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# # 5072522523 : MAJOR APPLIED POLYMER SCIENCE AND TEXTILE TECHNOLOGY
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SUNIT PRANNUER : SYNTHESIS OF CROSSLINKABLE LACTIC ACID AND BIS
(2-HYDROXYETHYL TEREPHTHALATE)PRECURSORS. THESIS ADVISOR :
ASST.PROF.MANTANA OPAPRAKASIT, Ph.D., THESIS CO-ADVISOR : ATISA
PETCHSUK, Ph.D., 92 pp.

This research is aimed to prepare crosslinkable precursors from bis (2-hydroxyethyl-
terephthalate) (BHET) and lactic acid for use as degradable thermoset polyesters.Precursors had
been synthesized from the reaction between methacrylic anhydride (MAAH) with commercial BHET
and lactic acid prepolymers (Pre-LA). Pre-LAs were polymerized via polycondensation between
lactic acid monomer and ethylene glycol (EG) 1-10% by mole. It was found that the increasing of
reaction temperature and time, and the addition of tin octoate resulted in the higher molecular weight
prepolymers. But the increasing of EG quantity and adding it earlier to the reaction caused
prepolymers with the lower molecular weight. When Pre-LAs were used to prepare precursors,
"H-NMR results indicated that degree of substitution of the hydroxyl groups with double bond of
MAAH was ranging between 44 and 95%. This is dependant on end-capping conditions and Pre-LA
types. The precursors from Pre-LA 8 and 10%EG had not been obtained since crosslinking
processes were observed during the end-capping reaction. In the preparation of BHET-precursor, it
was found that hydroxyl end-groups of BHET were totally replaced with double bonds of
methacrylate groups by conducting at 120°C for 3 hrs with 1:2.5 molar ratio of BHET:MAAH. When
investigating DSC thermograms of the uncured precursors, exothermic peaks of curing were
observed in LA-precursor 5 and 6%EG, and BHET-precursor. Moreover, DSC thermograms
characterized from LA-precursor 1% 2% and 4%EG showed no differs between the uncured and
cured precursors which their melting peak were observed. Therefore, it can be concluded that the
LA-precursors prepared from the prepolymers with EG 5 — 6% and the BHET-precursor are capable
for developing as thermosetting polymer. From the thermal stability analysis by TGA of mixed
precursors between the LA-precursors and the BHET-precursor at various ratios, the cured samples
with the higher content of BHET-precursor and with the high-EG type LA-precursor tend to have the

better thermal stability.
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=

(PP) 1§ TnennsuanAunedNastiaauvtani1ssaga A UNadLNa FANaNTANANIN T

NN
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wodwaninuadaannsninldsey nafldsz Temilduana sinu 1w

2.1.2.1 funnsunne 1 Insnfiuuna (sutures) FiaLfiuuig (staples) Sanlauus
(wound dressing) 9unsnlilalusnenie (surgical implants) guUnsalduiuEinnszgn

(orthopedic fixation devices) dand1uiutiinivzatantaesfaen T9ANIIDATLANERIT
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2.1.2.4 Auduluuazieiuduuy non-woven 1 NaRADIause Endendniiagy
X d o ya e e 4
@atiuazirzastain duladnivussq luaresueu

2.1.2.5 fnugnuand 1 gUnsnianusanszunn (oumpers) WHUsBINY (floor mats)
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2.1.3 NSEUIUNTHARNDALRNANLATA (PLA)
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wazavany i lufainaza e dunIfuaianguugige ituneniilaa azlsuumnalau
Todatiamenunian uazlauiadalnu s
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BHET] uaziuflunanaaslfainlfjizen Aegili 2.2

0 0
HogngH + 2HOCH CH OH
2 2
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|

I
CHSOCQ—COCHS +  2HOCH CH OH
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\asarnnnsldeiuaes PET iWuuuuldudais inlinazainuan PET Hifsnngs
At nstletaany PET ieindusnldlud visenis3laAa PET aadunaulaninlusdou

AIIAAULZNANAFIN

2.2.3 N5 biAAWaALaNAWNLSNUNLAR (PET) [4]

aunsautiutlsvianivg o il

2.2.3.1 N3TIILAN PET AR8INIELAUNNININNNENIW L1

shaer PET snaen wdatilUiusluasinlfidudinlva ieruda PET 3lmiAail
W4 sanfuiianaannuiqniviedadudule et luandunansosiame uazds

