgivszana 170 eswnwaded Wuian 30 wil
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4. dmEnedwesnduaseilawldlunnevaiifion ihlUeuluwnevayainie Neamall 140

parawsadunan 12 T2l
5. ¥1IN15NAaaItlute (1) - (@) widswandu 24 $lu9

6. ¥inN1svnaaastilute (1) - (5) wildsulanedwasidu 1,3-Insnulnesa-nsawuidanas 1,3-ln

sinulneea-nIAngaiin

7. ymsanwauURnienienn niaeil Iy Fourier Transform Infrared Spectroscopy (FT-IR)
,Nuclear Magnetic Resonance (NMR) , Differential Scanning Calorimetry (DSC) wag Gel Permeation
Chromatography (GPC) wagnsnaaeunistesaaslagislolaslada wavaniinimna vemedioanes lng

Neanu Tensile ay Hardness

X = 2:Succinic acid

o o
1\
HO'E\/\O Oj/\/\OH
X n

COOH
-H,0 + crosslinking agent e.g. citric acid HO COOH
COOH
0] oR
o X o
oR oR
OH

R - Copolymer chain

JUN 3.6 Ujisemsdunsieinedeanasain 1,3-Insinulaeea-nsadadin



y = 8:Sebacic acid

O o
L\
Ho’E\/\O/\éa/\oj/\/\OH
y n

-H,0 + crosslinking agent e.g. citric acid HO

OH
R - Copolymer chain

COOH

COOCH

COOCH

JUN 3.7 Ufisenmsdaunsgvinedioanasain 1,3-ansinulaeea-ninwunda

0 0
I |
HO'E\/\Q/\/Y\OWOH
m
NH,

-H,0 + crosdinking agent e.qg. citric acid HO

OH
R - Copolymer chain

COOH

COOCH

COOH

3U 3.8 Ujisenmsduasigrinedioawaiain 1,3-Inanulneea-nsangndin
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AAUN 2 NITHAATIUNINDRNDSUUUIIMNRIN 1,3-Insinulnesa nsadaTin waznsauIdalaseadng

LUy RANDOM
3.3.4 NISHATITUNITNOALUDS
3.3.0.1 NSFWATILANTNDALDS 58139 1,3-Insinulaosa — NSATATNN LAy NIALLUITA

1. w58 1,3-Insinulaoea — nsadaTtn way nsawuda tudadiulua 2:0.5:0.5 auasulngiy

@13 Tera-n-butyl titanate Ti (OBu), W&k 19aeiu ussylurinauasiunay

2. thnaumeiunaunsluenadalauaniuthlunsuuenlirnuseunuuiiinsesauudman oy
netmilvesinaueenunaussiifuduagyyInawadiunenassieifutenaassafiuiATa

a

Aululagduuureaesmuliuiignivaussuialulasiauiningita - We mndudiasesingumall

Y

Juaslugedalau

3. Ynndalulasiauld udntatuagaina Uatugganianntudandilulasou Inndilules
wu Walugeyayinia viuduiiaduiu 3 asadielaonnanelugunsainismeasseengayeudsulmduniu

FUUTTEINAWNEUINT AU

H ]

4. Wi vasfurednsoiniuiiy 3ntudaesadlrninusounuuilinSoinuklvan aeanusIlu

a a a

& Ao =~ vy g
NIINYUTBILIANVIBAT 3 Mott LLagﬂ'ﬂUﬂuquﬂuﬂJf\]uﬂJ@mﬁﬂﬂJﬂigﬂqu 160 DA LIRS H VNVL'JL‘U‘L!L'Ja’]

9 Y

12 ks ﬁwa'awﬁqﬁLﬁmmﬂmsé’fﬂmmsﬁ%gﬂmmLLﬂiuaaﬂmmﬂ%am’JUu:Liu

v oo
o a

5. ananuauluiinnudugaaniafigamall 160 esrwalded Wunar 4 Falus Wiednud

WADDNINTTUU

6. Warnawuiiussyuialulasiou wWedinldnnusiulndu anuduusssimdlulasiauaniule

LRSS ULUUTILATDIAULLILWAN

7. ¥manaasstilude (1) - (7) Taewdsunawazegumgdl Aldlude @) Wy 18 Hlus wag 170

DIFLYATYE AUATU

8. Awswvindwedmes fiduaszdild ¢ Fourier Transform Infrared Spectroscopy (FT-IR)
,Nuclear Magnetic Resonance (NMR) , Differential Scanning Calorimetry (DSC) ez Gel Permeation

Chromatography (GPC)
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X = 2:Succinic acid y = 8:Sebacic acid

ﬁ ﬁ o O
Iay!
HO/@/\OH o o "on Ho/\@/\OH

X y
-H,0 + Ti(OBu),

X = 2:Succinic acid y = 8:Sebacic acid

o o o o0
[\ [\
HO/\/\O/\@/\O/\/\OW\O/\/\OH

x y

JUN 3.9 MsdauasginEnediuesd seving 1,3-Inanulasea - nsndpdiin way nsnwu1dn
3.3.4.2 Myduasgininedises send 1,3lnsmulaeea - nsadadin uaz nsangmidin

1. w3y 1,3Wmsmulaeea - nsndadlin way nsangandin ludadiulua 2:0.5:0.5 audawulngds

&13 Tera-n-butyl titanate Ti (OBu), Haidieiu ussalurinauaaiunay

2. thneaueeiunanslug@alauaniuilunsuueiauieulvuiiiniosruldvan Tng
netimilavasinaueenunaussifuduagyyInAkadiunenassiaifulenaassofiuiATas
Auiulaeduuuvesasasmukiuiignivaussuialulasiauiiing e - Wa mntudiasesingamad

Juaslugedalau

3. Ynndalulasiauliudantatugaania Uaduggainimantudandilulasoy Yandilulas
Wy Watugana viuduiladuiu 3 asafieldenaniglugunsainsmaaeseengavnedeuliduay

suussenaLialulnsiau

4. Javvasfurauesoiniusiuantuaniasdinnusounuuiiasosnuwsiwdn aeadnussily

a = a

MSVyUTOMMANTISNTT 3 Mott wavmuAuemvgiauligamalivssann 160 ssrwadea fialilunm

9 Y

12 939 ﬁwdawﬁqﬁLﬁmmﬂmsﬁﬂmeﬁazgﬂmmLLﬂiuaaﬂmam%ﬂmuLLu'u

v
o a

5. ananuauluiinnusugaaniafigamall 160 esrwalded Wunar 4 Flus Wieddnuid

\WAB88NIINTTUY
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6. Wandwhuiussauiatulasiay Wedialirnudulidy anuduusseinidlulasiauainiule

ATl ULUUTILATDIALLLIWAN

7. Yimsnaassiilude (1) - (7) Tnewdsunawazgumndl Aldlude @) Wy 18 Hlus uag 170

QIATALTYE AIUAIRU

8. Apszlanedimes NduAs1wAla fe Fourier Transform Infrared Spectroscopy (FT-IR)

,Nuclear Magnetic Resonance (NMR) , Differential Scanning Calorimetry (DSC) waz Gel Permeation

Chromatography (GPC)
0 0 |o
HO | | o T 20 o >"Son + o | ~ou
NH,
-H,O + Ti(OBu),
0 0 T) 0
Ho” "o | | 0" "0 | 0”7 " oH

X
NH,

JUN 3.10 Nsdaaszvinanediwessening 13nanuleeea - nsndpdiin uaz nsanganin

3.3.5 N15aaAs1zIlulanaaednasann 1,3-nsnulaoea tagdinsnedwasuhiy 8159810219 Ag

NSATYAIN

1. dnswedwes 13 lnswulnesa-nsadrdin-nsawunda wiunsadnsniudndiulua 1:0.8

U539LU VInEumBnUNaY

2. i1 vmdmmenunangly Silicone bath a1t lunsuuaIsdinudounuuiiiniosnu
wiwmdnlaefinedrmilwesinawmeiunausodiulugyginawasdiunenansadiiuions wazsdeiu
wsesmukiulnefiuumasesnuwiy - Igntdsussuidlulasouiind U - Ua andudiasesin

gaunniiuadlugnsdalay
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3. WatvaeLiuvauaseiniuwiy 3Nt daesadlrianusounuuTiATaAULIAN A9AINANTT

MUVDIMNMENTTRTT 3 Mott uazauauaamrgiauiiaamgivszunn 170 eswwaded WWunai 30 Wi

4. dmSnedweindunrzilimldlunnegiilen dilvsvlumeugmyiniaignmgi 140 oem

waweadual 12 93l
5. ¥nsneasstilute (1) - (@) widsy vandu 24 $lus

6. inmsneaesituden (1) - (5) widsulanedwesidu 1,3 nsmulaeea- nsndndda-nsangm

7. sAnwaNURnIeneANLarILALwaN1snadaunNstasaaslaneISlalnsleta way audh

NINAVDINDRLDELHDS

X = 2:Succinic acid y = 8:Sebacic acid

0] @] O (0]

[\ [\
HO/\/\O/\@/\O/\/\O/\WO/\/\OH

X y

COOH
-H,0O + crosdinking agent e.g. citric acid HO COOH
COOH
0] oR
o X o
oR oR
OH

R - Copolymer chain

JUN 3.11 YfAsensdunszvinedieawasain 1,3 Insinulneea-nsndedlin-ninguida

GRERTO IR NI
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X = 2:Succinic acid

I I 1,
/V\ /\/\
oo "0 0 o) 0 OH
X
NH,
COOH
-H,0 + crosdinking agent e.g. citric acid HO COOH
COOH
@] oR
O % O
oR oR
OH

R - Copolymer chain

JUN 3.12 Yisennsdunnzvinedieawaiatn 1,3 Insnulneea-nindaddin-nsnngaiin
finsIaseaiuUdy
3.3.6  MTEATISHNWINOAWBITENING 1,3-propanediol waz L-Glutamic acid

1. w383 1,3-propanediol way L-Glutamic acid Tudadiulua 2:1 audrsulagiduans titanium
butoxide 1Ju catalyst naud1@Ieiu 33l three necked round bottom flask 11 magnetic bar léas

Ty three necked round bottom flask

2. 11 three necked round bottom flask 214lu Silicone bath a1ntuUlUM9UU hot plate
magnetic stirrer laginat191lauas three necked round bottom flask sioL1iU vacuum pump tazaau
Aona1vsialiniudesiauagsieriu condenser lnefisnuuu condenser flgnlUsussuialulnsiauniiand -

a

\Un 9ntui probe Ingaumaiiguasly silicone bath

q

3. Upmaalulasiauld udaula vacuum pump Midnszezniawdala vacuum pump 9ntula
nalulasiauliluadluluseuy naintuinisdanailulasiau 1Wa vacuum pump 8nAss 11497
Junouil 3 pg1ailon 3-4 asaiieliuuladnenireanainszuunan Tlunveaesazldmausuduaiuiu

whalulnsiau

4. Uaivaeiduresniainliuiuy a1ndulaiasas hot plate magnetic stirrer faaansalunng

MU magnetic bar 718751 4 Mott wazaruavaavgfiaudy 180 ssrwadea fialiiduan 18 4alus

v
°

1iduloaramiuwiuldiUaosaanlUn1uesodn ULy
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v oo
o a

5. anauauluiinnudugyIniaiguugll 180 ssreaidua Wwan 4 9alu wiefdaiii

LWADDDNIINTLUU

6. \Wandwnuniussauialulasiau wedinanudulindu anuduusseinialulasauaniule

LA383 Hot plate magnetic stirrer

7. ApTznRnInedwesiduaszilanie Fourier Transform Infrared Spectroscopy (FT-IR),

Nuclear Magnetic Resonance (NMR) wag Gel Permeation Chromatography (GPC)

NH,
HOMOH + HO\/\/OH
¢} o}
L-Glutamic acid 1,3-propanediol
NH,
HO\E/\/O\/\/]\/O}}\/\/OH + HZO
] [ n
0 o}

JUT 3.13 uansUisemsdunsieininediuessening L-glutamic acid uag 1,3-propanediol

337  MISEAATIZHNDALDEADSNNWINDALNBS L-Glutamic acid-1,3-propanediol W1NLAN

crosslinking agent A1 citric acid wuu block polymer

1. thwivnedwesi 1,3-propandiol- L-Glutamic acid sl citric acid Tudndiusna 1:0.8 ussqlu
three round bottom flask

2. ihdnnesi1slu silicone bath 91ntuinlunsuY hot plate magnetic stirrer 910t probe

@ a

Tngaumaiiguadly silicone bath

N o

3. 1UaLAS89 hot plate magnetic stirrer m"ﬂmmﬁﬂumimgu‘uaﬂ magnetic bar 918n31 4 Mott

warmuauam)iauly 180 esmiwadea aliidunan 1 4ilug

a

4. dhwedwesnduaseiilamldluanezgiifon wildeulu vacuum oven Vigaumgil 140 aaen

Y

waldyadunan 24 97l
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5. AAIILFNBAUBINEUATILITLAAIE Differential Scanning Calorimeter (DSC), Gel Permeation
Chromatography (GPC) wagvinmsnadeunistesaaslnelagislalasladauasauiininaresnediodnes

Tag hardness

(¢]
\ OH

HO
NH, OH
HO o o OH /
+
| n (e]
o o
o
HO
Citric acid
+
H,0
RO
ﬁ\\o
/ NH,
o

NH,
RO,E/\/OMO}/\/O
| n
(0] (0]

UM 3.14 uansujisennisniwediues L-Glutamic acid-1,3-propanediol sncrosslink #3e citric acid

RO

23R NIsAdAsIzdiwAALAALAASSEUINe 1 3-nropanediol wag Citric acid
R Aa wInedlues L-Glutamic acid-1,3propanediol
L. wihew 1,5-propanediol  wey cric acd  hudndiuia 1:1 muaisulaiiuans titanium

butoxide 1¥u catalyst waudseiu ussyludnines W1 magnetic bar Tdasludnines

o

2. ihdnnes11slu silicone bath 91ntuiilun9uY hot plate magnetic stirrer 990t probe

@ a

Tngaumaiiguasly silicone bath
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3. 1.UnLA383 hot plate magnetic stirrer faALLTIIUN1IMLUVEY magnetic bar 719m31 4 Mott

warmuaNaamgiauilu 180 ssmwadea Nsliidunan 1 alusds 2 Falusads

= ° a

4. Ymedieawesnduaneilamnldluninezgiifion dilveulu vacuum oven figaumgil 140

U

asrwadeadunan 24 Flus

5. yinmsnaaestitude (1) - (5) witldsudusnsidmdsuasening 1,3-propanediol : citric acid

Wu 1:1 way 1:15

o

6. AATITYNORLNBNANUATIZYlARY Differential  Scanning  Calorimeter  (DSC),  Fourier
Transform Infrared Spectroscopy (FT-IR) wazyinnisnaaeunistesaaislaslaeislolasleda Hafuuay

auURn19naveInedLodmasinenngeu tensile

OH OH o)
/ HO OH
o OH + ~ N
HO o 1,3-propanediol
Citric acid
R AedneldweAiNassziing Citric acid way 1,3-
o)
propanediol
OR
RO
/ OR
o)
+ H,0
RO o
\_\\o o o)
o/ O _~_OR

RO _~_O© o

JUN 3.15 uanaujisensdaneinedioanassening 1,3-propanediol wag citric acid lnglyidx

crosslink
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339  MSEUATIZYNOAREHEIAD3IE1INN glycerol wag L-Glutamic acid

1. 3w glycerol wag L-Glutamic acid Tudpadiuina 1:1 auardulaei@uans titanium butoxide

\Ju catalyst waudnsneiu ussgludnnes Wa magnetic bar Tdasludnines

o a

2. ihTntne$114lu dilicone bath antutilua1suu hot plate magnetic stirrer 2901t probe

@

Tagaumaiiguadly silicone bath

3. 1.UnLA393 hot plate magnetic stirer $3A210L59lUN1MY WO magnetic bar 718031 4 mott

warmuaNaamgiawilu 180 ssmwadea Mieliidunan 1 4lus fe 9 Falueeds

=~ ° a

4. dmedeamesiduaszilanldluainesgiifen drlveulu vacuum oven Vigaumgil 140

Y

asmwadealunan 24 Falus

5. ¥nsneasstilude (1) - @) uwivdsudusnsdinudaduasening L-Glutamic acid : glycerol

Wu 3:2

6. WAL NNBANDINENLATIEAlARIY Differential Scanning Calorimeter (DSC) wag Nuclear

Magnetic Resonance (NMR)
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OH
NH,
on + HO OH
I |
L-Glutamic acid
OH
Glycerol

R RO

o
RO
| |
o} o}
NH,,
O\/\)\/O + Hz0
| |
o} o}
NH, " s e e L
R Aazng e ALNads1In9 L-Glutamic acid &
O\/\)\/o RO

” ” Glycerol
O O

RO OR

aaa o ¢

gﬂﬁ 3.16 LLangﬂsmmsmLﬂswwwaﬁLaamaéism'w L-Glutamic acid wag glycerol

3.3.10 A1sEUATITNEALEEIME391n L-Glutamic acid, 1,3-propanediol wag citric acid LUy

random polymer
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1. 1383 1,3-propanediol, L-Glutamic acid wag citric acid Tudndrutslua 1:0.5:0.5 auadu

Inefiuans titanium butoxide Wy catalyst madndieiu ussgludninesin magnetic bar Tdasludnines

2. thininesslu silicone bath 31nUuLnlU9UU hot plate magnetic stirrer 201U probe

@

Tagaumaiiguadly silicone bath

3. 1UnLA303 hot plate magnetic stirer $3A210159lUN1MY WO magnetic bar 718031 4 mott

warmuaNaavgiawilu 180 ssmwadea Meliidunan 2 4alus fs 4 ilueada i

= ° a

4. dwedieawesiduanedilanldluninezgiifion dilveuly vacuum oven figaumgil 140

U

ssmwadeadunan 24 7l

5. vnsneaesdlude (1) - (@) widsudusnsidudsluasyning 1,3-propanediol, L-

Glutamic acid wag citric acid Tudnaiy 1:0.75:0.25 wag 1:0.25:0.75

o

6. IATIENNBANOSNFUATIEILARE Differential Scanning Calorimeter (DSC) wag Fourier

Transform Infrared Spectroscopy (FT-IR)



NH,
HO OH
HO _~_-°" + M
o} o}
1,3-propanediol L-Glutamic acid
ROW
0 o)
NH
/ 2
o)

aaa o L4

58

HO
/ OH
o}
o)
HO
Citric acid
+

H,O

gﬂﬁ 3.17 LLamﬂgmmmimmwwwaamama%mﬂ L-Glutamic acid, 1,3-propanediol Wag citric acid

wuudy
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3.4 NSANWIENUANIANNSY el waznisgosdanglalaeislalastadauaanaie

4
G120k

3.4.1 MsAnwrENtAnIIAINSou

v

Wrunuininauianiinuseou iefnwiAtgamginsuadu (T,) e DSC

3.4.2 MsAnwIANUANILAL

v

Wrunudnwlasadduanalagld HNMR awnlnsalnd, esgvmyilanduvediuanalagld FT-IR

awnivsalny udwnudminluanawdelagld GPC

3.4.3 NMsnegeunsgesaaelalaeisialaslada

v

1. thunundaaszitedsliuimvegn 0.6 n3u Wudwu 2 Ju ldludninesun 50 fadans N3

ansavany phosphate buffer il pH 7.2 wag pH 11.5 USunas 10 fadans

2. Winaldluguane aruaueamgiinl 37 sswmwadea Wuian 20 Fu lngazyinisdadmiin

Funung 2 Ju ievmihvtinnisdesaany

3. Msmiudnnsgeraaneveunu  vilnenisiidunuluansieiingy  andwihllaun
\3esRUaN Aol 40 esmwalded eusuilthwinasdl 9nduihefildumiesidudiignges
@808 AYENNNT

(wg—wy)

Wo

X 100% 1)

ntinivgly (%) =

et Wp = dminusstiuinunsugasaans (n5u)

Wi = dwinvestunundsgosaans (n5u)

4. WaruiunUasidusinsdagaalsndaunsafmulamensinistesaanslaeisnslelaslada

senslurmanuduiusseineszesinainsdesaanaiuitminidesaanyls
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3.5 N1SANEIANUANIINAVDINDALDELNDS

3.5.1 NMSNAFDULITIAG

v

YruUIagsULsARionAruLdus e Tan uasianudidglunisesniuy waznsasiwansiue
MAFNTSY  neliaseamadauisenin  semedauaiunUsyasn (Universal tester) 31NAENSIIU

WInedemnalulagnsy RN suY3
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uni 4

NANISNARDILAZIANSAINANISNARDY

4.1 NANISEWATITINTNOANDIIIN L, 3-nstnulnea 1nedSn1swaaius LS TULUUAIULLY

v
wa a v o=

WinAnwUadeniluaseautfvodanadiuesann 1,3-lnswmulnesa lagidnisnedwalswdu uidedds
denaaumgilunisdunsiesd fie 160, 170 uay 180 asrlwai@ea fszeviian 12 waz 18 Falus lanads

AN5197 4.1

M15199 4.1 HaNSALASIENEINERNBSIN 1,3-Insinulnooa

No. | WInedues Temp (°C) | Time (hr) | dNWAENWNENNAIINNTILNA

1 PSu 160 18 fidnvazduvesnaila dndes waznile

2 160 12 fidnvasduvosdanies v

3 PSeb 170 12 fidnvasduvosudunies vy

4 180 12 fidnvasduvosudunies vy

5 160 18 fidnvasduvoswdanies v

6 170 18 fidnvasduvosdanies v

7 180 18 fidnvasduvosudunies vy

8 PGlu 160 12 fidnvarduvesnaila amdossou wazniln
9 170 12 fidnvarduvosnaila amdossou wazniln
10 180 12 fidnvasduvesvaila dvdossou uaznie
11 160 18 fidnvaduvesvaila dwdossou uaznile
12 170 18 fidnvaziluvesvadla Aindessou wazuin
13 180 18 fidnvaziluvesvadla Andessou wazuin
14 PSS 160 12 fidnvasduvosvardvnyu wasnila

15 170 12 fidnvasduvosvardvnyu wasnila

16 180 12 fidnvausiduvosiaidunyu waswila

17 160 18 fidnwazduvosnal dv1igu wazwin

18 170 18 fidnvazduvesal vy wazuin

19 180 18 fidnvausiduvosaidunyu waswila
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No. | Winediues Temp (°C) | Time (hr) | dNWALNWNIENINIINNITILNA

20 160 12 Tdnwarlureavadla dndesseu uavnile
21 170 12 Tdnwarlureavadla dwdessu wavnila
22 180 12 fanvaziduveavaila dvdesseu wazniln
23 e 160 18 Tenwarlureavadla dndesseu wavnile
24 170 18 Hanwuziduveavaila duvdesseu waznila
25 180 18 fanvaziduveanaila dvdesdeu wazniln

wnews PSu Ao lanadwesain 1,3-lnsmuleeea waz nsndadiin
PSeb fa lawedwwasan 1,3-nswmulnesa wag nsawuITn
PGlu fe lanediweiain 1,3-Insnulneea way nsangnidin
PSS Ag lanwadwasann 1,3-nsinulaoea nsadadtn way nsAUIRN

PSG Ao lanediwesann 1,3-Inanulaoea nsadadin uaz nsangmidin

o A A

Mnnsdanamemamuiminedues PSeb edunneiiguvnigefof 180 esmuwaidea fanuuds
wazmiennniign WewSsuiiouiiu PSeb fidans1zsi faamgiiiinindl 160 wag 170 samisaiea uén
Sothwinediwes PSS uFsuliisuiu Psu aiimamilaannni enaiesnainlassairsvesnsawundn
faneldvesmivouiiemdmalililasaiwominediuesiidarsldennuntu dulninodiwes Pelu
anumilatiosiian sounlfimdnedues PSu PSeb way PGl fiduasldluiiasgivyilaitulasimaia

FT-R wiedinsnevindngilenduindesnishulassaiwemineduesiug viol
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4.2 M3eszvivyienduvaswinadesinemaila FT-IR

70
60 - \
50 A

40

30 A

% transmittance

20 A

10 -

0]
4000 3600 3200 2800 2400 2000 1600 1200 800 400

T -1
Wavenumber (cm )

JUN 4.1 FT-R awnasuvesnsnadimesiidaunsizann 1,3 Insinulaoea waznsadadiin 7

gaunil 160 srnaTea 13an 18 Fala

910 FT-R awnasilanedies wuunuganduuadluzag 1733.19-1740.06 cm’ duinainnsduvemans
vaila (-C=0, Stretching) dssuandsmsiimyioamesogluluianaveminediues druuauganauuaduts
2884.56-2961.50 cm ' 1ARINMYIiia [-CH,-C(C-H stretch)] dhuunugandudalumasudeioglutag
3351.03-3002.29 cm’ tuiinannsdures O-H (Stretch) luiusylelasiauvesuylensonda uauganiu
nadludae 1163.43 53 1202.60 cm ' suanamy C-C=0-O (Stretch) uazunuganauueslugae 1052.28 fia

1057.45 cm azuanamyves C-O (Stretch)

¥ v
=

Mnanpsuvesinedme e nuhuaugandugeaaiiAsiuluninedesioun uansiayasueta
[-C=0 (Stretch)] Fadunydinudeluluianavosnsanifuendsn
waznguieanes edumstuduin [-C=0 (Stretch)] inuiduvesnguieaines dsegusnuaunisganduuas
Y93N3AATSUBNTAN Fet [-C=O (Stretch)] ﬁwuﬁui‘]ummmﬁuLaama%uaﬂmﬂﬁmﬂﬂm%“mﬁlﬁé’ﬂﬁl,l,auamﬂﬁu
wadlutag 1052.28 1 1057.45 cm’ udmadidl CO (Stretch) vesngueamesogluluanade Judunis
fuduindmyjloamesegluninedmesiduaszsild nuansinsgsivyilesidudliannsnagulein vy
flafduiiusnglunsvhunjilsidululuanaveminedweivield fonhinedwesluvnsiaseide

watla NMR wag GPC iieteduduitluninedwesiingflanduiug
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a = a = 1
4.3 n’mmiﬂzﬁimaa%ﬁﬂuLaqamaqmwaaLuaﬁﬂawmuﬂ H NMR

S12 in CDC13
055604002 1 (AVANCE300) SP
N4 A NWi#
0 d+e te
Hoﬁ/b\/O d )’f\/h\
a c e © n B OH I

Aoh

YTy e Yy

Integral

i 1 v o ¢ Y aa A a
JUN 4.2 H NMR aUnasuves PSu fidauasieian 1,3-Insinulaeea uaznsndadiin Noaumgil 160 aem

Wwaed 1381 18 Falug

' '
o N A

mﬂgﬂﬁ 42 'H NMR anasuvedanediuesiidgunsiziann 1,3 nsmulnosa waznsndaddn wuiiad
funds (0) Uszanaw 3 ppm AmIndunglensenda dlosniifiafidoudiaiuaznie §a o srund
nannilenausngudeliunnguuaneiudld Weinnsanfinvesanaduandreldrmuiiafisums
(©) = 4.18 ppm uax 4.12 ppm MU Snuazvasiiadiuuy Triplet v 2 Rinfiieudouiuiu uans
fddassadnamsuauvaminedimesimumis ¢ ez a mudeu TneinanAndueuiisuvts a was ¢
fifnnuldsneudiafesedaswinainaisusurenufidumilouiu fndwansoenunludnuae Triplet we

Uanedndnavesmiveusmiunis ¢ laineiunyansvelia Jsdemalfiadeulunisdeniniu

b +g
seuflefiansaniiaisumis (O) = 3.74 ppm uay 3.62 ppm MuEU AARAATUATUE; let

Wwutu duin ¢ 89 A ul § autnafe  j@easiannAsuauYed
hl
widw il ssadeenst  owduy war h wivaieBndiswesmisueudiunie f leinngdungang

valla Jedanalvinaaaulun1eieuInnNieveInIsSUaURILALY h

WeRansuniiiiasenn Ao Aadfisdumis (O) = 2.58 ppm (ufinfiuansdislassadraasveulu nsndadin 9

Fuvie d ke e tonisaewumisiiduiulusneudinfesnaiveuvesuiduegasiuviniy uay
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Uanedndievesasuaudiunus d uag e sieofunyaniueilane dunansidanuauuinsiunilaseaing
finTiiedudstouriuiunemiu d+e

' ¥
S A =% P

wenanduitaisumis (O) = 1.90 ppm uway 1.81 ppm dnwarfiafiintu fdnwauziluwuy Pentet &4
wanadalassaeniveuramsnediwesnddwulusnoutufsegdm nafinanivyguiduinaisueu

FUNRUILUIEDRY I IAlALATIES19AITUDURILLS b LAz g

c,af

b +g

4.041
0.114
10.378
3.693
2.551

™
o
~
-

0.254

LI IS C7 S R ORI TR Sy N 72 S B S S e e i

|
6 5 4 3 2 1 0

'
=

] 1 o ~ a sl o ¢ a a
gﬂ‘VI 4.3 H NMR dlun@suuaInsnaailaInaitAsIgnian 1,3-1W3LWU1W@8?1 LLaEﬂiﬂﬂQ@nllﬂ n ﬂJ‘Vlﬂ“ll 160

]

9ANYALYYE 1381 12 FILag

o

a = 1 Y ~ a sl ¢ a A
?]'mEUV] 4.3 Fauans H NMR @lunasuuaansnaalasndiansienann 1,3-IW3L‘W°LJVL®886 azNINNGRIANN 7

a

gampil 160 ssmwaided a1 12 Falus fiadduvds (0) Ussanm 4.22 ppm dnvazvesiiaduuuy

U
v '

Triplet ¥4 2 fipfifinng Overlap Feurfufuagadnmuauiovazdufiofies Fauansddassadeavouns
WoRWBSTIMLIALY a,c uaz f MuasU InelRnaInNAIUBUTIRIUIL ac uay fﬁuﬁa’hmuiﬂwau%wﬁmaaﬂi
#oananAIsUUTBNiAuwilouiu findawanseenududnwas Triplet deuniefivnsuafiad
funis ) = 3.7 ppm  AnfiAedunandiumiddsnsouvesnisuaues 1,3 nsimulaeea il

o '

AnUfATeN wazsumis 3.67 ppm Aadintuiiudnvae Triplet wuty  duiuansindsiuaulusnou

—

1%

PafgseganiianAITusuvenNiiay Mlilalassasisansvsumudiunts h - deuidlofansandiag

funds (O) 929 2.1 - 2.4 ppm Wuitaiuansddassaieansuasulunsangaiin Adumis d , e uaz i
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Wesonludae 2.1 - 2.4 ppm U findiedudidnwuzidunuy Multiplet MAnannsFouiuiuremanes

~ o8 v o A a ¢ ° =1
ia Mlndusesweniaginszmaruiulusnoulugel

uenaniuiiniigums O) = 1.8 ppm uay 1.9 ppm dnvmriiafiintu Tdnvasiluuuu Pentet Fauans
falassaramsueureminedwesinfidiuiulsneudraieey i naiinanivywfiduinaiivou
funsuiiao sy slrlalasadnemsuauiumis b waz ¢ 9nMTIATIZR H NMR awnaduvemine
Aweiduasiginn 1,3-Insmulasea waznsangmdin aguledn 1,3-Insnulaeea inufasenduninngmn
fin s3uilesnnlusneudafesdisumds a way ¢ efdsusumidly dewleutu fefisums O) =

3.7 ppm w99 1,3 Insimileeea AliAnufizen
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« a,c,i

[=3
1=}
[=3
=3
-

0.7985
0.8831
1.0017
1.1534
2.0008
0.4182
1.4278
1.9976
3.9845

L SN [, . B R T ) NG SR 7 SR S PN N G PR S (NILEEEL NN /R R B T N

6 <] 4

LS (RN SN S TR A NN LTI AN A T N iy (R RN TR SO S

1 0

w—

{ 1 o o a sl o I3 a 4 a
JUT 4.4 'H NMR alUnasugesndnedweiidaasziain 1,3 nsuulaooa uaznsawuidafigamail 160

IANATYE 138 12 Talald

9N3UM 4.4 Fauans 'H NMR awlnpsuvesninodiueiiduaszionn 1,3 nsmulasea uaznsawurdn 1
QUi 160 DeANIALTYE 1A 12 Flus fadisumis (O) Uszanm 4.09-4.22 ppm dnvazvesiiatfuiuy
Triplet 1 2 RAauan I dATIad AT UOLY ININORLSTRILILS a, ¢ wag | MNdaU TneLRnnAnsuau
fidumus a, ¢ uag i ﬁ?uﬁﬁwmuiﬂamau%wLﬁmaguiaaqéhmﬂﬂﬁuauﬁuauuﬁﬁumﬁauﬁ’u NATILEAAIDBNUT
Wudnwae Triplet uivanedninsvesasuausiuma ¢ Iineiumgeiveda Tedsnalvifimidevlunsde

1NNTU

D%
o 1

saunilefiasaniiafisdums O) = 3.8 ppm finfiiaTulandaiumislusnsauvesnsuauread 1,3-In

P

Mo a aaa ° ' Aa X 2a o . o O & | A
5LWU1®@E]@ Vlil”aﬂ@ﬂé]ﬂi&ﬂ LLAZHLAUS 3.66 ppm NAMLAAYUNLUUIN Y Trlplet LUIUNY UUNLLERNIINU

Iunlvsneuditfetegansiinnasueuresuiiay vlilalassasisansuoumusiunus k- sieulle

LY =

Rrsaniiaisunia (O) = 2.28 ppm dnwarvasiialluuuu Triplet ¥a 2 andeauriufulanidalasadng

a

A1SUBUYBININARIOTM UMY d Tagduvisilillusnseudiufssegansinnnaiueuretuiay inds

wanseonududnuay Triplet Aau1¥7e 1.95 ppm (Hufiniuansdisarsuousumia i duiin 1.74 - 1.86
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' v
A A aa <

ppm Wuilafuansdalassasiesmnsueuludiunis b, g uay j ilosanlutae 1.74 - 1.86 ppm i finfiinTu

fidnwauziduiuy pentet douriufiueg

sl o

NMFIATIZI TH NMR anasuvesmdnediweifiduasizdan 1,3 lnsmulasea waznsaaunda agule
11 1,3 nsnulneea Wnujisendunsawun@a a3utesniusneudiafesidunis a wag c Tianuaeuy

fundsly Wewlsuiu Aiedidumds (O) = 3.8 ppm ve91,3-Insiwulaeea AliAnUjAzen

(o] o o]
a c e g \ k o m OH
/\/\O f O/\\/\O . \/’\,/
HO™ g h j | n
NH, 0

k,j
b+h+m
c8il
d+e+f
n,a
A %
...... N e e
6 S 4 3 2 1 o

sUil 45 'H NMR awnnsuvesninedwesiiduasizian 1,3 Insmulasea-nsadndin-nsanganiin

QUM 160 deANALTYE 1A 12 Falug

= = 1 1Y) = a sal o ¢ v aa
Q']ﬂEU‘V] 4.5 YuaAe H NMR alunasuunanInaallasnadaasIznann 1,3-1‘1/\15LWUIW@@a-ﬂiﬂ"Uﬂ‘Uu-ﬂiﬂﬂgmfl
fin figaungfl 160 ssrnwaBea nan 12 ilus Aadisumis (O) Uszana 4.22 ppm dnwazvesiinduuuy

o

Triplet Fouviuriu FawansddasasslusnsouveansuouvIninedesiisnumi ¢, g | way L audisu
Tneninannansueuiidiuvus ¢, o | wae | ﬁuﬁﬁhuaumimam’mLﬁEmagjaaaé‘]’amﬂﬂﬁuaumaal,uﬁﬁu
wilousu findwanseenunludnuae Triplet doundlofiasanfiafidiunis (O) = 3.76 ppm fiadl fAnty
wansiaiumislusasouvesnfueuves 1,3 Insnulaooa AliAauiizen uazdumis 3.65 ppm find
Aetududnue Triplet wudy  dufuanshiduoulusneuiafesegassinanaivouveauiizy v

AAlATIE 1A U UMLFILULS N ey a  seuieRasaiafswiis (©) = 2.4 azidufinfiuans

Funis k uay j 909 nIndATN 919 2.32 - 2.42 ppm Wuilafiuanstalassasiausnseuvesasueuly ns
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v v
a a ® o

Angsin Aisuania d, e uag f lieannlugag 2.32 - 2.42 ppm i fiediAnTulidnwaziluwuu Multiplet

MAnIINANT Overlap fuvsswatesiia vilmduiFesenfiazliaszimdnulusnoulutied

wenanduiiaiisumis (O) = 1.76 ppm uway 1.85 ppm dnwarfiafiintu fdnwuziluwuy Pentet &4

wanadalassaeAnueuamInadeI NI wILlUInouT AR A Ineinanivyuiduinaisueu

AU UNIABIAY PN IALILASIFS19ANSUBUAWALS b, h kag m

sl o

a ¢ 1 19 = a ¢ a v
INMTIATIN H NMR aunasuvesmsnadimesidunseiain 1,3-nsnulasea uway nsanganin agula
udu 1,3 Inswulnesa-nsadadd-nsangmfin a3uilesnnlusmeudrafesiisdiunia c, g, | uaz L Iiiind

Waswsumialy Wewlsutiufinfisumia (O) = 3.76 ppm w8413 Insinulaeea Mldiiaufisen

o
h o j [ n
OW OMOH
g i k m
9]

k,j -

n,a

d b+f+h+m
clglill

=] 1 o ~ a sl o I3 U aa a
EU‘VI 4.6 H NMR dlunptiuaInsnaauaInadtAsIgnian 1,3-IW§L‘V\lu‘lﬂaaa-ﬂiﬂ‘ljﬂaﬁUﬂ-ﬂiﬂL‘U‘UW‘UV’] 7
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QoM 170 aeraaded 1A 12 Falug

o

P =4 1 @ =~ a sl ¢ v aa
INFUN 4.6 Fawans H NMR ardnaduvesmninediuesidunsiziain 1,3-Insimulaeea-nindaddn-nsau
Udn Mgaumall 170 ssrwaidod 1an 12 Falug finiduvds (0) Ussanm 4.08 ppm dnvazvesiiady

WUU Triplet oUUAULAAITILATIATINAITUDUTDININORMOINAINUS ¢, g, | thaz | auadu laetinain

v
o

ASUBUNAIMIA ¢, g, i waw | Wulidrwiulusneudiufssegansininafusuveuuidumilounuy #inda

a

wanseanuludnuug Triplet sauilofansaniiafidiumia Q) = 3.68 ppm fiafiinTulanafaiumia

' v
N A

TUsnsouvesmsuauYed 1,3-Insnulposa ﬁl@ilﬁmﬁﬁ%m wazsiwmLs 3.60 ppm Aeiinduidudnuusy
Triplet  Wufu  sufuaneifldanlusneuinidesegaesinnafuouvesiau i lwldlasiai
ANSUBUMIAILIAL N waz a seundlefinnsaniiadisiumis (O) = 2.54 ppm wunduiunwesnnsuey
fuvts k way j 109 Succinic acid Saduvesfinfidunts 2.21 ppm dnuaizvesiindunuu Triplet
uansidlasiasneniveuvesInedmaifivauni d Tnesumisiilusnseuiafssegansininasueu
Youufidy findewanseonundudnua Triplet sioundas 1.88 ppm iufinfinansdsnnuousiunis e du
fin 1.67 - 1.81 ppm \Jufiafiuanddslassasaansvanluiumia bhf uazgm iesinlutie 1.67 - 1.81
ppm i fefiAntulidnvasiluuuy pentet Fowtuiueg 99NN FAAsIEA H NMR awnpfuvomined

sal o ¢ =

WBSNFNATIENINN 1,3-I05nulnesa-nsAgATNn-NIALLUITA Mgaumnil 170 asrnwaidead Lan 12 F3lus

q

ayUlein W 1,3 Insinuleeea-nsadaddn-nsneurdin 93¢ Wesanlusnoudiafssdfidunis a way c W

Arasusumdsly deweutu Andisdumds (O) = 3.68 ppm w83 1,3 Insmulasea AliAnufise
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14
)

4.4 m3dmssiimtnluanaisvaswinadiuaslaematia GPC

A19199 4.2 Wntinluananfeveminediuesinuwmaia GPC

No. prepolymers Mw DP
1 160 12 959.70 3.45
2 170 12 135.75 0.49
3 180 12 2056300 7387.73
PSu-PSeb
4 160 18 1018.80 3.66
5 170 18 1125.20 4.04
6 180 18 376400.00 1352.30
7 160 12 248.05 1.11
8 170 12 250.66 1.12
9 180 12 479100.00 2146.31
PSu-Pslu
10 160 18 272.31 1.22
11 170 18 257.62 1.15
12 180 18 296580.00 1328.64
13 160 12 648.62 1.64
14 170 12 547.23 1.38
15 180 12 30173.00 76.11
PSS
16 160 18 994.31 2.51
17 170 18 762.71 1.92
18 180 18 11409000 28779.36
19 160 12 265.85 0.78
20 170 12 304.86 0.89
21 180 12 209620.00 614.16
PSG
22 160 18 286.32 0.84
23 170 18 321.46 0.94
24 180 18 284660.00 834.02

9nA1319i 4.2 nudrilgamgiluntsduesigindnediuesii 160 way 170 ssmwaldoa fidvesimin
Tuanatedesiiun Aeeglugie 135.75 fis 1125.20 n3u/lua uasiid1 sufunisnedwselsiedu (OP) Aisann
wuf Aeeglutg 0.49 Aa 4.04 Ysuandaninedwesilsidufivweusesinsusiiuduaelsdny &
lifundneawesanslden uaze DP vosmAnedmesfidunsizsian 1,3 nsanulasea-nsadadin ful,3-