A1 TR FAN TN adRnLNT e

2.2.3.2 AN97lELAa PET Angingzuaun1an aLAL
anunouLivaandlu 4 Usziny Aa
2.2.3.2.1 djjiTaueaneaeqda (Alcoholysis reaction)
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o

p1s Tauans limugiln 2.5

(ﬁ o}
Il
HOCH CH OJ[CQCOCH CH O]»H + HOCH CH OH
2 2 2 2 2 2
n
i I
HOCHZCHZOCQCOCHZCHon + oligomer

MeOH

7 1
I
CH30C‘<;>*COCH3 + HOCHZCHZOH

DMT EG
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2.2.3.2.2 Ufisenlalasdda (Hydrolysis reaction)
= a = dld %’ Y o ] aaa a ] ¥ A
PET anunsoslmAananilluan1zniiun tnelddadeal Jisanunsaiingonson sive
TdannznisdesaansiAeudieguuss vy Idgungiuazanusungs Tnadizawanals

AagLln 2.6

0 I 0 0
HOCHZCHZO{—C—Q—COCHZCH20+H + HOH HOC@—COH + HOCH CH OH
n
PET

TPA EG

519 2.6 nsslaAanefieiaumsuniandoeljisenlalnedds

Fednlnaalusngeljisenazzand “Ujiseuedalalnedda” (acid hydrolysis)
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. a % o‘dl 2 aaa an A a aa :l/ dgj
hydrolysis) uansitusinlsanufisenlalnsddanensamnenunanuazieiiaulnansa il
naauneNumanf liaunsavinlitsgnsinanisenuanainsavinararauazaansninaul
Tiluneuaweflunisduanzinedmefntinausie 1 usinsvuounislalnsdia ddaidy
wanelsznig 1w nsldniesiguusslunisnniudfisen nrsuannandni ldaniefiau-

Tnapaq

2.2.3.2.3 Ujisenlnaladda (Glycolysis reaction)
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LfFsaU AT uTaAkeTEImMe (zinc acetate) N@ﬁié’mﬂﬂﬁ'ﬁ?m 1 BHET wazledln-

e (2-10 mers) FauanslFmNgL7 2.7

i I
Il
HOCH CH OJ[CQCOCH CH o]»H + HOCH CH OH
2 2 2 2 2 2
n
PET
i i
HOCHZCHZOCOCOCHZCHZOH + oligomer

BHET

s 2.7 msslaAanefieiawmslunansasdjisenlnaladds
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2.2.3.2.4 Ujisendanilatinaeninddu (Alkali decomposition)
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dusdelfizen seldandusesldgungivazanudugs denedsiheaiunsausn

nanfnTRenaniulding wadlfilefifumnnsdesaanagelussaziondudu deuadild

anUfisenpensamsnunanuaziefiauinanes fagui 2.8

0 0 0
Il Il 2n NaOH || I
HOCH CH O+C COCH CH o H — > HOC COH + HOCH CH OH
2 2 2 2 EG 2 2

TPA EG

51 2.8 nszlaAanefieiawmnsuniandoedjisendanilatin aeninddu

Tneidlinedneduninieames [y neALANAinLeT A a1u170uAnElddadae
Ufnsenlalnsdda IuAadanTRIFnauazIafa s N sANeuideaniwaaunelsuamn
oawes [MunedefiaumEvunian (PET) daiuitenunauiAnageamedioaneiiages
Tagminnnsdannsilanedogme feaaganedain uodunsin-ualsuusinlanadiegmes
(aliphatic-aromatic copolyester) %\1m’mmmmiumiﬂ'@ﬂmmaLL@:@Mﬂ’ﬁVI’NmﬂmW
ansouRvieliuaeulasea¥and ﬁmcmquumauamméﬁmmLL@:ﬁmﬁmﬁwm

224 IANDRLHATAINAD

2.3 NEUIUNITAILATIZRLANDALARLNAS

|
ol Al

nrdaTzdlanefinasaunsnnannede i antRnuAnAiwlfu g Tae
a o—dl 2 = aa 1 a '8 a o = a A

woR a7 lda s sz ninaneAesaessiin anunsndanmeildlnanisaausinmiee
[ % ] o—dl % a -84 aaa adal [ % dg/
dn9dauresnauained Mnisdaziilanedinefiaetljisen 235 Al

2.3.1 wadnalairdunuuAILLUY

Tnanauawafazinufiseuuuiiluduizenda “Step-Reaction Polymerization”
Tnanauaiafazlvylaridu 2 wyidu —OH, -COOH,-NH, Iaafianaaziiliy A-A + B-B 158
A-B + A-B ille A uaz B Lilumyilsidunidnvindjizeiu uariiuianaidnaungneans

finel AagLn 2.9

gﬂﬁ 29 Lmum@mmvmum@mmwmLm%mmmmummmu
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TnelAssairsraslanediuefasidnsnsildunnsinaiall foil

2.3.1.1 Tanedwasiuugu (Random Copolymer) innsiEesiauuuiguvise luifisvidey 1w
ABABBBAABA

2.3.1.2 TaneAwefuLULAAU (Alternating Copolymer) AnnsiFasdauuuadullun 1un
ABABABABAB

2.3.1.3 IaneRiuefuuudae (Block Copolymer) dniaigesiailugosenas i

AAA-BBB-AAA

'
aAa

2.3.1.4 Tanedwesuuuns s (Graft Copolymer) NAgfinulesNauaiNesanaia L1
AAAAAAAAAAAAAA
B B
B B

2.3.2 wadlnalsi T uwuLLN
HunadnneuamesidnlGee il by-product  uaziieUffseuLLgnld
(Chain-Reaction Polymerization) deuainasinljiseuuuilazinussg Gundd vinyl

monomer U ethylene, propylene , butadiene Lag vinyl chloride

2 4 WANARANANNANUANINAIINGAU
AnunsnnLaeanilu 2 Uszian e
2.4.1 \NAsLANRNEAN (Thermoplastic) [5]

a o dg/d % ] a o & 9 A al
waaaslssinniiilaseaiely LZ\]QZ\]‘II@\?ZQ’WEII"HW@@LN@?LI]‘HLL‘LI‘LIL@uﬁli\‘lﬁﬁ"ﬂ LTI

Z?fu"'] annrnazany lia lufannazanauneiia e ldiuauFeuazaa ufALasaasLian

% o [

@ A4 A a o~ | - I v
uaasuaimiie Lu@ﬂ@'ﬁﬂillLZ\]QZ\]‘H@\‘}W@Z\]LN@?VIWHT’]H@%@’]N’]?QLﬁ@’ﬂuﬁl]&l’]uﬂuiﬂ&ﬂiﬂ\ﬂﬂ

b

<

AuialasumnuFan wavidalfiusaasiazudesin TINIMaNAILALLIE WA A N1TDLNA
naulUnauu e lng i lF 2 mNINARLALNINANLAIN  1TalATIA5199RINAALNDS

dl o a j 49{ a dl a o P2 o
waguldunnidn warandssinniiarnnsnauglinanis@nanicinarasngnin liidausa

wazaladasannuFaunazpnusud il luusduunddesdraduglseaiugesnis ne

ra

wasanInaasn adnausnudvaazgninliidusouwaznaneananuliuw wansoue

¥

Padgddamudiasnis arnnsntinldldeuld Weldiafaudaanunsorindusnslaaals

Tnanisun waznaansaaAnFauvedugLidundadneiludldon uinaramndszinnid
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¥

a = o o ¥ A 1 ¥ dl a 14 a a
TRLALUATTARNTATBINIT LINU ﬁ@i&l@\ﬂNW?DI‘TT\TW%V]@MMQN@Qi@ PNTIERIAUNANITURA

A A A o | | P , o o qu 3 o
LUﬂQM?@L@ﬂEﬂVI?Qiﬂ mflfﬂﬂfmLﬂ]u“ﬂ"lmur]ﬂllillLMNW;’@'WM?UELTU??’?UW?EUQQ