Inswnulagea-nsawuida Noungilunisdunsigr 170 ssriwaldoa Nia1 12 1l waznInadiuesi
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Fuasginnn 1,3 Insilaeea-nindadiin-ninnganiin fenmgiinisdansizy 160 uaz 170 ssrivaLdea
finan 12 waw 18 4alus fieh OP deunt 1 wandliiufminedwesild lufomwouaieivasansdsiuin
Tadmildlunsduasizininedme ity uasnidefinnsungumg Slunsdunsiziiinodiuoss 180 aam
wandoa wuhdeveniniinluanaiadegs Aeeglutng 30,173 1 11,409,000 n3u/lua wazildr DP oy
Tuae 76.11 949 28,779.36 ﬁnﬁuﬁqmmgﬁiumsﬁaLﬂswﬁw%'waﬁL:ua%ﬁ 180 paAMALYE AN155IUF AU

YpaupuaeIunanelunsneduesansldsn

sal o

dlofiansanninedwesiduaseiann 1,3 Insmulnesa-nsadadin ful,3Insnulnoea-nsawuida uaz
1,3 Insmulnooa-nsndedia dul,3-Insiwulnesa-nsangaiin fgamgilumsdunsizy 180 earmiwaidys
a1 18 $2las wuhilewesthwiinluiana wazen DP anas iflewFouifleutuiigungiilunisdansigy 180
psmneadea Lan 12 dalus uandiiiufsnaiaufitendounduseninnisduasgininodiues vinld

nanSugusdudaundunduasiRy vinlianueivesansleduas

Feazulann aamgilunisdansieininedues 71 180 eswwadua daumunzaulunsdunsizinined

9 Y

v
=

WesluauIdY

4.5 NANISHNANTIIBUVINAI NI WO ALUDS

wsninsduaseiansauldduninedwesudn antuazihas@ouving Wuadly lnedenldnsndnin
uansilouran fidadu winedwes: nsndnin wiriu 1:0.8 wazluanideilldidensamgiiluniseuned
wes fio 120, 130 uay 140 asAnvaldea svezan 12 uwag 24 9Ilu Lieldongumll uagssesliand

winzaufgatun1seunediues linanannse 4.3

a '

A195999 4.3 NaNITOUNDA Laama%ﬁqmmuLLazL’;mmm

Y

No. | pre-polymer Ratio Temp | Time ANWYULNIINITAINDIINAITAILNG
(°0) (hr)
1 PSu:PGlu2:Cit | 0.5:0.5:0.8 | 120 12 wHUSEUAUMagIU TdnvazAduAULNTY

Wenaeld Uszana 4-5 Ju avnanailuvesnan

2 PSu:PGlu2:Cit | 0.5:0.5:0.8 | 120 24 LHULISEUFUNRNa80U HanyarAaeRuLTY

Wanald Uszuna 4-5 Yu agnanawduvasuan

3 PSu:PGlu2:Cit | 0.5:0.5:0.8 | 130 12 fnpaenAdnies Fuinneseu ldnwae
AANEENe RINTNAY Weneliuszuna 1 dUan

%mﬁmuasﬂm&lLﬂummma’g

q PSu:PGlu2:Cit | 0.5:0.5:0.8 | 130 24 fiosernadntios Fhanaseu ddnus
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A9 Rantnay Weeliuseun 1-2

dUavt azullenuaznane L"T;Jmaqmm

Tvlas@ AT LEY Fimaseu Janvnyaaiy

5 PSu:PGlu2:Cit | 0.5:0.5:0.8 140 12
prauazude WendlSUssanas 4 dUai oz
willeawaznanaiduvesviad

6 PSu:PGlu2:Cit | 0.5:0.5:0.8 | 140 24 fiesorneviusiy fimaseu ldnwayadne
819 LI UATASANN

7 PSu:PSeb2:Cit | 0.5:0.5:0.8 | 120 12 wsiuFoudunigu Tanuusmieandevndse
waziilafisld Ussunm 2-3 Su aznaneiiu
YDIUNA?

8 PSu:PSeb2:Cit | 0.5:0.5:0.8 | 120 24 weiudsudungu fdnuvaeadefuiii uay
dlefsliUsvanas 1 §Uak ssmiloouas
nanetJureamainuasu

9 PSu:PSeb2:Cit | 0.5:0.5:0.8 | 130 12 fivlosornaviausy Aunigu Tanunmien
A BvINHSs uaviiondls Usvanas 1 &Uanok
agnaneiureaman

No. | pre-polymer Ratio Temp | Time ANBALNNIBAINAINNITALNA

(°O) (hr)

10 | PSu:PSeb2:Cit | 0.5:0.5:0.8 | 130 24 filosormaviausiu Aunavu Sdnunadneiu
waziilafsliUseanal 1-2 eyt azmilouas
naneduveamainugsy

11 | PSu:PSeb2:Cit | 0.5:0.5:0.8 | 140 12 filosemaiu Andesweu fidnvazadne
819 waziilafsliUsvana 3 dUansiaswilen
wilauvnniSe

12 | PSu:PSeb2:Cit | 0.5:0.5:0.8 | 140 24 filosemausiu Andesweu fdnvazadne
819 LALASENIN

13 | PSG2:Cit 1:0.8 120 12 wHuBeUainasou TanwnzAsRuTiy
ilefisly Usvanas 4-5 Su aznanenduvoavan

14 | PSG2:Cit 1:0.8 120 24 uNuSsUATmaseu TenvurAdeRuiy
dlafisld Uszanas 4-5 u avnanerfuveavan

15 | PSG2:Cit 1:0.8 130 12 fiesenmdnidey Fumasey ddnuay
AN Rvihau dlefsliussann 1 §Unvi
wwilenaznanaiduveaan

16 | PSG2:Cit 1:0.8 130 24 fiesenmadniey Fumaseu ddnuay
Ao WesliUsyann 1-2 Uai ag
willeawaznanaiduvesvad

17 | PSG2:Cit 1:0.8 140 12 fiesormevhusiy fimaseu idnvaradne
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g9 Wanabiusyanu 4 Uanst avwitlenuay

nanetduvaaman

18 | PSG2:Cit 1:0.8 140 24 fiesormeviusiy fimaseu ldnvaradne
g9 LAYAIENIN

No. | pre-polymer Ratio Temp | Time ANWYULNINILAINDIINAITAILNA

(°Q) (hr)

19 | PSs2Cit 1:0.8 120 12 wiusudvnu fdnvasmisademnnsa
waziilafisld Ussunm 2-3 Su aznaneiiu
YDAUNA?

20 | PSS2:Cit 1:0.8 120 24 usinFoudunvu Tanunsadevanedss uag
dlefsl3Usvanas 1 dUaik sznaneduveaman
AIUAIGU

21 | PSS2:Cit 1:0.8 130 12 Tilosormaviausiu vty Tdnwasmien
A BvNHSs uaviEondls Usvanas 1 &Uanek
aznanetduveaman

No. | pre-polymer Ratio Temp | Time ANWYULNINNILAINDIINAITAILNG

(°O) (hr)

22 | PSS2:Cit 1:0.8 130 24 fiosermeaiuky Andosdou fdnvazadie
u uandlofdliusvana 1-2 &Uani aunilen
waznaneduveraInLasiu

23 | PSS2:Cit 1:0.8 140 12 fiosermeaiuky Andesdou fdnvazadie
019 uavilofialisvana 3 fUaviazimilen
wilauvnniSe

24 | PSS2:Cit 1:0.8 140 24 fiosermeaiuky Andesdou fdnvazadie

Y LLaEAIFANIN

e PSu Ao lawedwesl,3 Insmulaeea-nsndadin

PSeb2 Ao lanoawwedl, > Insimulaeoa-nsawunda 7 170°C 12 hr

PGlu2 fie lanadwesl,3-Insnulaeea-nsangsndin i 170°C 12 hr

PSS2 fa lanedwesl,3-Insinulnesa-nsadagtn-nsawuda A 170°C 12 hr

PSG2 fie Tanedlwesl,3-Insmulaeea-nsadadiin-nsangeniin # 170°C 12 hr

Cit A NIATAIN
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NA15N9N 4.3 wansliiiugaumgiiluniseu 130 uaz 120 sarnwaidea a1 12 wag 24 F3lu9 wedle
wosildlidnvarwmioandennndss Wedudaezfniiosenun uazdlonslivgnaneduvesvamiinadiens

a s 1 a a a v & 1 a a a a . '
wodesnouAuaTeNrNAY wandliliuiTigam)ll 130 uaz 120 esAngalded \inn1s Curing Ll
auysal winedwesiianis@euiuwuunaing uarliuduse uazlefiansangnmgiluniseud 140 aeen
waldea 12 93lus wedeamesnlilanvuzadivendudissn Fednsaniney wilendlidnssey Az
nateduvesvamiladufiy uillofiansangumngiluniseudl 140 ssrieaidod 13a1 24 FIlug wodle
awesndunzilafidnuazadieens wasasanin Weidliarlinaneduvesnas Aniuiudenanmgldl 140

erwaed Anan 24 $alus luniseunedeainasdusaly

s v

WAZIINNANITOUNDADANDSNUIN NoALeamasi el Ina Liasunanludunaunisnaunsnediuas fu
nsABnsnuuiin1sAsnuteanbdnuailminnesainia 3elawntalnenisiinsneduesinauiunsatnsn

wantiu leufivnausssuan Wuan 10 Hlus newhluiefvneugayainia

(n) () (m) )

JUN 4.7 wodwessunseulumeuayyinia Ngamgiiluniseu 140 eswrigalfa Laa

24 §3lus Taw (n): PSu-PSeb (a): PSS (R): PSU-PGLU (4): PSG



4.6 N15AATITRANTANIIAIUS DUV INDALDEMDS LAENATIA DSC

M990 4.4 guniinanansuATUTRINOAIBIANY

No. wodleawmes gaumninaaEnsuatu (°C)
1 PSu : PSeb 160°C 12 hr -21.10
2 PSu : PSeb 170°C 12 hr -17.15
3 PSu : PSeb 180°C 12 hr -22.59
4 PSu : PSeb 160°C 18 hr -26.35
5 PSu : PSeb 170°C 18 hr -22.65
6 PSu : PSeb 180°C 18 hr -22.97
7 PSu : PGlu 160°C 12 hr -4.39
8 PSu : PGlu 170°C 12 hr -9.57
9 PSu : PGlu 180°C 12 hr 0.96
10 | PSu : PGlu 160°C 18 hr -3.92
11 PSu : PGlu 170°C 18 hr 2.04
12 PSu : PGlu 180°C 18 hr 1.72
13 PSS 160°C 12 hr -26.87
14 | PSS 170°C 12 hr -26.73
15 PSS 180°C 12 hr -25.17
16 PSS 160°C 18 hr -25.89
No. Wodoanes grunniinanansuddu (°0)
17 PSS 170°C 18 hr -23.40
18 | PSS 180°C 18 hr -33.69
19 PSG 160°C 12 hr -1.85
20 PSG 170°C 12 hr -0.27
21 PSG 180°C 12 hr 3.61
22 PSG 160°C 18 hr -5.46
23 PSG 170°C 18 hr -7.94
24 | PSG 180°C 18 hr 2.60

76
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NM1509 4.4 uansbiiiuimedeanesiduaszilidnuauifndeens Wowinlaamglinanansuddu

'
o '

ANNINDUNNLTDS NOALDEWBSNAWATIZIIN 1,3 Insinulaeea-nsagadidn AU 1,3 nsinulaeea-nsan

JUNg
gaiin (PSu : PGLU) waznedloawmeifidanszian 1,3 nsimilaeea-nsndaddn-nsangain (PSG)
gnumgiinanansuatueylurig -9.57 fa 3.610smnwaidoa Falliganimedieamesiduaszian 1,3In
suulnena-nsadrain fU 1,3 Insmulaoea-nsamundn (PSu : PSeb) uasnodloanesiduasizian 1,3-
Tnsinulaeea-nsadndin-nsaiwuida (PSS) filgumgiinatansiuddusglurag -33.69 fla -17.15 e iva

Fua YedAAouT9eN

satunedeamesniinsangandin eglulassadnazdinnuuiusunnnimedieanasinil nsawundnegly
1598519 9191091191 IUTUABUNSTBNYINNVBINENRAWDT NIATA3 nlalAnluvihuisedulalasiaud

1 a [J Y a <) ! = ' =3 a & 1 v a sl
] ~NH,- vasnsangandinvibiAnidusrsuniivg -NH,- Yululuanavemedioanes duwalinedioaneasi
ANULTIIWINTWIIEY Wszaztuyiaveansa (Diacid) Aldlunsdunsisinediwesiinasonmaudfinedie

anos

' a a ' a

wagnuInedieawmesniinsanganiin Neaungil 180°C AeilAgumginatans udduganitngungil 160°C

9 Y Y

1Y L s a

way 170°C iszaztugaumilunisduaszvininediuesinaiuanaudfivemedioanes Ninsangmniiine
glula ssadsdrunefieameidunsziannsaeuida gumniilunsyihwediweslsdliiinarennautfive
wodleawmasuus MtuisilunsBuduimefioawmesnduenzilalinuaudfoglsiahluneaasy

AuaNURTnNameIsnaaauLsIns lnaldiases Universal testing machine



4.7 M3AATIERAUENUANINATaINDALRENDIAI8LATEY Universal testing machine

Yield strength

1.4

1.2

0.8
0.6 I
0.4 I I I
il I I

PSu-PSeb PSu-PGlu PSS PSG

JUT 4.8 Apuudausiduuvemedioanesndunszifigamall uazliainie

% elongation

600

500

400

300

200

100

PSu-PSeb PSu-PGlu

a '

JUT 4.9 Wesigunsindivemedioawmesiduaseigamgl uaziiansng

Y
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91307 4.8 1 Vield strength wesmedloawmeifidaaszian 1,3 nsmulaeea-nsndaddn fu 1,3-In
sinulaeea-nsangmdin (PSu : PGlu) LasweAloamoInduAsIEian 1 3 Insmulneea-nsndadin-nsan
anndin (PSG) fiAagluyae 0.488 MPa fis 1.262 MPa %qﬁquﬂ’j’lwaaLaama%ﬁé’nmiwﬁam 1,3-lnsinu
lanoa-nsadaddn fu 1,3 Insmulaesa-nsawu@a (PSu : PSeb) Lasnodleamosfidaasiziain 1,3In
sinlagoa-nsndndiin-nsnwuida (PSS) fifiAeglutie 0.102 MPa v 0.298 MPa fufunedioainosi

ﬁﬁLﬂi’Wﬁ‘\ﬂﬂﬂﬁfﬂﬂgﬁnﬁﬂ ﬁﬂ’]’]uLL%QLL?QM’]HH'}IW‘W@aL@ﬁLm@iV]ﬁﬁLﬂi’Wﬁﬁﬂﬂﬂi@L“U‘U’]‘%ﬂLWiWSQSﬁU‘UﬁWUEN

n39 (Diacid) Mldlunisdunsgrinediwesiinadonuauiinedioanos

s o ¢

Fofinsangamgilumsduaszsinedieans nedleanoinduaszsian 1,3 nanulaesa-nsadndin
fiu 1,3-Insimulaeea-nnnganiin (PSu : PGlu) Laznedlpanas LA IERan 1,3 Insmulnesa-nsadnd
fin-nsangadin (PSG) gamgiilunisduasiey 180 ssmwaidea wilrmnuudasganitgumgil 170
LAz 160 ssrniwailes dunedloanoindunsizsian 1,3 namlasea-nsadadin fu 1,3 nsnulasea-
AsALEUEA (PSU : PSeb) wazwedloanesidunsIzian 13- Inswulneea-nsadadin-nsawunda (PSS)
samgilunsderszilifinasemanuudusdiuu Wesmnmanuudussswdliunnssiuann uazidle
finsannatlunsdansiedt feamgdl 180 ssrnwaldea nanlifna wiilefinnsanfigumail 170 uay 160
psmiaifua fnailumsdansesi 12 2l dwalrennuudaussiiuy gaindifine 18 §alus iesannd
nanlunsdansizininediues 18 $2lus luanavesinedmeisufisondounduvinlviansldvedluana

Liudawse uazngaoennateiduansnadiu dwalinnuudausivamedioanasana
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N3UT 4.9 AndesidudnisBads vemedeamasidunsizian 1,3 Insnulneea-nsadadindu 1,3-In

sinulaeea-ninngm1din (PSu : PGlu) wagnedieameaindunsienann 1,3-Insnulaeea-nsadadin-nsan

IS '

aendin (PSG) denagluyae 316.81 v 498.72 Fslimasnimedieamaindunsenain 1,3-nsnulaoea-

U

o sl o ¢

nsadAin U 1,3-Insnulaeoa-nsawundn (PSu : PSeb) wasnadeamasnduasiziann 1,3 nswula

p0a-nIntATn-nsaluIda (PSS) Nilreglutie 101.67 fia 160.21 detlunefieamesndunsiziainnsan

a o < s o ¢

andn UAUUIILIUINAINDALDAMDINFILATIZRANNIAUITA LNTIzariusianueInsa (Diacid) gty

U

nsdunTeinedwesiinadonuauianedioanat waziafasanaamginldlunisduasien wuimedie

Y

a

aweinduasiziann 1,3 nsmulneea-nsawu@in-nsangmidin (PSG) Nigamgil 180 e waidya AN

Weslduin1stadgeindigamall 170 uay 160 ssreaidea

Waiansananlunsduasiginsnedwes wuivarlunsdaasiviliinalunsduasizvinediednasann
1,3 nsulneea-nsadadin fu 1,S-stmulmaaa—ﬂmﬂqmﬁﬂ (PSu : PGlu), 1,3-propanediol-Succinic
acid ffu 1,3-propanediol-Sebacic acid (PSu : PSeb) waz 1,3-Insinulaeea-nsadpdtin-nsawuida (PSS)

4

AIUNDADFHDSN ”amiw‘mmm,3—IW3qulmaaa—ﬂim%ﬂ%ﬁﬂ-ﬂmﬂgmﬁﬂ (PSG) Manlunisdamsizy 12
Hlus denalvinedioawesia Wesidudnsiam asnianldlunisdunsigt 18 49lus 1llese1ndl vian
lunmsdaunsierininediues 18 Halue luanavesmsnedwesinaujisendounduilbiansldvesluanaly

e warngaesnnaneduansnasiu dawalinnuudusiwemedioanesanas
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913U 4.10 9 4.17 Ut Fauanamanmsgosaaneveswedioameinduasesilalumsazanetiimlesa pH
7.2 way pH 11.5 wuin nstesaanevamedieamaiiduaneilaluasavaretviles pH 11.5 avanunsa
gosaaelfiiinitluansaraneties pH 7.2 Wewnaisazaretvines pH 11.5 Sauudusivosiua
w1 Sefienududuves OH fnandr ilkdanslelasladafiunntumy duiunedieaneiiidunsed

Ifgndesaanglasing v

Fofinnsunmedieamesfidaunsiziain 1,3 Inanulaeea-nsadadin-nsangain (PSG) fiesifudlunis
gopaanufiini noddnesduaTzrain 1 3 Insmulneoa-nindadan-nsawunda (PSS) uandlidiuds
wodloanasfiduasziain 1,3 Inswmulasea-nsndadin-nsangmfin (PSG) fmnuudausswnnniinedie
anesfidunsizan 1,3 Insmulnesa-nsndadin-nsawuda (PSS) Waswnlussminsmsdeuvinsweme
Seawmes nInTnsniinn1sUASeTUNY -NH,- mmﬂimﬂqmﬁmﬁmL‘?;Juimmsﬁu denalvinedloanosi

nsnnganiin eglulassaisdinuudusainnimedieamesninsaguidaegiulaswesng

wavflefinsangamgdiililunsdunszinuifioamall 180 esrwadea Hidesiduinisdeaaesiian

Welgufugumginldlunisduasieyil 160 way 170 ssrnwal@ed  Llewwnangumvgdnldlunis

'
o '

duavgininedwes 71 180 ssrwailua vilininedwesiminluanaiaie wasa1 DP g1 iimlundne

a

fwesnauysaifiangldes ibilianuudusawinndy winedwesiduasieigamall 160 uaz 170 83

Y

v
s o o

walea Fangumaiilun1sdunsiedt 160 uay 170 ssruwadea vinlinsnedwesiuminluianalaie uay
A1 DP ¢ Genswediwesiladufiswsuswesinsauiudungudny dsliiduninediwesaslden wazni
WoRNBTU Mgty WIneAiues PSU-PGlu Ngaum il 170 asrwaidya 12 Falus JailA1 DP find