2.4.2 Wasluvin (Thermoset) [5]
- . 2 v . y Y ¥
wadaaflszmiilassairaduniusisun aeazvaanmanldludunaunisaugl
:// 1 :I/ dJ :l/ dgj a aaa a a d? o v a o dl 1
pfusnt aeluduneutiarlujisanadinaawinliiiaiusviaenlaeszudwlana
M linednasisiseinnns luarwisanaaumanldaniilalifuaansdeu uazuinlaiu
pnFauguiullazyinliiussazudernanluluanawaneanldansliiantifaesaos
Wunadawasaald n1sNARNA1ARNTNANAFINITARLLANFAINANNNAVRANTRALNAT L
a [ o o 8§ v a aca a o , - dl
waraRnae luiunauusnsiewinliindjiseinediue lsaduinasunedau Anaaenies
Tanaisautiaiantdes wazdvanisanaesaialaiuaouien Asaunsnugy
U [ % a v dl a o el 1 U v dl wn v
mealsimnuiunazguunigels [lananiusiiglieausiainisudn ivalilalaseaing
UULFNLUALA D eI LAL LN dnunsntinaanssiaanatnuusing ldfassa i Wasann
naniusiazudsinagn e luuined wesluamieldeuadaudaldansatianidiunig
a 1 a o 1 A A a v U v % a o £
naaNuarNanluNanTus ludvtesimAalean wardnlvauFauninifulyl aznal
nanaRninanidanafavralug @vazldinanisnaaninan IaaANNLANFAI9TEUINg
AT TNNAARANLALN AT INLTA LAAIAFIANIT19 2.1 FQa8iN9Ia9NANERNTRALND S L LR
LIULNANHY (melamine-formaldehyde resins) waziummalas (Bakelite) Tanadinasiszey
aaa I 1 = co s a o rdl % 1
wanUfAzeINsArLLLUsTdaueauasWeflaR las nanfusinldannesTumma
ey 113 doaniun wazasldnnelumia wrrestsssutinug LATasNaNanng a9

Aol nalugaanssulilian waeuld drusvnseane s

AN9199 2.1 ANNLANFNNTEUININASTUNAARNLAZNas N

WASLNNRNAAN RSN LR

1 funadiuefiuLduriTanuUna 1 il unan e luLE e e VTaL LTI

1 o/ A dl Yo % [ o/ dl Yo %
2.@5@@%@"3‘1/1?@‘1/1@@&]Lﬁ@"JLﬁJ@iﬁiUﬂ'ﬂNiﬂu 2.@5LL‘IJQM’JL3~I@1®‘EUW]'JWN?@H

3. Faan1 liffiunaua1aanan kML 3. lsdfasraliifunauianaanainiuiuy

A ”
Haztiuaziduginals

4 BAndisenedmelamduluudived | 4iedfisemedwelsduluuaiu

5.idnTslrAalaanimasnuazauglndld | 5. ldawnsatnaslaAals
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2.5 nalnaasnisiialjnzewedinalsdtunuunwsusnng (3]
tsznaudae 3 Tunau Aessil
2.5.1 auUUNLATU (Initiation)
tsznaudae 2 funau fail

2.5.1.1 nendianusiAa Aentavinliiiangusidatulul s

Tnevinllfanldassmanidesean’as (peroxides) lwsa3iEufiizen (initiator)

% 4 v Aa al 9 & dl a 49{ alz 4 a v 1 o
Al | unwsssBudssinnilefeanlas IeguungRigean inligendngnimaiiiasldunnin

'
o =

1arunne 60 a9ANEALT YA WUy —0-0- aaditafaanlasazaaaldinTusnAa TIN1ULan

1 o

FENU[ATEgnTE Aegiiii 2.10

u a

2Re

—
v

T3ENU e WILTAAD

aa

51l# 2.10 ﬂf]mm%uﬁﬁvaﬁué’wmiﬁqLﬁmW?LL@ﬁﬁmmﬁﬁﬁuﬂf]ﬁ?m

o

2.5.1.2 WaushdaffinaudvinUfiseniuneneined dagli 2.11

Re ¥ CH= RCH—
2

N
< —0O — T
v
X —O—xI
[ ]

(1)

51# 2.11 ﬂﬁmﬂﬁuﬁﬁvaﬁuﬁfmﬁmﬁﬁm‘hﬂ@ﬁ?mﬁumumm{

2.5.2 Tdsdundu (Propagation)

! 14

Tnewzusida (1) MAaTwdwinljisevinuiiunenewe fondouiiaduniuss

1%

AR (1)
warnusida (1) ndfiseniunenewesoseliasfaetemadoauldldniush dand
Ui ANage AsgLN 2.12 @9 n uwnauumissaesianemaiisond ) ulivenwed-

BT
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H H H
I I I
RCH—C » CH=C » RCH CCH CH
2 * 2 S
X X X X

(11)
CH=CH
2
v
X
CH=CH
2
v X

Td3usmAa

aa

51# 2.12 ﬂ;jmmiﬂammﬁuﬁfmvﬁmﬁﬁ@ﬁqﬂ@ﬁ?mﬁumu@Lu@‘f

2.5.3 \NAsNLUTY (Termination)

o

Tupeuilluananiviusida 2 Twanavindfisenduinlinwzusadaniellann

! 14
% aad

Tuanaiu iudupeunlinsushsanuqpauiiseqagAdainauls 2 35ae
2.5.3.1 NM939463 (Combination or Coupling) liWaLsAAR 2 Tdunsansiani fagii
2.13
R(—cH cH—),CH CH CHCH_(—CHCH—),R
2 I n 2| I 2 I 2 n

X, X Xo,w =X
BTl Tdn3usnAa

R(—CH CH—) CH CH CHCH_(— CHCH—)\R
2| 2| I 2 I 2

X X X X

NOALNDT

aa

51# 2.13 ﬂ;jmmma%ﬁmﬁuéfwmamuﬁamm‘ﬂéﬁvﬁmﬁﬁ@
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[~]

2.5.3.2 nMauansaeanaesldusida (Disproportionation) \utfjisenmasinduis

Tuananinzusadanilaliflalasauerpeniuluananinsusidaaniuananis  Aegi

2.14
R(—CH CH—),CH CH CHCH_(—CHCH—)\R
| i + | I
X X X X
TnTushAa l TTnWTushAa
R(—CH2CIH—)n CH=CH +R(—CH2c,iH—)nCHch2x
|
X X X
WaALNaT RAEMGH

aa

51 2.14 ﬂf]mmmﬁﬁLuﬁuﬁqm’mmnﬁqmﬂmmwLwﬁﬁa

Ufisemedwelaaduinlyl azlinesiiuduisassuuuiiiintuaaugiuly Deud
NAALNA ST T UURINAUALNAFUNNTRA 1 1WA A FUNUINAANAFHIUTUULUTINFININAGA
LULNITLANFA0N TUATARINNAAEN IATIAR WLNATRIUTULLUUASA ANIANI LU

UINTNYIUNYHFININ 60 BIALTALTRE

2.6 wwulddatdasaanldn (Benzoyl peroxide, BPO) [6]
wultdailefeenlomiulaedailefoanlas (diacylperoxide) Tamuil figns

IAssairailu RC(0)OO(0O)CR &9z FUAANITUANGD DU ANUMLST09RUsZaNTLAL-

ARNTLAULLLY R(R-scission) ﬁmmmﬂugﬂﬁ' 2.15 Imﬂﬁﬂ"]mﬁmmﬁm’mmﬁmﬂﬁﬁ?mﬁﬁﬁT‘u

14 _-29,900/RT
e

11w 1x10 i wulgdaulefeanlafiilunanaesude@aiodannaauiian
I 1 = U v % 1 a ' & a 1
aglu1a9 103 - 105 avAamaiiea dnlianuFeuniuuladailasaanlanaugumgiigann
105 a4ALTALT e anaasiiani1sssiin e wulbdailefaanlafainirnazanainlsiantias
uFdNNNT0AZANe L8R FA NN Az A e Ry Te uﬂﬂmﬂmﬂ%\mmﬂumﬁGmiuﬂ@ﬁ?mwaa-
welsduuuunWiusifauan iwultdaideseenlasdeainudinniiuanswanana (bleaching

o 2R . = v aa‘ dl ¥ [ o ¥
agent) wazan3nnlsusie (drying agent) @ndiag nalnnissiranaqdesiunisunnsalae 14

a

o o P aa o \al Ao o o ' , A '
AIMTHTAU LLNQ"]QzﬁJ@q??L?NLWﬂ\‘]h\lﬂsﬂummNW@\?\?quﬁluﬂrlﬁ‘LLmﬂﬁ]')'ﬂ%ljslum"NVILMNW:Z@NC‘]@
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gnnuazliiiadasn I nnang
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0 0
L0 — o]

a

@ﬂ_g. S @ ;

aa

dn 2.15 ﬂﬁmmmmmnﬁwmmui%%mﬂ@%@@ﬂ%ﬁ

=0

o=

gal)

ao a a o
2.7 UARENLNLIUDY
flaqiiunisldnanafinduus IHuiuuInTu 1 nNaaAnHA NN UN L BIutin
1 a Y v a z// a val a U v 1
LN 21ANEaNLEN HaUAnIg MeIUndNg anviadNnnan IR a TR NFAaIn17 e we
dl a 1 | dl 1 aaa al K I 1 U A [~3 1 o
iesannananndaulunjiaesseliisa el avliaurnsasaanslednavsalFo vty
TAARANTINTR nalfifanansenufadewinden uanandnardaindaulvn/deananann

o a o a al dl 1 a é’ M Y o %
V]?Wﬁlf]ﬂiﬁﬁ‘ﬂ‘mﬂ]"]m@qWQﬂﬂIm?L@ﬂNV]%\l@qu?ﬂLﬂmsﬂuﬂ"]mmLLWuiﬁNiﬂV]umf]Nﬂqum@\?ﬂq?
p o (Y o o = A a0 o A v oA o a el
LL@zNLLuQIuquzﬁngiﬂiuvLqu muu%mmu‘m&mu%uuﬂﬂwwLuuLW'ﬂW%JW]‘W@@LN@?VI