@ A s

1 wanaliiudansnedwasnladuissuauauasvasarsasnudiladndavintu daalinediea. nasile

a

PNNTFUATIEANT ORI NAT 160 WAz 170 29ANaldud JANULTwTItiosnin nedeawmasnle

q U

a

Y] ¢ a ¢ al a
ANNTHALATIEUNINDALUDINGUNNA 180 DIALYALTH

Y

ynwanveasdludiuiinuinlanedwesnnngainiudanuwlusuardanguninninediues

=% o

Mnnsalaafuenddarindu iewnanunsaiaiiustlalasiauseninsaneldld mefidedaiinsanganiin

ndupseilanedluelnensetuasidenrneiinnadesea Inefinanismeassseoluil
4.9 HaN15ELATIZIINDALREHAINBS1N glycerol (gly) wag L-Glutamic acid (glu)

Tun19dems1zi poly( glycerol glutamate ) (PGG) 21n glycerol way L-Glutamic acid thuazei
nsdaaTeiiigumgd 180 °C Tnedndiuidanares olu e gly 1Wu 1 1 1 Tuszezinan 1 Halus 9anduds
iUz weR vacuum oven 140 °C 1Hutaan 24 Falus 9rnwantsvnaeslsiny PGG1 aglunimuriu
sU aumAnain PGG1 tulidnuasluresvaniidaruminduinisgnaneenlunfeuduainmaluedos
vacuum oven L‘ﬁiaﬁﬂﬂ’]iLLf’ﬂ,“U‘f]Ey‘lﬂ’lﬁ&ﬂﬁn%ﬁiéjﬁﬂmiﬁ’ﬂLﬂi’]%ﬂﬂuaﬂﬂzLﬁmﬁﬂﬂ%ﬂ%ﬁﬂ@ﬂLﬁm%%ﬂ%nmﬁl
asvhuFAzeduludninesifu 9 9alua 30 unii iesanszeznandenanazsiilvinediwesiauminly

sEAuRgiunedmesiidugIeaunsatlleuldlaglignaneenlunieuiueinaluaies vacuum oven

NHANTNAFDINUI PGG2 Nduaszilaldnwuzidurssvainnindntsswasiadudedsnslilodunad
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saa o

wesnidnvugndanguwuueald (elastomer) Audifein1s Auiudaldinnisasuaindndiulaeuiaves
v & o o \ & o o 1w & o
ansnsududadiulaeluaunu Ingldgnadn sly : olu lu 2 : 3 Wewndadiudanaridudndiuvenis
MUJA381 condensation Mineffiuseninemy ~COOH vas glu wazny ~OH vas gly lagldiaanlunisvin
UfAsetudnnesidu 9 $alus 30 widl udrhluviufsenselu vacuum oven Wutaan 24 Falus wans

naaeanuild PGG3 Aifldnuwaziduvesnaiwazasgliild nnsinvesitnimaasuaziuimenisuile

Yaylunsdauasizst PGG Huuansfdlunisnsi 4.5

A5197 4.5 wansan1za1eilglun1sdinsizi PGG

_ | wandvihujizentu 1A o .
as Qo . dnarudsunas | anwaruee PGG
Lo . vacuum oven 140 | Ujfsenludn , e
PLIAN o) . ) s¥Ig ely : glu la
C(hr) 1na3 (hr)
PGG1 1 semgpanlunun
& a
Wuvaunand
1:1 lnewia .
PGG2 J1e1a, niln
180 24 \Aniiae
95 o 2 aa
LWUYBITINY
PGG3 2:3 aglua ANWULADUTN
wia, dU1nna

Ao &,

1NA15199 4.5 aziiuladninlunisveasnsen 3 agle PGG3  Afldnwurduvowdsdalaui

PGG3 uulunsrvaeunujisenedwelssdutuiniunuiinianisainselidslavinisdrinszilasadne

v
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U 4.18 'H NMR awnn3uwes PGG3

mﬂgﬂ‘ﬁ 4.18 " NMR awUnniures PGG aznufipdighuns O) 2.3 ppm ludnwaizves quartet
FaTuvedusneuvumsveusiumia e iewniihumis e duasiiswanivsnouuuniveudhadesiomn
3§ wonanidmuiiaiitasiunms ©) ¢ 8945 ppm Feainndufinludnuazues pentet wax
doublet vaslusnouUuAIUsuluiumLs b uay a AW Lesantasiumis (O) dsnanaznuvie
anes (-C00-) uandlefivsaniilasaiamandaswuilusneuiidumis a uas b Hueglndfungioames
TuszozfivigmFadunaldifansdeuiuiuvematefindusiuiuuin arnnanishnsesiadnniuves
PGG3 Aznuinansiedusning ely uag slu IeAnUfATe1 condensation wazdinisiAn crosslinking Ay
TNUN LANUISNBUTIOS PGG3 ﬁ?mﬁwmmmLLazmgUlﬂé’%ﬁhjLﬂuiﬂmmﬁmmmiaidwwaﬁL@J@%ﬁﬁ@
crosslink  Hupsazidnuaziluveuds AUMAAINTUAAIN PGG3  AIUAINITAIUNITEDEAAENIS
STSUTATIALNN Lesan ely L‘T‘Juaﬁﬁﬁ@mauﬁ’mumﬁ&ia&Jaawmwﬁﬁmﬁléfa 6] Bnvia glu Aduansiia
anautilunsdesaaedia (13 Fafuudanini oy awhufisemedmeslaedui ou Suagyinlily

PGG3 AflAuaunsalunisgesaaiefiawinniely 19 waziveliedunsfisdnuarvemediuesnladuli

Fauunuduhldinsgiautinisanudsuvesedmasmemaia DSC loanan153As189I1 PGG3 i1

N 1o oA

gaumivs@tuui (T,) 0891 -37.35 °C FaflAennifgamgiiviessnn vsuenin PGG3 fildavegluanin

] q
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4.10 NANIRILATIZHNOALBEAB39N 1,3-propanediol (pro) wag L-Glutamic acid (glu)

Tnedl citric acid (cit) Wy crosslinking-agent wuu block polymer

lumsyneassiilavinisdansizst poly( 1,3-propanediol glutamate ) (PPG) 91A 1,3-propanediol
uaz L-Glutamic acid flgamail 180 °C shodndiudeluasening pro : olu 1Ju 2: 1 Wuszeziian 18

Flag MNHEaNITNAaRINUIN PPG Aleduvaavaidinanaidunazimnuniiaanies a1ntuiain PPG Ale

a

Luvinas crosslink A citric acid idanzgannil 180 C fednadiudawiaszning PPG : cit Wu 1: 0.8

U

Wuszeziian 40 ui waalaluvinufasen condensation Ivauysalsed vacuum oven 1 140 °C Wu

v
aa o v

a1 24 Falua 9nwan1saassnudn poly( PPG citrate ) (PPGC,) #ilduiianwarudausziidumiad

wazlaifiese1nid N1snedeU tensile strength 489 PPGCyl  Wwilalaenisun PPGC1 Tdugunae

o
YU A <

\A3a4dle hot press FINHANITTUFUNUIN PPGCy1 ilatuldnwasudause uasiusiiniiniguenvas

o a A '

PPGC,1 thufidnwadiniianingnulu snviadleiislidnssesuils PPGC,1 ﬁchumiéﬁugﬂLLﬁmwaammm N
sUlalld dmuuamautladgmnistugudnandddnafiuszesnatd PPG vinufisenfu citric acid
Tudninedidu 1 dlus wilevilild PPGC,2 ifinng crosstink fusnniuusmnuiiunaiunniiuniidasyinlily
anunsdnemedieseenuiandninesldiiiesniniinnis cossink  wniiuly dmsuanaedildlunis

FUATIEN PPGCy WALANWALNINIEATNUBINDALLBSTILANUEN SO lARIN1S197 4.6

A19197 4.6 Lansan1zae lalun1dnsIzi PPGC, LasdnyasnINIeA TNTINOaLLDS

LAY
_ | ugnsenlu e dnduuinnu
a3 QN ViU Azen . .
L . vacuum . a1s anwe PPGC, #ila
F9E9 (O Tudnines (hr) ,
oven 3¢NIN PPG : cit
140 °C (hr)
< o 5
W9 WUS1E dUnna
PPGC,1 0.67 o
Wy Talfines
180 24 1:08\ogada — —
W9 WWS1E @Unna
PPGC;2 1 o
i laifiviag

W91 PPGCy 2 lUvnsAugUMeis hot press wuin PPGCy 2 7ildndaa1nnng hot press tugins

o dunedweinfidnvaruiaune Musnaiuiinewenddnvauswilemie uaslenssliigaumaiiuas

¥ '
=

AMUTUUTIOINIA PPGCy2 avimainazassuliliguiy ievihnsesuienaiindudalaviinisti PPG &
& = a s 1 a ° ° . 1% . . Yy a ¢
Wuninedwesneuiiazinluvinis crosslink ¢ne citric acid waalallu PPGCy1 way PPGCy2 hhmﬁwm

Wandumiemalla FT-IR
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U 4.19 FT-R awnm3uues PPG

1N3UT 4.19 sgnunaugandunadlutig 1730-1750 cm ' Jaifinannnsduvesvgjansvedalute
aned (-CO0-) wagnuuauganduuaslugag 1000-1320 cm” Sufnainmsduvesmy) C-O itelvuilasty
uaugandunainanuduresyieamesidlefansanuaugandunadlurig 1650-1730 cm” Fadurasd
wnunsduresmymivedalumiuendan ((COOH) Hausngimuuaugandunasludisdisnandsdouriu
fu (overlap) 9mansaiiuauganduuasil 1682.54 cm’ uay 1733.26 cm uveanganiueialute
awasazAISUBNTAN Mua1iU uavny C-O fnufiduiasoanesuazaisuandan uonanidmuuan
aandunadlutag 2900-3300 cm” JaRnainmsduresmylansend (-OH) luasuendadn Jadunsuduing
syjansuendanuisdiunes L-Glutamic acd #lsilfiAnufisen uenandunuuauganduuadiugag 3200-
3600 cm” Fafutaenisduvemylensend (-0H) Fsaansalimylensendiuves 1,3-propanediol
wideagiuanevesanslanedwosuazarafindeduluanadasitliiaufiten namsiinsiesidanan
thivenlddn L-Glutamic acid IMAnUARTENU 1,3-propanediol Wuudwlffuaelaninodiueifidon
Aumesuszlaamesiazll 1,3-propanediol 17'imﬁamamsﬁwﬂﬁﬁ%muazmmmLﬁmmi crosslink fiv citric

acid Tunewds Fawadanarvilinsuimwinedwesnlauuinufiserduduaelsiuadenuiinesns e

<, N g a &£ A Y o )~ = a s v ¥ o a ¢ v a 1
LﬂUﬂqﬁﬁluausLﬁLL‘lﬂﬁ]ENsUULﬂEJ'JﬂUIﬂi\iﬁTNW’NLﬂN“U@Q‘W?‘W@aLllaﬁ'{]ﬂ‘lﬂwqﬂqi']Lﬂﬁ’]gﬂﬂf]ULWﬂuﬂ H-NMR
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mﬂgﬂﬁ 4.20 fiumia (O) Usvanas 3.63 ua 3.73 ppm aznuiiALUU triplet weslusnouuu
Asueuidumia ), 7, 7 waz i mudwu Tnefilusneuvuaniueusinaniisiuulsneuuuaiiveu
Hrafeseg 2 &1 wilusnoudidumis i Turzegnmedneuiadian chemical shift wnndn ilasanTusnoud
Fuwids i eglndiumesfilu (-NH,) uagvyjieaines (00C) Weifieuriulusneviisumis J, ', j* azeglnd
fulensenda (-OH) isvgiAeaduilidumis | D1 chemical shift uandy Tuddudauilofiansund
Funs (0) Uszunay 4.2 ppm  aznunisdeuiiuiuvesiindeaiaindufinuuy triplet veslusmouuu
msuouiumis ¢ waz ¢ lesmndumisiinarndurisiiaznunns coupling vedlusnaulaguuaiuaui
Anfuvgloaines (-COO-) uawili chemical shift wnfiga Fadululdunifinfinanaziduvedusneud
Fumitls a, ¢ uay ¢ wonantudisumia () 2.3 ppm nufieludnuaizues quartet Fsaneindiuves H vy
AsvauiuI e ilesndidumisfinaasdisnulusmeuiieguunfusudrafesimun 3 i dewn
frsandidhunds ©) 2.4 ppm aenisaiindufinludnuazves triplet vaslusmouuuasUauiumis d
dosndumia d dusglndduminsvetiaveneamesiailiar chemical shift uinfign 9ntudle
finsaniiduma (0) 2.0 ppm way 1.83 ppm azwuiialudnualz pentet veslusmeuvuaUaUmUML b
Way ¢ MINEU Lesansuml o aglnanunyesillu (-NH,) 1nn319unis ¢ 3edidn chemical shift

wnniudntesuaziisiuulusneuiinfewimun 4 6 uenanddmuiiaidumis (0) 7.5 ppm (lugud 4.

'
=

A)

3 '

afuiundmedlusneuvululasiauvemyosdly (NH,) vhliaianisaidvezdluves L-Glutamic
acid HuanusaiAnufiSenfungaiuendanues L-Glutamic acid dduld dwaliminediuosildayd
USunau crosslink ﬁmﬁuqmﬁwﬁﬂﬁﬁmum ©) 1.75 ppm 1Juiieludnuae pentet Faninduves
Tusneuvumsueululiana 1,3-propanediol fuvis k filiiAinfAzeniesansumis k lall#3udvina
NnLeALnDs (—COO-) FailAn chemical shift Youfian leidunstudulusneuuuiinfisumisineg 3els
fisaneBuiiingm (integration) vasfiasne fesaniini 1.75 ppm thuavilAn 1.9398 Wisuiisuiuiiai
3.63 ppm FaABuiiingm 5.2080 aznuieduiiinsnvesiiadl 3.63 ppm flemnniiuszana 2 whidle

o

Wieutuiindl 1.75 ppm Fawadanarndunistuduindiied 3.63 waz 1.75 1uvesj way k audduese
desannelu 1,3-propanediol Huaziisualusneuiildfiauuy triplet 11nni1 pentet 2 Wi wazeaawdl
Aundudunasnannlusneuuy 1,3-propanediol ﬁLﬁmuﬁﬁ%mﬁU L-Glutamic acid LLﬁaagjﬁUmwmma
9 sounfinsandduiinsnvesiusnouuusiunis ¢ e 5.2166 deweufulusneuvudumia k Je
1.9398 wuifirvaslusnaudisumis ¢ deduinsadu 4 whvesfinvestusnouiishunus k virlsmsaui
1,3-propanediol leiAnUfiAzeniu L-Glutamic acid Uszanausasas 80 UBNMNTLRN SNSRIV AN
Bufivnsnseninalusneusunis ¢ Weufudums b znuiidiUszana 2 Fsmadinanivavenintuiune
TUsmeuuy 1,3-propanediol fiegfivasvesaneldiininninlusnouiioguu 1,3-propanediol fiagnsenay
anelendnediesTanisaliminedwesfldasiiauenvesasleiidn anua NMR vlsmsuuidngd

PPG uuinUfisen condensation Tuasauazilassaimaaiideinenisallilugun uasivedinsen
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UamvesnmsvugUlilasaudianisaianisalniminedwesiiauenareleiduiu Jaldvinisiases

umnluanavemediuesaemailn GPC

v '

NWANMTIAATIEINUI PPG T witnluianaindeegi 412 uaziviiedy (OP) Wiy 1.25 Pl

a LY s

AunInedn PPG Aildluiiesanenediwesiiininnssindivesuouawesiiies 2-3 ity n1siild
umnluanandeidestuninininainujisen hydrolysis  deunduiliesandediunegludfisends
donpdasiunanIsnaaeunyilsidunnumgasuendanuisd ieAnwandineminuiouvemediuesila

FahlUdmsevienemaiia DSC

M990 4.7 LARHANTIAT VAN INTNTTULT (T,)

an3ianEns T, CO)
PPGC;s1 14.17
PPGCy2 9.44

WS ulfigusendneen T, 84 PPGCyl Uag PPGCe2 3NHANTNARBIIENUIAT T, ¥ PPGCyl

flenunnndn PPGCe2 Uszanas 5 °C mnandunaanmsiiwnanfivhufiseludninesagvliaslanined

v
o

wastusmnulaa1elgnediuasNe1ka1ANNe1v89d 18l MANNINT uiuardInaliaalenediues
o a v g v & ~ A& ~ vy X = & P a o o8 v & )
Jasesnlnlusudovrsodundnliontuienudundnvemediweinanasgyilien T, Tuanadlusae
Wallumsvenaut@maanaves PPGC,2 aananiddladhluiinsgiaanuudemenisnagaunuy Rockwell

dloth PPGC,2 lunmaaunudn PPGC,2 fimannuudauszanas 70 shore A dsAdenanivsuanin
PPGCy2 Hudunesiwesuuugsitauudsussdunans (medium hard) [14] dwsvansinnuudausiy
Sandmiumeriiisansukuunsindesiesnslewedme siinnudundndeuttainaunavesd T,
Agnanludresfunazanuusizonadunauian  PPGC,2 tullnsdmdaauuunan (crystalline) vinlw
PPGC,2 Tlaiidnunriudauasliandu daw PPGC,1 luildvinnmaaeuld u fitidlesaniudsuanmidy
vounadsliausatlunaaeuls

ndgmnistugdlalliaes PPGC2  duldnudedunaimniuliiguugiveswazanineinia

]

555un3lUIENUI PPGCy2  azianisildsugliduvesnainielu 2 et dmsuimsnisalilintu

aaa

éfaﬂa'nmmwﬁmmqmmﬂmms’?jyuiummmmwﬁﬂlﬂﬁwgﬂim hydrolysis 1Juviliaiuenvesaislene
Awosfunsiavdsuanugfureunar onsBusuauyfgiudnanndsléviints PPGC,2 14lu dessicator
Faduateshdnnnutuluermeeen enaruly 1 iou nansnaasmudn PPGC2 Sensantmiu
voudsiiuneldimiowiudsmanisalin PPGC,2 L‘ﬁuwaéLmaifﬁﬁmmﬁsﬂgaqﬂLﬁaamﬂﬁwgasﬁiu (-NH,) 7
szhEJLﬁmmmﬁ%ﬂﬁmﬂsﬁuﬁagﬂEjaaamsﬂ,ﬁdw Wietuiutedunasinanlrdmaubduisldinsinszim

umtinluanalafeves PPGCy2 memailin GPC
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v

NHANITAATIINUT PPGC,2 Siamiminluanaiafivegh 1485 dediisnanniaianudulula
WNil PPGC2  azilunedieainasidaiuiitagedwmaliunaiuisawnsidnlundusuudvinufisen

b2 v
o

hydrolysis ladne Lasnwediwesniuminluanaiavdmalidnsndiuseninauiindunivisediunl
fvangluanglefidundsililaanavesiawnsadiluvasatelaniung like dissolve like 8nviawa

fananiduduinanueivesanslgnedimesnduiuazdmalil PPGC,2 dinsdnseaivesanelalmiuseideu

vsenanlaie Jsdanaldien T, gandmedieanesimaugidunseila

4.11 NANIHIATIZHNOALREALAD391N 1,3-propanediol (pro) wuag citric acid (cit)

NM58ATIER poly( 1,3-propanediol citrate ) (PPC) 970 1,3-propanediol Way citric acid Tu

o a

meufiwanaaiuiiguugdl 180 °C Tudnnesiluian 1-3 93lus wdrthluiujasen condensation 14

Y

auysainefl vacuum oven figaumadl 140 °C {Wuvian 24 $alus uanedInnsed 4.8

A19199 4.8 uansannenldlunsduasizd PPC Tudndiudvinufiseiuansiaiv

R i Benlu do ama v e ama
v N o LaNYUAEN dneuIvnug)nsen
GERIZPRISAN o vacuum oven 140 C » . .
Q) Tudnines (hr) ¥ pro : cit
(hr)
PPC1 180 24 0.67 1:1 legu9a
PPC2 180 24 1.67 1:1 leewna
PPC3 180 24 25 1:1 lnga7a
PPC4 180 24 25 1:1lnelua
PPC5 180 24 1 1:1.5nelua

o

W1afa15aun PPC1, PPC2 waz PPC3 91NNaN1snAaadnuinedilasvsaudenadudiniseay,

[

wuresenFvIagLasidnvardavguadioendliunndeiu Wethdnvugdandgudnaiives PPCL,
PPC2 waz PPC3 lUiUSeuiisuiiu PPCA uag PPC5 agwudn PPCL, PPC2 uay PPC3 dudlauganeundie
819911nA91 Lieea1n PPC1, PPC2 wag PPC3 tiuiluSunauues citric acid daviuiinidu crosslinking agent

Pululsunandniesyinlilidnwusmilausns ludiuved PPCA 91nNan1svaaasnuImedlasaanandud

'
=

2 1Y = & & o gy < & v = g a
NIRNINIFN UN9991N1AIUIALANLTUIIUIULNNLA S UAN WL NLTILUTIZLANUD BT UNANI1NNUIUUUDS

v o

citric acid MunFuagyinliAnlassasiswuusiunlauinnit PPC, PPC2 uag PPC3 vihlvigayidednuoe

AuBanguadtgensliuaridnuuzuladsie dwmiu PPC5  1nnan1snnaesnuitnediuesdanannd

val o v

WesprmAavuadniluInunIuiiiununedmesflaldnuugniuadie el anvginain citric

|
& o

acid \Juwewawesiivyflsitulunisiiaufiserianun 4 wy ( functionality = 4 ) vilidiusunauii
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Wedulundndueidnafesfiuinnit PPC Idndiudu Jsdwmalifivsununesonafiunauiliieves
Funusianungy wevhnisuilelgivemasoniaiiindudsiain PPC Manuaiduasizilaluvinnisau

JUMET8N135 hot press A laNafin13197 4.9

M1399 4.9 UARINAVDINITTUIFUMIETS hot press

GUFZPLERN maﬁummiﬁugﬂ
PPC1 fseauanuean, Bavgundieens, ndeudy
PPC2 fseaunnuisay, Bavgundieens, ndeudy
PPC3 fsoaunnuisay, Bavgundieens, dndeudy
PPC4 Tsuunntiasunn, Savgundigens, dvdesesu
PPC5 fdnwagnilaunn, dmdeady, linsgy

INNANTTUFUMETT hot press 7am13199 4.9 Agnud1 PPCL, PPC2, PPC3 uag PPCA Hua1unsn
Juzduanilunaaeudn tensile strength e uel PPC5 dulsianunsadiunugdiielunaaeuen tensile
strength l¢ dusunan1siiasennuaudRldananiewn3as universal testing machine @1315auandlans

mawﬁ 4.10

M15719% 4.10 LLam@mamﬂamﬂﬂaﬁum PPC

A1367989 tensile strength(MPa) % elongation
PPC2 0.2403 1.4643
PPC4 0.5174 68.4007

wva a

NNANTIATIERAMANTRITINALNUTN PPC4 §iAN tensile strength 1MnA31 PPC2 g 0.2771
MPa 83970 PPC4 fuUSinauaes citric acid Favhmiiiiy crosslinking agent #iinnnin Swilvildnediues
fiflauudansannndt PPC2 dau % elongation 91nHaNINARRIEWUTY PPCA Tanudamnguiifninun
iles91n citric acid MassamaaiivuvisiiassaiadunedwesuvuaumiasBatuseninamelslae
dwmalifanuvBanguiiinnnt Wedunsamaounyilaifuramodmeifinanuareiuienaiiintuves

wodweinvusUlauazliladsldin PPC nmualdiinsevivgilindudmemaiia FT-R

Y
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PPC1

80

70

60

“hTransmittance

40

86554685538 91232 30

ppc2 | e N

HeATI

284100

50

70

50

‘Transmittance

172384

4000 2500 2000 2500 2000 1500 1000 S00

Wavenumbers {em-1)
T o~ N
PPC3

= =
80 §
FO0
= CLE
E
2
=
= so
==
a0
30
20
4000 3s00 3000 2500 2000 1500 1000 so0

Wavenumbers {cm-1)

foet

“Transmitance
Q
=]
!

§
17142
5153521531.20527 5

4000 3500 3000 2500 2000 1500 1000 e
Wavenumbers {em-1)

o

PPC5

80

70

80

Y%Transmittance

4000 3500 3000 Zmﬁwavenumbers {ci‘[)j)‘D] 1500 1000 soo
UM 4.22 FT-IR awnasuves PPC dndiunisviufnsewasssasiaitudninasiuansnaiu

Y

cm” w@a PPC1, PPC2, PPC3, PPC4 uay PCC5 agnunauganduuastafuiansduveslansond (-OH)
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ﬁas&'ﬁﬂmmmm8I°ziwa§Lua§6?’faLﬂulé’ﬁgwm 1,3-propanediol Wag citric acid Awdeagiivarevesaslene
Alues deamuuauganduuadluras 2500-3300 cm” ufinannisduveamlensend (-OH) Tuasuendan
(-COOH) wes PCC 14 5 anstfunisuendilu PCC i 5 ansindonaiuenddn nnanisuisuifisuuny
pAnduLasuas PCC v 5 dudilidmauneiazedunsfimginssuiiuansaiuves PCC #a 5 ansaldiinly
Aasgandinienuiouvemeiiueimemalia DSC ausauansrgumgil nTudduLm (T,) vae PPC

lanannsan 4.11

M19197 4.11 UanguvimsuaduLm (T,) ¥es PCC 13 5 a1sndiliiiunstugumeis hot press

an3eE T, (0
PPC1 -7.85
PPC2 -23.27
PPC3 -1.81
PPC4 0.14
PPC5 -0.47

NA15997 4.11 9gnudn PPC 713 5 anstufian T, Aisningamgiivies (35 °C) 1lusgng

a =

wndwilinedwesldnvaunduens esniigumgliganin T, avhlilassadanedwesdiuidundn

'
wa v oA

wWaswulaseadawuuedugiu (amorphous) Fwilvinedwesiinaautfdanduls Wofiarsandr T, vos
PPC4 wWisuileuiiu PPC2 agwudn PPCA difn T, aendn PPC2 og 23.41 °C Usuandn PPCA Hlaseasnauuy
HAN1INNI1 PPC2 Favinlsd PPC4 dlen tensile strength @4n31 PPC2 dafindnaluludneiy antufinnsanen

T, Y83 PPC1, PPC2 uag PPC3 agnuinnisiiussesiattutnineialdlunsdaasesiiulidmadonives T,

loRagui 4-a
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0 0.5 1 15 2 3

-10

AT, (°C)

-15
-20

-25

o [aaa L.
szaznamvinnsnluiinnes (@ Tw)

JUN 4.23 wansmnuduiussendneen T, ves PPC Mldiisuiussagianivihujisetludnines

913U 4.23 azwudn PPC2 9l T, fisindn PPC1 way PPC3 ognsunndsliienaaguldingei
yuFRseludnnesiudwmarionn T, ves PPC ag1ls iflofiarsandn T, vee PPCS fifiAmnsosasnan
PPC5 Humsardiauanansolunisnuasdousastusuld uinnuantsmaaomui PPCS firnumsdugy
#8735 hot press wtasiidnuasdureavainniu luvned PPC2, PPC3 way PPCA ﬁ?ummm%ugﬂlﬁ
udiidnuasduredinaiu Fsorandnildinan T, ludmasdensiuguresmediuei®ieds hot press uas

Wevwsalunisesuneraveanstuguldldves PPC5 duisldiin PPC5 61un13 hot press wiilanwey

WuvesmarnudauinluiAud dessicator annan1snaassnuiIilianattiull 2 §anv PPC5 Huiiau

P
[ '

uSanntunaasguldnndudamadendnaaiidusauainuiinames dtic add funnduazvhliluana
yosmedweaituiinruiidafigannisenafinisgaduaratuluenniamdigidumuldheuazihugazen
hydrolysis LU?S@ULTJW@&LMMM%@ ludrdudaundalaviinistdy PCCa  Idhmsesiman T, Wie
Wisuifisuseriamilldioudusuiasndstugy nan1siasigsinuinm T, vas PPCA fildudsansuisnig
ugUieTB hot press Trnanand -3.21 °C 9 0.14 °C Losaneufeuiildlumstusuldlushans

lassaiansdnsesinuundnanasitliilan T, a1as 9ntuldviinisiuSeuiieusn tensile strength uag

a

% elongation FEWINHIUNNTVUFUAILTT hot press uazdugulaeliisnudan1s hot press lanauanasiagy

4.24 wag U7 4.25 suddy
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Tensile strength(MPa) PPC4

1.8
16
1.4
1.2

0.8
0.6
0.4
0.2

fiau hot press 71484 hot press

3UN 4.24 uananisidIguiiiguan tensile strength ¥ PPC4 se1Ianoulagias hot press

% elongation PPC4
80
70
60
50
40
30
20

10
; ]

fiau hot press 11484 hot press

U 4.25 uanansiUTeuliieum % elongation ¥4 PPCA seninenauuagnds hot press

91N3UTN 4.24 NUIAN tensile strength Y84 PPCA HUaRAINNINNTIHARINEABAATDITUNA
va9e1 T, fenanluAeninuiowainns hot press laluvhatemsdniiesiiuunianues PPCA dawalv

PPC4 1898 1UA1S hot press &A1 tensile strength anas

9IN3UT 4.25 9znuindn % elongation w3 PPC4 Hufianiinduanidudusgiaunn ewnan
v A o v a o = DI @
Fouildlunis hot press laluvhaensinesiunuundnues PPC4 Tiegluguvetedugiu (amorphous)

wnwIsdeaalyl PPCA fanuanunsalunistnvgugeiu
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4.12 NANISAILATIZHNDALDEMB39N 1,3-propanediol (pro), L-Glutamic acid (glu) waz

citric acid (cit) wuu random polymer

lunsveaesfilavinnisdunsieit poly ( 1,3-propanediol-glutamate-citrate ) (PPGCy) 1A 1,3-

propanediol, L-Glutamic acid wag citric acid Fsvimtidu crosslinking agent Tudndiuiuandnsiui

'
a

gaumgfl 180 °C ludninesiluian 2-5 Falus wdnhluvihujasen condensation liauysalsai vacuum

oven figaungf 140 °C 1¥unian 24 i wanafen1sed 4.12

A13197 4.12 wansanelglunisdunsiest PPGC, ludadudnviugisennuansneiu

L | waniihdgisen | dediudsluamidniihugncen . s
a13ie8a L . anwez PPGC, 91la
Tudnines (hr) %I pro : glu : cit
PPGC,1 2 1:05:05 wda Wy & dvlesenniAsuiuan
PPGCs2 4.5 1:0.75:0.25 wda Wy & SvlesenniAsuiuan
PPGC3 4.5 1:0.25:0.75 uds Wee ddu dvlesornAdiuauLnn

v '
YU A a o

PANANITNARBINUT PPGC, Meduvianlatuianwuznisnienmlndlagsiy d1uiainyii

v v
s o o

UfAseludninesiu PPGC,2 waz PPGC3 duvzldaanuinnindesanarsluszuuluvesudsdiulngis

o

v
a

Sndudeddnaniieliasnavaulidudedeaiu Wovdes PPGC, i 3 arsfisliioamgiuazanuiy
U3581NA A8NUI PPGC, Neanuviinsviaoumad wazasguldlaluiign ludrdudaundsladn PPGC, U

Aasgvmvyilandumemaia FT-R dauanslugui 4.26




D0 pranget

80

60

404
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41 PPG

1709.52

1038.95
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Wavenumbers (cm-1)

100 Jorange2

80

2924 52

70

60

50

40]

30

%Tr

PPGC

1711.75

4000 3500 3000 2300 2000
Wavenumbers (cm-1)

100%ranged

60

50

% Transmittance

40]

304

2&——————1

5UN 4.26 FT-IR aiunnsuves PPGC, Ndndunsufnseniasseoziailuininesi

1000 500

527.45

a

o

LANFIAY

99

1n3UT 4.26 9zfansanuavgandunasiien 1709.52, 171175 uag 1711.18 cm’ 999813

PPGCi1, PPGCg2 thag PPGCy3 ANuaNsU %umuﬁqndnagﬂuﬂm 1655-1760 cm* ?zfql,ﬁmmﬂmﬁumaamg

N v

Asuaiaraglludidnvueiadudedie uiugui 4-9 Ssmanisalinduvemyilaidueaines (-COO-)

' I3 & ' Al 2 a 1Y) ' .:4' 2
LLaSﬁ;JULE]VLMW (-CONH) LL@%WULLGU@@ﬂauLLaﬂwH’N 1000-1320 cm %&Lﬂﬂmﬂmiﬁu‘uawg c-0 L‘W@TV?

q A X 2 S \ s Y va A | -1
LLUIEL]ENGU'U'J']LLQ‘U@Wﬂa‘NLLﬁQ‘Wﬂﬁq?NWL‘ﬁusﬂa\‘i‘m%LaaLmaig\N‘l@‘WﬁnimqLLﬂU@Jﬂﬂa‘ULLﬂQiusﬂQQ 2900-3300 cm

FaAnnn1sduvemvylansand (-OH) lur1susndin HaNIINARBINUINEAITNI 3 WULAUAANGULA
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AUszanm 2900 cm FadunsBuduindingafuendanuisdiuves L-Glutamic acid wag citric acid
ailMAMUART wenaniunuuauganduuadlugas 3200-3600 cm” Falurasnisduvesmylansonda (-
OH) Famanisalimylensendailuves 1,3-propanediol #3e citric acid AliAnUfATen 91nnans
Lasgseinanluiuneazannsalléin L-Glutamic acid wag citric  acid lainuAsendu 1,3-
propanediol 1u PPGC, ideufiufheiussioanasuaziuszioluduisdu esnluansiegimsany
vyfilerduvesnnsuendandemyilsidusisnanagnunaugandusaddutiafieiunyeanesdnitlragulsls]
widaivyilsidueameivielsl wiannsndusulfnndnuurninvdsulivesasaeiudsdanaldanats
Madewduansadu anduldih PPGC, s 3 ansldimseautineninudousiemaiin DSC lananis

NAADULARNININTITN 4.13

M19197 4.13 UARRUNYINTTTUL ( T,) ¥83 PPGC, 114 3 a1s7idelaiiunistusumeTs hot press

an3eE T, (0
PPGCR1 11.88
PPGC,2 235
PPGCR3 -2.12

o
o

NNANINAABIITNUIIAT T, 183 PPGC, e 3 wilintiudieniiladidununliumudndindaluaves
a3naaunlalunsduAsIEIneaNes AIUUIINNANITNAADITIUONLANEIINTIENTIEIUTENINS progluicit
u 1:0.5:0.5 Wwaglvien T, gean Tuvauefidhsndinsening prosglucit 10y 1:0.75:0.25 wag 1:0.25:0.75 1

aelvien T, 7ilndlAsaiuussinifidasidin 1:0.5:0.5 Wuegrann

Wlovin13t1 PPGC, 118 3 anslAuguingBnns hot press nan1svaaeenuindnumzvasmadiues
AlananiunsTusutuzrasumaaagUlildluian iensiaaeunansenuven1sTuFUMeTs hot
=Y vo a ¢ i o A ova 1 & o =

press 3l PPGCy1 lUTiasgvimen T, wan1svaaasnudndn T, 183 PPGCyL ladiadu 3.61 °C &
PPGCqL fifin T, anadluuindie 8.27 °C Fawilims1uinn1stugusaeds hot press tuagluvanelassaing
IR esiwuuNanvesanslgnedmesiiiudsuanmnatoduiuvedugiuunndu wiseranan ladn
98199 HAVBINT hot press Azvilvinediwesinuauifluenunnd@uimanisnaaesiinandenndesiv
HAYBINITANGIVBIAT tensile strength WagN1SLNTUTBIAT %elongation fsina1lulugud 4.24 uay UN

4.25

INWNANTHUATIETINBADANDTNWMUALNUIANLY PPC2 Uaz PPCA NanansntanTuguuad
i luneasvaudmdanale Wefansananyueniangnmidaunslaaznuinnedwssni L-Glutamic acid

agnelumelinediesazdmalinedioawmesnlidnnuudannimedieamesilud L-Glutamic acid 8n

v v
o o o o 1Y @

ndailvdvesmedieanainlafiduinauazasgUlaliui @dnsnsdesaarsas) Belatinuifenviinig
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Fuas9 elastomer Inefnwdvdwavesnisifiny3una L-Glutamic acid ashulu poly(xylitol glutamate

sebacate) AUNUINNSHNUSHN L-Glutamic acid avdsnalst elastomer Mbadianuauisabunistesdans

a s

1593 [29] HafInaFsdanndasfuNanIsFUATIEINEALRANDINLe uuMsAinedpawmasAlil L-Glutamic

acid egngluanglgasiinnubavguninit WeRiansanal T, vesnedioanaiNmuanlaannsduasie

v

Tuideandded sznuimedieameinlaasden T, ogszwing -37.35 §1 14.17 °C Faduefininid

vl o

unpiiviesdaalrnedieanosniaildnvagiduens (rubbery state)

9 Y

'
= o

PMNNUITEANINTAUATIZANDALB@ABI NN succinic  acid, ethylene glycol, way 1,3-
propanediol Falgnediamasiifian T, 9g5e1n313 ~31.5 §3 -15.1 °C [30] viling1udnsly citric acid &
Ju crosslinking agent WU Succinic acid Lay Ethylene glycol Aladladu crosslinking agent U Az dINa

a1 '

Tinedieainasilafiin T, ogsening -23.27 §i1 0.14 FefiArgeninnisldueuamesililu crosslinking

]
agent mnilUiUSeuisufunedieanesfilannnsdunszsisening 1,6-hexanediol-co-citrate (PHC)
wag 1,8-octanediol-co-citrate  (POC) Tushsrdrudeluatdu 1:1  fiden T, Wiy 9.18 uaz 0.29 °C
AUERU [31] a¥nuin PPCA Faiidnaudaluaiioniuaziian T 0.14 °C FaflanlnalAesiu POC uax
dleseuifiuan tensile strength ¥Wu11 PHC dAVNAU 5.99 MPa , POC f@aindu 2.93 MPa, uagal
9INNSVAEBdAD 1.799 MPa ilo3suliiouen %elongation U89 PHC dANVINAU 389 %, POC A1iiy

367 % uazAINVAaewegluY 1.46-17.76 %

dlewSaudisusn T, flgnnuanismaasveinIsduasginedioamasain 1,2-propanediol way
sebacic acid ka2unly crosslink AU citric acid wuu block polymer %ﬂﬁﬁ’]aﬂu‘dm -13.8 §19-9.8 °C [32]
wagAn T, flFnnsdaaszinediednesainninedwesidlasnadude 1,3-propanediol uaz L-
Glutamic acid ety crosslink fiu citric acid wuu block polymer fifneglutng 9.44-14.17 °C 4z
wui e T, veswedloameind L-Glutamic acid egmeluaeldwedimesavdmalsitidngenin ilesann

S

njoriiluanainiuselalasiaunigluanglddmalimedieawmesnlaiilonianiazdassdiwuundnuinni

dmsu PPC2 wag PPC4 fianunsadunduguidudununedweslituladddiilu@nwinisdes

aaeigTslalaslada (hydrolysis) lanan1snaaesdsguil wasgui 4.28 mud1du
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PPC2

W W & = >
o o o

—e—pH 7.2

weight loss (%)
e ]
(s ]

—e—pH 115

=
%3]

0 2 4 6 8 10 12 14 16 18
degradation time (days)

Ul 4.27 uansnstesaansves PPC2 Ineslalnsladail pH 7.2 uay 115

—e—pH 7.2

weight loss (%)

—e—pH 115

0 2 4 6 8 10 12 14 16 18
degradation time (days)

Ul 4.28 uansnstesaaeves PPCA TneSlalnsladail pH 7.2 uay 115

NFUN 4.27 wuddl pH 11.5 a1 PPC2 dufivsunaeniutnimeluuinniti pH 7.2 1fieeain
PPC2 71 pH 11.5 azdliua ( OH) Fsvimihiidudusaufisen hydrolysis ilivieainasgnyangldisani

7 pH 7.2 Faisunavesiuanteasnin

91n5UN 4.28 Wuiifl pH 11.5 a3 PPC4 dufivsinavenimtniveluuinndii pH 7.2 63g
wiswasReaiuiu PPC2 davinaniluludnedu Wefinnsanuiunavesiminiimelusening PPC2 uay PPC4
1 pH uarszezanfeIiu 9zwud1 PPC4 TUSunaweaimwiniivnglugandiuin Wlesan PPCA WWunedie

v
o

awasnidnaiuves citric acid neluanelaNunninves PPC2 f9dndiuvad citric acid as¥i8inanuiian
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< ' a s v a A a 3 o A i A
wazAudunsnnieluaelgnodiues danali PPCA HUINIUNTFYLAIUIMUNNEININNIA LAZINOANY)

=

WeANIIUNIEOBAATEN9EITUYIARUURAAY Faletin PPGC2, PPC2 uaz PPC4 TUlsAuNszauAINEn 15

cm Wuszegnan 24 Ju lonansvnasawansianised 4.14

A15199 4.14 LansAn %weight loss Yoanedleanastsnunelussugiaan 24 Tu

A13979819 %weight loss
PPGC,2 100
PPC2 1.46
PPC4 17.08

IINNANITNARBINUI1 PPGCp2 WUl %weight loss gafiagndenan1snaaesfinadaenndeaiuna

mMnaaesnllanunsnl PGG, PPGC, wag PPGC, 1nTuguliuagmuanuideduy [13] iewinnedieaines

v

4 3 Useiandananddl L-Glutamic  acid  agangluangls dawalvlinnuaiuisalunistesaasfi e

NW158U7 %weight loss S¥1319 PPC2 wag PPCA 9gWui1 PPCA HiA1 %weight loss ﬁqaﬂdw PPC2 iifesa1n

PPCA $iUsuauve citric acid Anndn PPC2 agnaun dualvinedivameinlatianingigaunniuienai

Tidunsdanunsavinisdesaatenediaanasladetu anuan1sileiu wuimedieaneas PPGCy2, PPC2,

waz PPC4 flanuauisalunisgesaaenusssuundlansadundnsurmadenviiuiaulavazduingee

Funany
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5.1 @yunan1 A8y

v '
= '

5.1.1 Havas@auuiilumsduaszvinediues Wegamgilunsduanevinedieawneiau dawalv Anad

=

V09IALANAYRINOAAMDSEITY wazaAlTAIAUUTI TN uasiUoduinnsEngauiie uasd

v '
o

navilaUesidunisdosaasvemedioanesiias dwmalinedoamesinuuduswindy fadui
saumgilunisdanszininediuesil 180 ssrnwalea ugumgifidianlunsdunszininedwes du
nalunsduassinedeane it uliinadeaudivemesioanes

5.1.2 navewiavesnsa (Diacid) Fsldlumsduasizinedwesifinasenedoanes lun1sdunsizinedie

'
aa v o (%

awos Weldnsandwlaiulunisdunsieyt wwdwalilanedieamesnianuueneiu Ao dldnsangaiin

¢ < s A o '

Tunsdunset avilildwedieanesnimanuudussdiuy wag Wesidudn1sBadige uwilaldnsawul
Falunmsdunsgai agvhlilanedioanesniimanundussdiug wazosidudnisbadsii Jedwmalinedie
ansiifinsnngafin Tulpseadefianuudausindt nedeawmesifinsnwundalulaseesg

5.1.3 wavesgaungiinltlunseunediueininadenedioames lunseuninefiuesietusunedieaines
Ingldgaumaiiluniseudas 120°C s 140°C nunguuiiniangafe 140°C insrzagyililanedieamasng
(% < < o & = = v

anwauiduveads anansahludugliienaaeuunsiiale

5.1.4 nsiNUSIM crosslinking agent laun citric acid 5o L-Glutamic acid azdsnalinediuesnlad

AL InsILazdasaaulan

5.1.5 weodleaweinduaseiladnuantfiginawasantinisaufounlndifesiunedeanoinlaain

N

NUITEBWe nAndnTduaziladadundadarimadonuivalulinsreduwindoutar TauauUifidng

Tnalpvsiunedioanas@iaus [31]

5.2 YalaUDLUY

5.2.1 esuiinwdaveansaildlunsdunsiyviniwedwed tiefsinedeameiuarssinuniu

5.2.2 mafugangilunsdunszininedesligaiu fe 190 sswnwalva iemgamnifivnzauiiay
vilsmedloamasiinuudusedy

5.2.3 msiiiunmaaediuisesnstesaatenieisou Wy nstesaanemeteulyl udu
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AN9199 N.1 NITFUATIZVNTNDALUDTIUSATIAIU LAY TZUIAA99)
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No Ratio
Macromonomer
1,3- Succinic acid 1,3- L-Glutamic 1,3- Sebacic acid Temp | Tim
propanediol (g) (g) propanediol (g) acid (g) propanediol (g) (2) e
o | (o
msdunsrzd Taweamesuuiiaun it 1asaa31aun Block
1 2:1 31.1640(0.4mo | 23.618(0.2mol) 160 18
)}
2 2:1 15.5285(0.2mo 14.713(0.1mol) 160 12
b}
3 2:1 15.5285(0.2mo 14.713 160 18
) (0.1mol)
4 2:1 15.5285(0.2mo 14.713 170 12
) (0.1mol)
5 2:1 15.5285(0.2mo 14.713 170 18
1 (0.1mol)
6 2:1 15.5285(0.2mo 14.713 180 12
1 (0.1mol)
7 2:1 15.5285(0.2mo 14.713 180 18
1) (0.1mol)
8 2:1 15.5285(0.2mo 20.225(0.1mol) 160 12
1
9 2:1 15.5285(0.2mo 20.225(0.1mol) 160 18
1
10 2:1 15.5285(0.2mo 20.225(0.1mol) 170 12
1
11 2:1 15.5285(0.2mo 20.225(0.1mol) 170 18
1)
12 2:1 15.5285(0.2mo | 20.225(0.1mol) 180 12
1)
13 2:1 15.5285(0.2mo 20.225(0.1mol) 180 18
1)
msdansrzd Taweawesuuniiaumn i Tnsaa$1auuy Random
14 2:0.5:0. 15.5285(0.2mo 6.2048(0.05mo 7.3565(0.05mo 160 12
5 1) 1) 1)
15 2:0.5:0. 15.5285(0.2mo 6.2048(0.05mo 7.3565(0.05mo 160 18
5 1) 1) 1)
16 2:0.5:0. 15.5285(0.2mo 6.2048(0.05mo 7.3565(0.05mo 170 12
5 )} 1) )
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17 | 2:0.5:0. 15.5285(0.2mo | 6.2048(0.05mo 7.3565(0.05mo 170 18
5 ) ) D

18 | 2:0.5:0. 15.5285(0.2mo | 6.2048(0.05mo 7.3565(0.05mo 180 12
5 ) ) D

19 | 2:0.5:0. 15.5285(0.2mo | 6.2048(0.05mo 7.3565(0.05mo 180 18
5 D 1) 1

20 2:0.5:0. 15.5285(0.2mo 6.2048(0.05mo 10.3552(0.05mo 160 12
5 ) ) D

21 2:0.5:0. 15.5285(0.2mo 6.2048(0.05mo 10.3552(0.05mo 160 18
5 ) ) D

22 2:0.5:0. 15.5285(0.2mo 6.2048(0.05mo 10.3552(0.05mo 170 12
5 ) ) )

23 2:0.5:0. 15.5285(0.2mo 6.2048(0.05mo 10.3552(0.05mo 170 18
5 ) ) )

24 | 2:0.5:0. 15.5285(0.2mo 6.2048(0.05mo 10.3552(0.05mo 180 12
5 ) 1 D

25 | 2:0.5:0. 15.5285(0.2mo | 6.2048(0.05mo 10.3552(0.05mo 180 18
5 1 1) D




A191991 1.2 NsasaasreINeaesuaITazaeNoaaUWiWes pH 7.2
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Yhminvesasded (@) Tusveznarlumsdesaats (Su) pH7.2
B 0 2 4 6 8 10 12 14 16
160 12 0.6523 | 05946 | 0.5128 0.4236 0.3162 0.2258 0.1358 0.0672 0.0095 0.0
170 12 0.6785 | 0.6035 | 0.5136 0.4268 0.3461 0.2548 0.1755 0.0984 0.0064 0.0
PSu- | 180 12 0.6612 | 05812 | 0.4996 0.4005 0.3120 0.2214 0.1335 0.0628 0.0102 0.0
PSeb | 16018 0.6428 | 05954 | 0.5447 0.4684 0.4028 0.3147 0.1961 0.1027 0.0106 0.0
170 18 0.6041 0.5264 0.4873 0.4199 0.3214 0.2365 0.1524 0.0741 0.0213 0.0
180 18 0.6771 0.5952 0.5419 0.4763 0.3667 0.2754 0.1853 0.1008 0.0473 0.0
160 12 0.6754 0.6058 0.5318 0.4756 0.4023 0.3288 0.2347 0.1473 0.0644 0.0
170 12 0.7644 0.6941 0.6277 0.5873 0.5024 0.4126 0.3058 0.2098 0.1105 0.0
PSu- 180 12 0.6923 0.6459 0.5872 0.5267 0.4763 0.4208 0.3418 0.2513 0.1632 0.0’
Pglu 160 18 0.6543 0.6077 0.5214 0.4523 0.3866 0.3258 0.2542 0.1754 0.1004 0.0
170 18 0.5947 0.5629 0.5377 0.5099 0.4532 0.4053 0.3577 0.2978 0.2278 0.0’
180 18 0.7289 0.7064 0.6785 0.6357 0.6032 0.5503 0.5098 0.4588 0.4025 0.3
160 12 0.5984 0.5183 0.4231 0.3362 0.2554 0.1750 0.1028 0.0436 0.0051 0.0
170 12 0.6748 0.6026 0.5388 0.4589 0.3784 0.3143 0.2254 0.1423 0.0740 0.0
180 12 0.5983 0.5736 0.5128 0.4452 0.3755 0.2910 0.2031 0.1195 0.0670 0.0
res 160 18 0.5772 0.5117 0.4231 0.3611 0.3009 0.2216 0.1327 0.0661 0.0096 0.0
170 18 0.6147 0.5288 0.4361 0.3451 0.2657 0.2015 0.1258 0.0642 0.0195 0.0
180 18 0.5967 0.5341 0.4708 0.4026 0.3572 0.3158 0.2672 0.2077 0.1405 0.0
160 12 0.6107 0.5384 0.4392 0.3476 0.2298 0.1476 0.0912 0.0531 0.0206 0.0
170 12 0.5882 0.5216 0.4783 0.4028 0.3294 0.2663 0.2004 0.1258 0.0675 0.0
180 12 0.7618 0.7258 0.6941 0.6425 0.5981 0.5584 0.4985 0.4217 0.3014 0.2
Pee 160 18 0.6028 0.5098 0.4136 0.3247 0.2257 0.1428 0.0763 0.0397 0.0157 0.0
170 18 0.7004 0.6472 0.5992 0.5423 0.5007 0.4675 0.4078 0.3547 0.2894 0.2]
180 18 0.5998 0.5542 0.5137 0.4786 0.4367 0.3970 0.3425 0.2871 0.2351 0.1
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y l ' o
UIHUNUDIN1TAIBYN (g) Tuszezialumseesaaie () pH11.5

Samples I

[TUAU 2 4 6 8 10

160 12 0.6028 0.5132 0.2871 0.1526 0.0657 0.0062

170 12 0.6128 0.521 0.357 0.2278 0.1302 0.0317

180 12 0.6475 0.5204 0.4138 0.2716 0.1773 0.0724

PSu-Pseb

160 18 0.6912 0.5254 0.4162 0.2754 0.0871 0.0157

170 18 0.6148 0.4958 0.3382 0.2242 0.1068 0.0403

180 18 0.6325 0.5218 0.3784 0.2947 0.1865 0.0892

160 12 0.6912 0.5662 0.4562 0.3128 0.1562 0.0628

170 12 0.6203 0.5314 0.4138 0.2986 0.1763 0.0913

180 12 0.6004 0.5126 0.4288 0.3167 0.2372 0.142

PSu-Pglu

160 18 0.6234 0.5124 0.4096 0.2976 0.1673 0.0774

170 18 0.6014 0.4997 0.3581 0.2267 0.1357 0.0762

180 18 0.6320 0.5563 0.4523 0.3507 0.2463 0.1573

160 12 0.6621 0.5364 0.3653 0.2317 0.1252 0.0371

170 12 0.6009 0.4961 0.3861 0.2753 0.1367 0.0507

180 12 0.6013 0.5017 0.3928 0.2578 0.1675 0.0753

rss 160 18 0.6314 0.5261 0.3842 0.2763 0.1262 0.0531
170 18 0.6412 0.5473 0.4361 0.3005 0.2004 0.1084

180 18 0.6028 0.5164 0.4018 0.3125 0.2057 0.1362

160 12 0.6317 0.4851 0.3218 0.1963 0.0672 0.0164

170 12 0.6217 0.4963 0.3572 0.1913 0.095 0.0327

180 12 0.6325 0.5328 0.4285 0.3375 0.2017 0.1009

Psa 160 18 0.6004 0.4528 0.2927 0.1986 0.0857 0.0238
170 18 0.6513 0.5464 0.4126 0.3078 0.1974 0.1128

180 18 0.6334 0.5227 0.4385 0.3306 0.2074 0.1364
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1. MmsaseimsuininluanaRfgvaswinadiuasaae GPC

8
6
=]
8.3
= 3 5
J 5
2 - <
22 7] 3
- 3
1 3
— <
B 4
— o
0 3 &
T T T
Molar mass
Sample : PGlu1
Calibration file : VA3B-4750.CAL
Integration from: 8.633 ml Integration to : 8.992 ml
MHK - A (Cal.): 1.000E+0 MHK - K (Cal.): 0.000E+0 ml/g
Eluent: il Flowrate : 1.000 ml/min
Concentration : 1.000 g/ Inject volume : 20.000 ul
Column1: 2t Temperature : 23.000C
Detector 1 : RID A, Refractive Index Signal Delay volume : 0.000 ml
Operator : scientist Acquisition interval :  0.430 sec
rid1A
Mn: 24561e2 g/mol
Mw:  2.4805e2 g/mol
Mz: 2.5055e2 g/mol
Mv: 2.4805e2 g/mol
D: 1.0099¢Q
[n]: 0.000000 ml/g
Vp: 8.8775e0 mi
Mp: 2.4112e2 g/mol
A: 8.0159¢0 mi*v
< 186 0.00
w% : 100.00
> 418 0.00
Path : D:\HPCHEM\1\DATA\TEST\RID01594.D
Date : Thursday 12/19/13 13:18:23 Sign :

3 L2

JUT v.1 ddnluanaievesnineduesidunsenain 1,3-nswmulaeea-nsangniiin 7



gaunil 160 aerwaldea Lian 12 Falus

UM 2.2 dntdnluanaafevesninediuesng

rid1A
Mn: 26784e2 g/mol

Mw: 27231e! g/mol

Mz:  27699e2 g/mol

Mv: 27231e2 g/mol

D: 1.0167eQ

[n]: 0.000000 ml/g

Vp: 8.8415e0 mi

Mp: 2.6150e2 g/mol

A: 8.1437e0 mi*v

< 198 0.00

w% : 100.00

> 392 0.00

Path : D:\HPCHEM\1\DATA\TEST\RID01595.D
Date : Thursday 12/19/13 13:32:57

[

6 3
5 3
. 3
2 3 g
)] t e
8 3
s 2 —§ g
- 2
= 3
— 3
13 §
— 2
= 4
=] o
0 &
T T
Molar mass
Sample : PGlu2
Calibration file : VA3B-4750.CAL
Integration from: 8.661 ml Integration to : 8.964 ml
MHK - A (Cal.): 1.000E+0 MHK - K (Cal.): 0.000E+0 ml/g
Eluent : e Flowrate : 1.000 ml/min
Concentration : 1.000 g/ Inject volume : 20.000 ul
Column1: ses O Temperature : 23.000 C
Detector 1 : RID A, Refractive Index Signal Delay volume : 0.000 ml
Operator : scientist Acquisition interval :  0.430 sec

Sign :

¢ a A
LATITRANN 1,3-1W3LWU1ﬂaaa-ﬂ§®ﬂquﬂJﬂ N

gaunil 160 aerwaLdea Lan 18 4alua
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sUN 4.3 dmiinluanaefisvesmsnediuesi

Molar mass

PGlu3

VA3B-4750.CAL
8.581 ml
1.000E+0

RID A, Refractive Index Signal
scientist

g/mol
g/mol
g/mol
g/mol

ml/g

g/mol
mi*v

D:\HPCHEM\1\DATA\TEST\RID01596.D
Thursday 12/19/13 13:47:35

8
6

=2 =

)] i

o 4
2
0 7

T
Sample :
Calibration file :
Integration from:
MHK - A (Cal.):
Eluent :
Concentration :
Column 1:
Detector 1 :
Operator :
rid1A

Mn: 24844e2
Mw 2.5066e2
Mz: 2.5289¢€!
Mv 2.5066e2
D 1.0089eQ
[n]: 0.000000
Vp: 8.8632e0
Mp:  2.4903e2
A: 1.2111e1
< 188 0.00
W% : 100.00
> 470 0.00
Path :
Date :

I3

[

N

Integration to : 8.986 mi
MHK - K (Cal.): 0.000E+0 ml/g
Flowrate : 1.000 ml/min
Inject volume : 20.000 ul
Temperature : 23.000C
Delay volume : 0.000 mi

Acquisition interval :  0.430 sec

Sign :

LASIEMANN 1,3-IW3qu1maaa-ﬂimﬂqm1ﬁﬂ i

gaunil 170 aerwaldea Lian 12 Falus
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8 _
6.
S04
[=)) e
Ke) a
= .
2 ] <
= &
e :
= -4
-1 o
9535 [
T T
Molar mass
Sample : PGlu4
Calibration file : VA3B-4750.CAL
Integration from: 8.635 ml Integration to : 8.959 ml
MHK - A (Cal.): 1.000E+0 MHK - K (Cal.): 0.000E+0 ml/g
Eluent : L? Flowrate : 1.000 ml/min
Concentration : 1.000 g Inject volume : 20.000 ul
Column 1: connl Temperature : 23.000C
Detector 1 : RID A, Refractive Index Signal Delay volume : 0.000 ml
Operator : scientist Acquisition interval :  0.430 sec
rid1A
Mn:  25497e2 g/mol
Mw: 25762e2 g/mol
Mz: 2.6032e{ g/mol
My: 2.5762¢2 g/mol
D: 1.0104eQ~
[nl:  0.000000 ml/g
Vp: 8.8558e0 ml
Mp: 2.5318e2 g/mol
Al 1.3751e1 mi*v
< 200 0.00
w% : 100.00
> 416 0.00
Path : D:\HPCHEM\1\DATA\TEST\RID01597.D
Date : Thursday 12/19/13 14:00:26 Sign :

I3 o

JUN .4 itnluanafsvesninedwesidunsienain 1,3-lnswmulaeea-nsangnidin 7

gounil 170 asrwaided Lan 18 Falud
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I3

3

o
N

[

N

0.8 S
06 A
s =
5’ 04 4
s ] 5
A= 5
= <
02 3 &
= §
= 3
— <
e 8
- o
0.0 o £
T T ol T T T T T T T 1 | T T
105 108 gimol
Molar mass
Sample : PGlu12
Calibration file : PS 1660-483000.CAL
Integration from: 4.468 ml Integration to : 6.588 ml
MHK - A (Cal.): 1.000E+0 MHK - K (Cal.): 0.000E+0 ml/g
Eluent : i Flowrate : 1.000 mi/min
Concentration : 1.000 gh Inject volume : 20.000 ul
Column1: g Temperature : 23.000C
Detector 1 : RID A, Refractive Index Signal Delay volume : 0.000 ml
Operator : scientist Acquisition interval :  0.430 sec
rid1A
Mn:  1.8691e5 g/mol
Mw 4.7910e5 g/mol
Mz 1.0249¢6 g/mol
Mv 4.7910e5 g/mol
D: 2.5633e0
[n]: 0.000000 ml/g
Vp: 5.9975e0 mil
Mp 1.2897e5 g/mol
A: 1.1681e1 mi*v
< 37277 0.00
w% : 100.00
> 32154 0.00
Path : D:\HPCHEM\1\DATA\TEST\RID01669.D
Date : Wednesday 05/28/14 16:27:51 Sign :

LASIEMANN 1,3-IW3qu1maaa-ﬂimﬂqm1ﬁﬂ i
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lll\||

105

10 g/mol
Molar mass
PGlu18
PS 1660-483000.CAL
4.749 ml Integration to : 6.792 mi
1.000E+0 MHK - K (Cal.): 0.000E+0 ml/g
il Flowrate : 1.000 ml/min
1.000 g/ Inject volume : 20.000 ul
(4 Temperature : 23.000C
RID A, Refractive Index Signal Delay volume : 0.000 m!
scientist Acquisition interval :  0.430 sec
g/mol
g/mol
g/mol
g/mol
ml/g
mi
g/mol
mi*v

D:\HPCHEM\1\DATA\TEST\RID01670.D

1.25
1.00 o
075 F

= =

[o)] g

O 050 o
025
0.00 7

T
Sample :
Calibration file :
Integration from:
MHK - A (Cal.):
Eluent :
Concentration :
Column1:
Detector 1 :
Operator :
rid1A

Mn: 1.0911e5
Mw:  2.9658e5
Mz: 6.2661e5
Mv 2.9658e5
D 2.7182e0
[n]: 0.000000
Vp: 6.3215e0
Mp:  6.5247e4
A: 1.7087e1
< 24258 0.00
w% : 100.00
> 17810 0.00
Path :
Date :

Wednesday 05/28/14 16:50:31

Sign :
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10 10 g/mol
Molar mass
Sample : PSeb1
Calibration file : VA3B-4750.CAL
Integration from: 6.978 ml Integration to : 9.019 ml
MHK - A (Cal.): 1.000E+0 MHK - K (Cal.): 0.000E+0 ml/g
Eluent : s Flowrate : 1.000 ml/min
Concentration : 1.000 g/ Inject volume : 20.000 ul
Column 1: wassll Temperature : 23.000C
Detector 1 : RID A, Refractive Index Signal Delay volume : 0.000 mi
Operator : scientist Acquisition interval :  0.430 sec
rid1A
Mn: 6.1161e2 g/mol
Mw: 9.5975e2. g/mol
Mz: 1.5018e3 g/mol
Mv:  0.5975e2 g/mol
D 1.5692eQ
[n]: 0.000000 ml/g
Vp: 8.6903e0 ml
Mp: 3.6762e2 g/mol
A: 1.0677e3 mi*V
< 175 0.00
w% : 100.00
> 17410 0.00
Path : D:\HPCHEM\1\DATA\TEST\RID01603.D
Date : Thursday 12/19/13 15:24:05 Sign :
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103 gmol
Molar mass
Sample : PSeb2
Calibration file : VA3B-4750.CAL
Integration from: 7.420 ml Integration to : 8.940 ml
MHK - A (Cal.): 1.000E+0 MHK - K (Cal.): 0.000E+0 ml/g
Eluent : L2 Flowrate : 1.000 mi/min
Concentration : 1.000 g/ Inject volume : 20.000 ul
Column1: B/ Temperature : 23.000C
Detector 1 : RID A, Refractive Index Signal Delay volume : 0.000 ml
Operator : scientist Acquisition interval :  0.430 sec
rid1A
Mn: 62989e2 g/mol
Mw: 1.0188e3 g/mol
Mz:  1.6331e3 g/mol
Mv: 1.0188e3 g/mol
D: 1.6175e0,~
[nl: 0.000000 mlg
Vp: 8.7118e0 ml
Mp: 3.5023e2 g/mol
A: 4.7985e2 mi*v
< 210 0.00
W% : 100.00
> 6440 0.00
Path : D:\HPCHEM\1\DATA\TEST\RID01607.D
Date : Friday  12/20/13 13:33:37 Sign :
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10 104 gimol
Molar mass

PSeb3

VA3B-4750.CAL

6.951 ml Integration to : 8.937 ml

1.000E+0 MHK - K (Cal.): 0.000E+0 mi/g

7 Flowrate : 1.000 m¥/min

1.000 gh Inject volume : 20.000 ul

L2 Temperature : 23.000C

RID A, Refractive Index Signal Delay volume : 0.000 mi

scientist Acquisition interval :  0.430 sec

g/mol
g/mol

g/mol
g/mol

ml/ig
mi
g/mol
mi*v

D:\HPCHEM\1\DATA\TEST\RID01604.D

125
100 3
=
_‘j
075 4
=1
s =
@
2 o050 3
0.25 %;
0.00
T
Sample :
Calibration file :
Integration from:
MHK - A (Cal.):
Eluent :
Concentration :
Column1:
Detector 1 :
Operator :

i rid1A
Mn: 775822
Mw:  1.3575e3
Mz:  2.3301e3
Mv: 1.3575e3
D:  1.7497¢p~
[n]: 0.000000
Vp: 8.3518e0
Mp: 7.8824¢2
A: 9.2681¢e2
< 210 0.00
w% : 100.00
> 18527 0.00
Path :

Date :

Thursday

12/19/13 15:38:28
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103 104 gimol
Molar mass
Sample : PSeb4
Calibration file : VA3B-4750.CAL
Integration from: 7.184 ml Integration to : 8.966 mi
MHK - A (Cal.): 1.000E+0 MHK - K (Cal.): 0.000E+0 ml/g
Eluent: ci? Flowrate : 1.000 mi/min
Concentration : 1.000 gn Inject volume : 20.000 ul
Column1: ik ® Temperature : 23.000C
Detector 1 : RID A, Refractive Index Signal Delay volume : 0.000 ml
Operator : scientist Acquisition interval :  0.430 sec
rid1A
Mn: 66901e2 g/mol
Mw: 1.1252e3 g/mol
Mz: 1.9577e3 g/mol
Mv: 1.1252e3 g/mol
D: 1.6819e0-
[n]: 0.000000 ml/g
Vp: 8.6758e0 ml
Mp: 3.7983e2 g/mol
A 6.1948e2 mi*V
< 197 0.00
W% : 100.00
> 10955 0.00
Path : D:\HPCHEM\1\DATA\TEST\RID01605.D
Date : Friday  12/20/13 13:38:09 Sign :
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y 105 108 107 gimol
Molar mass
pSubrz 7
Sample : PSeb12
Calibration file : PS 1660-483000.CAL
Integration from: 3.549 ml Integration to : 6.741 ml
MHK - A (Cal.): 1.000E+0 MHK - K (Cal.): 0.000E+0 ml/g
Eluent : s Flowrate : 1.000 ml/min
Concentration : 1.000 gh Inject volume : 20.000 ul
Column1: Lo Temperature : 23.000C
Detector 1 : RID A, Refractive Index Signal Delay volume : 0.000 ml
Operator : scientist Acquisition interval :  0.430 sec
rid1A
Mn:  26519e5 g/mol
Mw: 2.0563e6 g/mol
Mz: 6.0323e6 g/mol
.Mv: 2.0563e6 g/mol
D: 7.7542¢0
[n]: 0.000000 ml/g
Vp: 4.5143e0 ml
Mp: 2.9191e6 g/mol
A: 4.3697e1 mi*v
< 27010 0.00
w% : 100.00
> 22225 0.00
Path : D:\HPCHEM\1\DATA\TEST\RID01662.D i
Date : Wednesday 05/28/14 15:04:20 Sign :

/
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Date :

150 3
125
3
1.00
=
0755 3
Q =
E E
025 =
000 3
T T
Sample :
Calibration file :
Integration from:
MHK - A (Cal.):
Eluent :
Concentration :
Column1:
Detector 1 :
Operator :
rid1A
Mn:  20428e5
Mw 3.7064e5
Mz: 7.0636e5
Mv 3.7064e5
D 1.8144e0
[n]: 0.000000
Vp: 5.8823e0
Mp: 1.6432e5
A: 1.3102e1
< 51450 0.00
w% : 100.00
> 27369 0.00
Path :

5
2
&
:
4
o
]
T T T T T T I =T T
10 5 10 6 g/mol
Molar mass
b ]
PSeb18
PS 1660-483000.CAL
4.545 m| Integration to : 6.434 ml
1.000E+0 MHK - K (Cal.): 0.000E+0 ml/g
5338 Flowrate : 1.000 m/min
1.000 g/ Inject volume : 20.000 ul
suscl?) Temperature : 23.000C
RID A, Refractive Index Signal Delay volume : 0.000 ml
scientist Acquisition interval :  0.430 sec
g/mol
g/mol
g/mol
g/mol
ml/g
ml
g/mol
mi*V

D:\HPCHEM\1\DATA\TEST\RID01663.D
Wednesday 05/28/14 15:15:53 Sign :
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Molar mass
Sample : PSG1
Calibration file : VA3B-4750.CAL
Integration from: 8.302 ml Integration to : 9.102 ml
MHK - A (Cal.): 1.000E+0 MHK - K (Cal.): 0.000E+0 ml/g
Eluent : s Flowrate : 1.000 ml/min
Concentration : 1.000 g Inject volume : 20.000 ul
Column1: St Temperature : 23.000 C
Detector 1 : RID A, Refractive Index Signal Delay volume : 0.000 m!
Operator : scientist Acquisition interval :  0.430 sec
rid1A
Mn: 247522 g/mol
Mw: 26585 g/mol
Mz: 2.9070e2 g/mol
Mv:  26585e2 g/mol
D: 1.0740
[n]: 0.000000 ml/g
Vp: 8.8992e0 mi
Mp: 2.2963e2 g/mol
A: 4.3981e2 mi*v
< 145 0.00
w% : 100.00
> 880 0.00
Path : D:\HPCHEM\1\DATA\TEST\RID01599.D
Date : Thursday 12/19/13 14:27:38 Sign :
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Molar mass
Sample : PSG2
Calibration file : VA3B-4750.CAL
Integration from: 8.250 ml Integration to : 9.084 mi
MHK - A (Cal.): 1.000E+0 MHK - K (Cal.): 0.000E+0 ml/g
Eluent : sl Flowrate : 1.000 ml/min
Concentration : 1.000 g/ Inject volume : 20.000 ul
Column1: 2 Temperature : 23.000C
Detector 1 : RID A, Refractive Index Signal Delay volume : 0.000 ml
Operator : scientist Acquisition interval :  0.430 sec
rid1A
Mn:  25832e2 g/mol
Mw:  2.8632e2 g/mol
Mz: 3.2611e2 g/mol
Mv:  2.8632e2 g/mol
D: 1.1084eQ
[n]: 0.000000 ml/g
Vp: 8.8992e0 ml
Mp: 2.2963e2 g/mol
A: 6.9723e2 mi*v
< 150 0.00
w% : 100.00
> 990 0.00
Path : D:\HPCHEM\1\DATA\TEST\RID01600.D
Date : Thursday 12/19/13 14:43:49 Sign :
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103 g/mol
Molar mass
Sample : PSG 3
Calibration file : VA3B-4750.CAL
Integration from: 8.109 ml Integration to : 9.075 ml
MHK - A (Cal.): 1.000E+0 MHK - K (Cal.): 0.000E+0 ml/g
Eluent : wed Flowrate : 1.000 ml/min
Concentration : 1.000 g Inject volume : 20.000 ul
Column 1: il Temperature : 23.000C
Detector 1 : RID A, Refractive Index Signal Delay volume : 0.000 ml
Operator : scientist Acquisition interval :  0.430 sec
rid1A

Mn: 27001e2 g/mol

Mw:  3.0486e2 g/mol

Mz:  3.5464e2 g/mol

Mv:  3.0486e2 g/mol

D: 1.1291e0

[nl: 0.000000 ml/g

Vp: 8.8918e0 mi

Mp: 2.3346e2 g/mol

A: 3.1461e2 mi*V

< 154 0.00

w% : 100.00

> 1360 0.00

Path : D:\HPCHEM\1\DATA\TEST\RID01601.D

Date : Thursday 12/19/13 14:57:30 Sign :
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10 3 g/mol
Molar mass
Sample : PSG 4
Calibration file : VA3B-4750.CAL
Integration from: 8.082 ml Integration to : 9.102 mi
MHK - A (Cal.): 1.000E+0 MHK - K (Cal.): 0.000E+0 ml/g
Eluent: zl) Flowrate : 1.000 m¥/min
Concentration : 1.000 gh Inject volume : 20.000 ul
Column1: il Temperature : 23.000C
Detector 1 : RID A, Refractive Index Signal Delay volume : 0.000 mi
Operator : scientist Acquisition interval :  0.430 sec
rid1A
Mn: 27763e2- g/mol
Mw:  3.2146e2- g/mol
Mz: 3.8501e2 g/mol
Mv: 3.2146e2 g/mol
D: 1.1579e0,
[n]: QOOOOO( ml/g
Vp: 8.8918e0 ml
Mp: 2.3346e2 g/mol
A 1.2315e3 mi*V
< 145 0.00
W% : 100.00
> 1450 0.00
Path : D:\HPCHEM\1\DATA\TEST\RID01602.D
Date : Thursday 12/19/13 15:12:39 Sign :
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10 10 10 g/mol
Molar mass
Sample : PSG12
Calibration file : PS 1660-483000.CAL
Integration from: 4.800 ml Integration to : 7.686 ml
MHK - A (Cal.): 1.000E+0 MHK - K (Cal.): 0.000E+0 ml/g
Eluent : el Flowrate : 1.000 mi/min
Concentration : 1.000 g/t Inject volume : 20.000 ul
Column1: sess? Temperature : 23.000C
Detector 1: RID A, Refractive Index Signal Delay volume : 0.000 mi
Operator : scientist Acquisition interval :  0.430 sec
rid1A
Mn: 3.7775e4 g/mol
Mw:  2.0962e5 g/mol
Mz: 5.3022e5 g/mol
Mv: 2.0962e5 g/mol
D: 5.5491e0
[n]: 0.000000 ml/g
Vp: 5.8535e0 ml
Mp: 1.7460e5 g/mol
A: 3.9590e1 mi*v
< 3703 0.00
W% : 100.00
> 15997 0.00
Path : D:AHPCHEM\1\DATA\TEST\RID01667.D
Date : Wednesday 05/28/14 16:00:55 Sign :
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10 4 g/mol
Molar mass
Sample : PSG18
Calibration file : PS 1660-483000.CAL
Integration from: 6.542 ml Integration to : 7.693 ml
MHK - A (Cal.): 1.000E+0 MHK - K (Cal.): 0.000E+0 ml/g
Eluent : P Flowrate : 1.000 m¥/min
Concentration : 1.000 g Inject volume : 20.000 ul
Column 1: sl Temperature : 23.000C
Detector 1 : RID A, Refractive Index Signal Delay volume : 0.000 mi
Operator : scientist Acquisition interval :  0.430 sec
rid1A
Mn:  83756e3 g/mol
Mw:  1.0180e4 g/mol
Mz: 1.2401e4 g/mol
Mv: 1.0180e4 g/mol
D: 1.2154e0
n]: 0.000000 mi/g
Vp: 7.3152e0 mi
Mp: 8.0710e3 g/mol
A 7.0344e0 mi*v
< 3650 0.00
w% : 100.00
> 40993 0.00
Path : D:\HPCHEM\1\DATA\TEST\RID01668.D
Date : Wednesday 05/28/14 16:14:56 Sign :
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10 107 g/mol
Molar mass
Sample : pss 1
Calibration file : VA3B-4750.CAL
Integration from: 7.258 mi Integration to : 9.422 ml
MHK - A (Cal.): 1.000E+0 MHK - K (Cal.): 0.000E+0 ml/g
Eluent : i Flowrate : 1.000 ml/min
Concentration : 1.000 gh Inject volume : 20.000 ul
Column1: Bt Temperature : 23.000C
Detector 1 : RID A, Refractive Index Signal Delay volume : 0.000 ml
Operator : scientist Acquisition interval :  0.430 sec
rid1A
Mn: 3.9575e2 . g/mol
Mw: 6.4862e2, g/mol
Mz:  1.1350e3 g/mol
Mv:  6.4862e2 g/mol
D:  1.6390e0,
[n]: 0.000000 mi/g
Vp: 8.6975e0 mi
Mp: 3.6173e2 g/mol
A 4.4423e3 mi*v
<70 0.00
w% : 100.00
> 9264 0.00
Path : D:\HPCHEM\1\DATA\TEST\RID01590.D
Date : Thursday 12/19/13 12:23:44 Sign :
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10°  g/mol
Molar mass
Sample : pss 2
Calibration file : VA3B-4750.CAL
Integration from: 7.254 ml Integration to : 9.240 ml
MHK - A (Cal.): 1.000E+0 MHK - K (Cal.): 0.000E+0 ml/g
Eluent : wi? Flowrate : 1.000 mi/min
Concentration : 1.000 g Inject volume : 20.000 ul
Column1: e Temperature : 23.000C
Detector 1 : RID A, Refractive Index Signal Delay volume : 0.000 ml
Operator : scientist Acquisition interval :  0.430 sec
rid1A
Mn: 5.6984e2, g/mol
Mw: 99431e2, g/mol
Mz: 1.6320e3 g/mol
Mv:  9.0431e2 g/mol
D: 1.7449¢€0,
[n]: 0.000000 ml/g
Vp: 8.3663e0 mi
Mp: 7.6291e2 g/mol
A 2.0988e3 mi*vV
< 106 0.00
w% : 100.00
> 9352 0.00
Path : D:\HPCHEM\1\DATA\TEST\RID01591.D
Date : Thursday 12/19/13 12:39:21 Sign :
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Date : Thursday 12/19/13 12:51:25
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103 gimol
Molar mass
Sample : pss 3
Calibration file : VA3B-4750.CAL
Integration from: 7.615 ml Integration to : 9.268 ml
MHK - A (Cal.): 1.000E+0 MHK - K (Cal.): 0.000E+0 ml/g
Eluent : st Flowrate : 1.000 ml/min
Concentration : 1.000 g/ Inject volume : 20.000 ul
Column 1: Lo Temperature : 23.000C
Detector 1 : RID A, Refractive Index Signal Delay volume : 0.000 ml
Operator : scientist Acquisition interval :  0.430 sec
rid1A
Mn 3.862562- g/mol
Mw 5.4723e2. g/mol
Mz:  7.8260e2 g/mol
Mv 5.4723e2 g/mol
D: 1.4168e0 .
[n]: 0.000000 mi/g
Vp: 8.7263e0 mi
Mp: 3.3898e2 g/mol
A: 1.6771e3 mi*V
< 100 0.00
w% : 100.00
> 4142 0.00
Path : D:\HPCHEM\1\DATA\TEST\RID01592.D
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10 3 g/mol
Molar mass
Sample : pss 4
Calibration file : VA3B-4750.CAL
Integration from: 7.337 ml Integration to : 9.240 mi
MHK - A (Cal.): 1.000E+0 MHK - K (Cal.): 0.000E+0 ml/g
Eluent : e ® Flowrate : 1.000 mV/min
Concentration : 1.000 gh Inject volume : 20.000 ul
Column1: is P Temperature : 23.000 C
Detector 1 : RID A, Refractive Index Signal Delay volume : 0.000 mi
Operator : scientist Acquisition interval :  0.430 sec
rid1A
Mn: 4814362 g/mol
Mw: 7.6271e2, g/mol
Mz: 1.1852e3 g/mol
Mv: 7.6271e2 g/mol
D: 1.5843¢0,
[n]: 0.000000 ml/g
Vp: 8.6975e0 ml
Mp: 3.6173e2 g/mol
A: 1.9163e3 mi*v
< 106 0.00
W% : 100.00
> 7760 0.00
Path : D:\HPCHEM\1\DATA\TEST\RID01593.D
Date : Thursday 12/19/13 13:04:16 Sign :
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HP GPC-Addon Rev. A.01.01

Sample :
Calibration file :
Integration from:

Molar mass
PSS 12
PS 1660-483000.CAL
6.227 ml Integration to : 7.087 mi
1.000E+0 MHK - K (Cal.): 0.000E+0 ml/g
P Flowrate : 1.000 ml/min
1.000 gA Inject volume : 20.000 ul
it Temperature : 23.000C
RID A, Refractive Index Signal Delay volume : 0.000 ml
scientist Acquisition interval :  0.430 sec
g/mol
g/mol
g/mol
g/mol
ml/g
ml
g/mol
mi*v

D:\HPCHEM\1\DATA\TEST\RID01665.D
Wednesday 05/28/14 15:30:42 Sign :

MHK - A (Cal.):
Eluent :
Concentration :
Column1:
Detector 1 :
Operator :

rid1A
Mn 2.7480e4
Mw 3.0173e4
Mz: 3.3124e4
Mv 3.0173e4
D 1.0980e0
[n]: 0.000000
Vp: 6.6960e0
Mp:  2.9681e4
A: 2.1384e1
< 13035 0.00
w% : 100.00
> 79527 0.00
Path :
Date :

o

sUR .23 winluanaeagyemsneaweifndansyiann 1,3 Insmulnoea-nsndadin-
Y q

NIALUIBA NRaun il 180 aerwaldea Lian 12 Falue
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Molar mass
Sample : PSS 18
Calibration file : PS 1660-483000.CAL
Integration from: 3.127 mi Integration to : 4768 ml
MHK - A (Cal.): 1.000E+0 MHK - K (Cal.): 0.000E+0 ml/g
Eluent : it Flowrate : 1.000 mi/min
Concentration : 1.000 gn Inject volume : 20.000 ul
Column1: P Temperature : 23.000C
Detector 1 : RID A, Refractive Index Signal Delay volume : 0.000 mi
Operator : scientist Acquisition interval :  0.430 sec
rid1A
Mn 7.4301e6 g/mol
Mw 1.1409e7 g/mol
Mz 1.6826e7 g/mol
Mv 1.1409e7 g/mol
D: 1.5355e0
[n]: - 0.000000 ml/g
Vp: 3.9383e0 ml
Mp 9.8035e6 g/mol
A 2.5771e1 mi*v
< 17112 0.00
w% : 100.00
> 54040 0.00
Path : D:\HPCHEM\1\DATA\TEST\RID01666.D
Date : Wednesday 05/28/14 15:46:34 Sign:

¥11910 1,3-lnswulnesa-nsagagin-

nIALEUTA Taaumgdl 180 ssrniwalea a0 18 1l
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2.1159AILRFNURANI9ANUS UV IR ALRENBS Inemalla DSC

\0
v
L Sample: 10 File: C:\\TA\Data\DSC\Ornpavee\10.001
Size: 8.8900 mg DSC Operator: Ornpavee

Run Date: 02-Jul-2013 09:55

Instrument: DSC Q200 V24.4 Build 116
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-100 -50 0 50 100 150 200
Exo.Down Temperature (°C) Universal V4.7A TA Instruments

JUN 9.25 gaumgiinanansudturemediueinduasizrian 1,3-nanulnesa-nsadagiin

a

fu 1,3-Insinulagea-nsangniiin Mgaumgil 160 ssm@aidea 13an 12 Falus
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Sample: 11 File: C:\TA\Data\DSC\Ornpavee\11.001
Size: 9.5500 mg DSC Operator: Ornpavee
Run Date: 02-Jul-2013 12:06
Instrument: DSC Q200 V24.4 Build 116
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-100 -50 0 50 100 150 200
Exo Down Temperature (°C) Universal V4.7A TA Instruments |

JUN 9.26 gaumgiinanansmudtuvemedueindnasizrian 1,3 nanulnesa-nsadagiin
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fu 1,3-nsinulaeea-nsanganiin Neaungil 160 asrwaidea Lian 18 43l
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©
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0 Sample: 9 File: C:\TA\Data\DSC\Ornpavee\9.001
Size: 7.6700 mg DSC Operator: Ornpavee
Method: MDSC - heat only Run Date: 30-May-2013 16:07
Instrument: DSC Q200 V24.4 Build 116
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0.0 T T T ¥ T A b ]
-100 -50 0 50 100 150 200
Exo Down Temperature ("C) Universal V4.7A TA Instruments
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fu 1,3-Insimulagea-nsangniiin Mgaumgil 170 ssmwaided 13an 12 Falus
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Sample: 1 File: C:\TA\Data\DSC\Ornpavee\1.002
Size: 9.9200 mg DSC Operator: Ornpavee
Method: MDSC - heat only ) Run Date: 10-May-2013 09:30
Instrument: DSC Q200 V24.4 Build 116
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-50 0 50 100 150 200 |
Exo Down Temperature (°C) Universal V4.7A TA Instruments
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1
Sample: PGlu 18012 DSC File: C:\TA\Data\DSC\Ornpavee\PGlu 18012.001 |
Size: 7.4300 mg Operator: Ornpavee
Method: heat Run Date: 24-Apr-2014 14:32 |
Instrument: DSC Q200 V24.4 Build 116
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-100 -50 0 50 100 150 . 200
Exo Down Temperature (°C) Universal V4.7A TA Instruments
4
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Sample: PGlu 18018 DSC File: C:\TA\Data\DSC\Ornpavee\PGlu 18018.001
Size: 6.7800 mg Operator: Ornpavee
Method: heat Run Date: 24-Apr-2014 13:54
Instrument: DSC Q200 V24.4 Build 116
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Sample: 3 File: C:\TA\Data\DSC\Ornpavee\3.002 [
Size: 8.1000 mg DSC Operator: Ornpavee |
Method: MDSC - heat only Run Date: 10-May-2013 10:40 |
Instrument: DSC Q200 V24.4 Build 116
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Exo Down Temperature (°C) Universal V4.7A TA ‘
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B Sample: 14
Size: 10.0100 mg

File: C:\TA\Data\DSC\Ornpavee\14.001
DSC Operator: Ornpavee

Run Date: 02-Jul-2013 11:18

Instrument: DSC Q200 V24.4 Build 116

0.6

0.4

Heat Flow (W/g)

0.2

-26.35°C()

0.0
-100

Exo Down

SUN 0.32 gumgiinanansuatuvesnedueindunsienann 1,3-Insimulagea-nsadad

fu 1,3-Insinulagea-nsaunda Mgamgil 160 ssmeaidea Laan 18 Falus

50 ' 0 50 100 150 200

Temperature (°C) Universal V4.7A TA
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w |
Sample: 2 File: C:\TA\Data\DSC\Ornpavee\2.002
Size: 9.5300 mg DSC Operator: Ornpavee
Method: MDSC - heat only Run Date: 10-May-2013 10:05
Instrument: DSC Q200 V24.4 Build 116
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D 0.3+
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0.0 T T X T T
-50 0 50 100 150 200
Exo Down Temperature (°C) Universal V4.7A TA Instruments
|

UM .33 gumngiinanansuatuvesnedueindunsienain 1,3-Insimulagea-nsadadin

fu 1,3-Insinulagea-nsaunda Mgamgil 170 ssmieaidea Laan 12 Falus
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Sample: PSeb 170 18 DSC File: C:\TA\Data\DSC\Ornpavee\PSeb 170 18.001
Size: 6.5400 mg Operator: Ornpavee

Run Date: 06-Jan-2014 12:47

Instrument: DSC Q200 V24.4 Build 116
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-22.65°C(l)
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-100 -50 0 50 100 150 200
Exo Down Temperature (°C) Universal V4.7A TA Instruments
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fu 1,3-nsinulaeea-nsawuida Meamail 170 s waidua 1ia1 18 Falus
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Sample: PSeb 18012 - DSC File: C:\TA\Data\DSC\Ornpavee\PSeb 18012.001
Size: 8.1800 mg Operator: Ornpavee
Method: heat Run Date: 24-Apr-2014 11:49
Instrument: DSC Q200 V24.4 Build,116
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-100 -50 0 50 100 150 200 |
Exo Down Temperature (°C) Universal V4.7A TA Instruments |
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Sample: PSeb 18018 File: C:\TA\Data\DSC\Ornpavee\PSeb 18018.001
Size: 6.9600 mg DSC Operator: Ornpavee
Method: heat Run Date: 24-Apr-2014 15:14
Instrument: DSC Q200 V24.4 Build 116
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Exo Down Temperature (°C) Universal V4.7A TA Instruments ‘
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Sample: 5_2 File: C:\TA\Data\DSC\Ornpavee\5_2.001
Size: 6.7600 mg DSC Operator: Ornpavee
Method: MDSC - heat only Run Date: 30-May-2013 13:29
Instrument: DSC Q200 V24.4 Build 116
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Exo Down Temperature (°C) Universal V4.7A TA Instruments
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Sample: 7 File: C:\TA\Data\DSC\Ornpavee\7.001
Size: 6.9900 mg DSC Operator: Ornpavee
Method: MDSC - heat only Run Date: 30-May-2013 14:53
Instrument: DSC Q200 V24.4 Build 116
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Exo Down Temperature (°C) Universal V4.7A TA Instruments
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AV
Sample: 6 File: C:\TA\Data\DSC\Ornpavee\6.001
Size: 8.7600 mg DSC Operator: Ornpavee
Method: MDSC - heat only Run Date: 30-May-2013 15:31
Instrument: DSC Q200 V24.4 Build 116
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v\q' ‘
Sample: 8 File: C:\TA\Data\DSC\Ornpavee\8.001 |
Size: 9.3300 mg DSC Operator: Ornpavee
Method: MDSC - heat only Run Date: 30-May-2013 14:12

Instrument: DSC Q200 V24.4 Build 116
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Sample: PSG 18012 DSC File: C:\TA\Data\DSC\Ornpavee\PSG 18012.001
Size: 8.0700 mg Operator: Ornpavee
Method: heat Run Date: 24-Apr-2014 13:14
Instrument: DSC Q200 V24.4 Build 116
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Sample: PSG 18018 DSC File: C:\TA\Data\DSC\Ornpavee\PSG 18018.001
Size: 7.0200 mg Operator: Ornpavee
Method: heat Run Date: 24-Apr-2014 12:36
Instrument: DSC Q200 V24.4 Build 116
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Sample: PSS 160 12 DSC File: C:\TA\Data\DSC\Ornpavee\PSS 160 12.001
Size: 6.4900 mg Operator: Ornpavee
Run Date: 06-Jan-2014 13:57
Instrument: DSC Q200 V24.4 Build 116
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Sample: PSS 160 18

DSC File: C:\TA\Data\DSC\Ornpavee\PSS 160 18.001
Size: 6.9300 mg Operator: Ornpavee
Run Date: 06-Jan-2014 10:50
Instrument: DSC Q200 V24.4 Build 116
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File: C:\TA\Data\DSC\Ornpavee\12.001

UM 0.45 gumgiinanansuatuvesnedueindunsienain 1,3-nsiumulagea-nsadadin-

R
.”P\ Sample: 12
Size: 9.7500 mg DSC Operator: Ornpavee
Run Date: 02-Jul-2013 10:32
Instrument: DSC Q200 V24.4 Build 116
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8 Sample: 13 File: C:\TA\Data\DSC\Ornpavee\13.001
Size: 5.6200 mg DSC Operator: Ornpavee

Run Date: 02-Jul-2013 13:17
Instrument: DSC Q200 V24.4 Build 116
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Sample: PSS 18012 DSC File: C:\TA\Data\DSC\Ornpavee\PSS 18012.001
Size: 5.4400 mg Operator: Ornpavee
Method: heat Run Date: 24-Apr-2014 11:04
Instrument: DSC Q200 V24.4 Build 116
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Sample: PSS 18018 DSC File: C:\TA\Data\DSC\Ornpavee\PSS 18018.001
Size: 6.0800 mg Operator: Ornpavee
Method: one heat Run Date: 10-Jun-2014 11:20
Instrument: DSC Q200 V24.4 Build 116 ‘
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3. M3AAsngienduvaninediuasinamaia FT-IR
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—Pseb 16018
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5UN 9.57 FT-R awnasuveaninediuesndunsieiain 1,3-Insnulaeea uazninngaidin

Migaunil 180 asriwaldea 1aan 12 Fala
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No.1 in CDCI3
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GPC Report version 1.02

Title *
Date/Time  : 150116 16:20.23
DamFile  :067-58.D01
Sample Name
Sample 1D

** Differential MW, Curve **

s PPG

** Chromatogram **
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Matlp Mz M) 9656
1007 = e
7
=) 751 / X
| ¥ [ \
\ so4 {
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/ \ 254 /
28 \ ! /
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*+% Ave. Molecular Weight(Total) ***

Number-A M. W.(Ma)
Weight-A M.W.(Mw)
Z-AMWM2)
ZHAMW.(Mz)

MwMa

4% GPC Method ***

** Header **

Date/Time : 1501/16 16:17:17

5UN ¥ 96 uanwan1siaszidminluanandeves PGG

32 90 95 100
log(M.W.) Time{min)
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531
699
125388
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RDCTRI

Project Name nom

Reported by User: waters

dwt/d(logM)

A5 PPGC, 2

Broad Unknown by Relative Calibration

340 330 320 310 300

Slice Log MW

Relative Distribution Table

Mp: 1544 Name: 2
(s:',ifm L:i:fw V;Ev:n E: dwd(logM) | Cumulative % O\;:wm

1 2796 [ 3446471 | 19606 | 115606 | 0425815 1.000 [ No
2 2689 [ 3429638 | 19729 | 115606 | 0650480 2000 | No
3 2611 [ 3416873 | 19753 | 115606 | 0814300 3000 [ No
4 2547 [ 3406113 | 19774 | 115606 | 0941634 4000 | No
5 2492 | 3396470 | 19792 | 115606 | 1046480 5000 | No
) 2441 | 3387614 | 19809 | 115606 |  1.134884 6000 | No
7 2395 | 3379336  19.825 [ 115606 [ 1211192 7.000 | No
8 2352 [ 3371501 | 19840 [ 115606 [ 1278498 8000 | No
9 2312 3354016 | 19854 [ 115606 | 1338942 9000 | No
10 2274 | 3356816 | 19868 | 115606 [ 1394060 10.000 | No
" 2238 | 3.349900 | 19881 | 115606 [ 1444301 11,000 [ No
12 2204 | 3343220 | 19894 [ 115606 [  1.491125 12,000 | No
13 21713336713 | 19906 | 115606 [ 1535786 13.000 [ No
14 2140 [ 3330359 | 19918 | 115606 [ 1578781 14,000 [ No

@Bfeezed

HPLC System

Cumulative %

Report Method: Broad Unknown Relative

Page: 20of 5

Printed: 23/3/2558
16:45:50 Asia/Bangkok
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4000 3500 3000 2500 2000 1500 1000
Wavenumbers (cm-1)
Wed Mar 11 10:55:18 2015 (GMT+07:00)
FIND PEAKS:
Spectrum: 1,3+Glu
Region: 4000.00 400.00
Absolute threshold: 98.983
Sensitivity: 50
Peak list:
Paosition: 526.35 Intensity:  75.904
Position: 53455 Intensity:  70.133
Position: 538.17 Intensity:  70.442
Position:  553.25 Intensity:  72.675
Position:  667.09 Intensity:  63.899
Position:  980.86 Intensity:  77.180
Position: 104267  Intensity: 54.998

Ul v 98 FT-IR awnn3uves PPG
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Wavenumbers (cm-1)
Tue Feb 03 15:02:55 2015 (GMT+07:00)
FIND PEAKS:
Spectrum: 1
Region: 4000.00 400.00
Absolute threshold: 100.635
Sensitivity: 65
Peak list:
Position:  532.30 Intensity:  69.660
Position:  538.91 Intensity:  69.134
Position:  546.85 Intensity:  72.184
Position:  558.65 Intensity:  77.387
Position: 57045 Intensity:  77.495
Position:  582.70 Intensity:  79.431
Position: 78043 Intensity:  85.480

sUA ¥ 99 FT-IR awnnduves PPC1
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Wavenumbers (cm-1)
Tue Feb 03 14:33:55 2015 (GMT+07:00)
FIND PEAKS:
Spectrum: 1,3+ClI(2)
Region: 4000.00 400.00
Absolute threshold: 98.244
Sensitivity: 65
Peak list:
Position:  535.34 Intensity:  63.629
Position:  546.58 Intensity:  70.151
Position:  558.90 Intensity:  71.402
Position:  570.11 Intensity:  73.899
Position:  779.99 Intensity:  86.080
Position: 103594  Intensity:  51.182
Position: 1075.73  Intensity: 64.660

Ul 9 100 FT-IR alnniuwes PPC2
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Wavenumbers (cm-1)
Wed Apr 22 17:01:24 2015 (GMT+07:00)
FIND PEAKS:
Spectrum: yellow2
Region: 4000.00 400.00
Absolute threshold: 98.053
Sensitivity: 50
Peak list:
Position:  527.62 Intensity:  53.347
Position: 53142 Intensity:  50.399
Position:  535.31 Intensity:  53.607
Position:  538.99 Intensity: 56.772
Position:  542.95 Intensity:  59.255
Position:  546.76 Intensity:  64.889
Position:  550.68 Intensity:  65.700

Ul 9 101 FT-R awnasuwes PPC3
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4000 3500 3000 2000 1500 1000 500
Wavenumbers (cm-1)
Wed Apr 22 17:04:49 2015 (GMT+07:00)
FIND PEAKS:
Spectrum: yellow1
Region: 4000.00 400.00
Absolute threshold: 98.704
Sensitivity: S0
Peak list:
Position:  527.56 Intensity:  44.658
Position:  531.29 Intensity:  44.931
Position:  535.21 Intensity:  53.840
Position:  539.18 Intensity:  57.445
Position: 54281 Intensity:  59.439
Position:  546.82 Intensity:  60.927
Position:  550.70 Intensity:  59.848

U ¥ 102 FT-IR awlnnuwes PPCA
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Wavenumbers (cm-1)
Wed Apr 22 17:04:17 2015 (GMT+07-00)
FIND PEAKS:
Spectrum: yellow3
Region: 4000.00 400.00
Absolute threshold: 98.708
Sensitivity: 50
Peak list:
Position: 52742 Intensity:  30.579
Position:  531.32 Intensity:  41.827
Position:  535.16 Intensity:  48.193
Position: 539.05 Intensity:  49.630
Position: 54289 Intensity:  57.031
Position:  546.73 Intensity:  57.320
Position: 550.76 Intensity:  58.512
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Wavenumbers (cm-1)
Wed Apr 22 17:02:32 2015 (GMT+07:00)
FIND PEAKS:
Spectrum: orange1
Region: 4000.00 400.00
Absolute threshold: 98.957
Sensitivity: S0
Peak list:
Position:  527.28 Intensity: -15.281
Position: 531.17 Intensity: 2409
Position:  535.08 Intensity:  15.951
Position:  538.90 Intensity: 27.612
Position:  542.71 Intensity:  37.530
Position:  546.70 Intensity:  39.593
Position:  554.36 Intensity:  S50.911
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100 Jorange2
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Wavenumbers (cm-1)
Wed Apr 22 17:03:46 2015 (GMT+07:00)
FIND PEAKS:
Spectrum: orange2
Region: 4000.00 400.00
Absolute threshold: 100.318
Sensitivity: 50
Peak list:
Paosition: 527.37 Intensity: 2613
Position:  531.26 Intensity:  15.511
Position:  535.12 Intensity:  20.418
Position:  538.93 Intensity:  32.126
Position: 54273 Intensity:  43.313
Position: 546.67 Intensity: 47.844
Position: 55063 Intensity:  49.407
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Wavenumbers (cm-1)
Wed Apr 22 17:05:21 2015 (GMT+07-00)
FIND PEAKS:
Spectrum: orange3
Region: 4000.00 400.00
Absolute threshold: 97.028
Sensitivity: 50
Peak list:
Position:  527.45 Intensity:  25.746
Position:  531.32 Intensity:  30.777
Position:  535.11 Intensity:  38.097
Position:  538.94 Intensity:  45.890
Position: 54293 Intensity:  50.821
Position:  546.64 Intensity:  52.479
Position:  550.64 Intensity: 53414

sUfl 9 106 FT-IR aUnn3uves PPGCy3
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/ Sample: glu +gly (pGe 2) DSC File: C:...\Ornpavee\Bangmod\nut\glu + gly.001
Size: 7.8100 mg Operator: Ornpavee
Run Date: 21-Jan-2015 09:10
Instrument: DSC Q200 V24.4 Build 116
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/ Sample: prepolymer (PPGCS i)

Size: 8.2200 mg

File: C:...\Bangmod\nut\prepolymer.001
DSC Operator: Ornpavee

Run Date: 21-Jan-2015 09:53

Instrument: DSC Q200 V24.4 Build 116
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Sample: Glu + 1,3 - propanediol (PPGCB 2) DSC

Size: 8.1400 mg

File: C:..\nut\Glu + 1,3 - propanediol.001

Operator: Chuleekorn

Run Date: 17-Mar-2015 13:40
Instrument: DSC Q200 V24.4 Build 116
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Sample: 1,3 + citric (1)
Size: 6.4500 mg

0.8

(RPC 1) DSC

Operator: Ornpavee

File: C:...\Bangmod\nut\1,3 + citric (1).001

Run Date: 21-Jan-2015 10:33
Instrument: DSC Q200 V24.4 Build 116
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206

J/Sample: 1,3 +citric (2) (ppC 2) DSC File: C:...\Bangmod\nut\1,3 + citric (2).001
Size: 6.4200 mg Operator: Ornpavee
Run Date: 21-Jan-2015 11:14
Instrument: DSC Q200 V24.4 Build 116
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Sample: Yellow 2 (PPC 3) DSC File: C:..\Ornpavee\Bangmod\nut\Yellow 2.001
Size: 7.6900 mg Operator: Ajjima
Run Date: 17-Apr-2015 10:45
Instrument: DSC Q200 V24.4 Build 116
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Sample: Yellow 1 (PPC 4) DSC File: C:..\Ornpavee\Bangmod\nut\Yellow 1.001
Size: 8.1200 mg Operator: Ajjima
Run Date: 17-Apr-2015 10:08
Instrument: DSC Q200 V24.4 Build 116
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Sample: Yellow 1 hot DSC File: C:...\Bangmod\nut\Yellow 1 hot.001
Size: 6.5100 mg Operator: Ajjima
Run Date: 23-Apr-2015 10:49
Instrument: DSC Q200 V24.4 Build 116
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JUN ¥ 114 Lanmaguu)insuatuLmues PPCA (M3 hot press)

Sample: Yellow 3 (PPC5) DSC File: C:...\Ornpavee\Bangmod\nut\Yellow 3.001
Size: 9.0800 mg Operator: Ajjima
Run Date: 17-Apr-2015 11:49
Instrument: DSC Q200 V24.4 Build 116
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U ¥ 115 Uanmaguuninsudduumues PPC5

Sample: Orange 1 (PPGC_ | ) DSC File: C:...\Ornpavee\Bangmod\nut\Orange 1.001
Size: 6.9900 mg Operator: Ajjima
Run Date: 17-Apr-2015 12:37
Instrument: DSC Q200 V24.4 Build 116
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Sample: Orange 2 (PPGCR 2)

Size: 6.9400 mg

152

DSC File: C:...\Ornpavee\Bangmod\nut\Orange 2.001

Operator: Ajjima

Run Date: 17-Apr-2015 13:28
Instrument: DSC Q200 V24.4 Build 116
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Sample: Orange 3 (FPGC, 3) DSC File: C:...\Ornpavee\Bangmod\nut\Orange 3.001

Size: 8.7100 mg

SUN ¥ 117 UanmaguunInsuaTuLMves PPGC2

Operator: Ajjima
Run Date: 17-Apr-2015 14:05
Instrument: DSC Q200 V24.4 Build 116
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Sample Name Lab Code pH(1:1) " Ece om' Vhinusgemnsitiduyszlond (me/ke)
Foshota AR89 (dS/m) (%) P K Ca’ Mgs
A 57-12-22-57 7.55 224 2.26 38.19 22691 10,844.67 811.67
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1 = Walkley and Black 2 = Bray Il extraction, Spectroscopy 3 = NH,OAc extraction,
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