1
A

HuRnsseRaunndan deg untasaany lauaeldanu saunedaaszianansfiasui Lo

anIaaNNaTunaLnluKle (renewable resources) Tasianizasinefiaannlulauua ann

q

a

WUNAAAINAIMN IEN TN UINAERNTRANAA LA N AN LaT A LA AN AU AT uati 191N

[ a o

Lﬁ@ﬁ@'ﬁﬂ&lamwf@ﬁﬂLLﬁﬂﬁﬂLL@%@ﬁiﬁ@Wﬂﬂqiﬁﬁﬂ’JMﬂﬂ‘i.W]’Nﬂ’]iLﬂHﬁ]ﬁ‘QWW'mLLﬂﬂLL’Z\]Zﬁ’]MW@

¥ a A o 1 ¥ ay aaa an
feqduvad waranIntdesaa e liiesnnessngAfU a0 lalnedta

Hiltunen wazAnie AuAIzinedLANTinueAfauURse 1 nedwe lsiaduuuy
AvLutANUANTNueTA [7] wudrgaamninldlunisinljiseuwazaiinvessoualfizen
Huasdranansetininluianazesnadiuesndvazisagiian 12 4alus Hetitmin
Tanaeaslaguiminidmezidoamaiin GPC 1A19E1d19 3600 - 31000 3w/l
6200-30800 NFH/lua uaz 6500-32600 NFw/lua edaiAszIisaagUuni 180 200 uay

= o o dl %’ o a rdl d? [ o 1

220 aaAIATEARINATAL TedivTinluanaresnefiesngauiunaansuasai
UfisennInauainasas 0.1 - 0.5 (Inentinaeudniinuedna) wanainiinadumesi id

A

annndaAszsilaeld tin (1) octoate Lﬂuﬁwiaﬂ@ﬁ“&m%ﬁmu Wne A g 1ULaT NN
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Ts\lL@qa@;\‘deﬂiﬁmgﬁ phosphoric acid, zinc chloride, dibutyltin dilaurate Wag aluminium

acetylacetonate ({lusiaseljisen daadedninesnszusunisnedmelamduuuuaauuiu

v
o o

nanflusesindairgadunanasyld e il jisaanfiulddrandildunngauazld
wodwasnAumiinluanage Hiltunen uazanuy [8] AsAnm A mdluld Idlunswmun
nszuauNIsdaATzineduaninuadadaanisndensearaliluanatasnisldans chain

extender tiulalallaeumuas bis (2-oxazolines) Ny Heridunasninljizeniu

v £
] o A

AT NARLNDSNADINITTANAD MIDUUIMNNAUATI LT FIN AR T uFaLmTeNae I

'
I =

a rd‘ v dl 1 v & o 1 . = o
NAALNANARIN TN WA UYWIATUNMNIZaNNeY Hiltunen LAZATUY A491INNT

a

'S a a

Auarzvinaananinuadaninaawas lneaaudomulnesauazuadnnuadnsoniluanssa
U dl E% 1 = a e—dl VA~ a 'S a o o 1 dl

mum@lumﬂﬂmmmw:‘wmmmwimﬂuﬂ,am@ﬂmmemm@ﬂm ANNANAL WLINLHD
dumazinanedinaifinanalaaAee L iNgn)RIEndng 160 - 210 asrnaadaaiiiv
o o % ana al/ %’ o dl o = a o 1

AFLAELIANTINTeNL TN 8 Falne dvinluanamas inaauiuaesnInedlnefiAn
ARAITENING 18000 LAz 2800 NFN/INA Lmzﬂqmmﬁﬂmmmuasﬁuﬁﬁmmmawfj’m 46

LAY 16.7 adATEaldYa anulFuiudomuleaaatazuannniedaludieiasay 0 — 6

(Inailuaradldnyinuada) anni1stinInaadilasueaLaninuadandvdlaadulansania

a

(TownuleasaiBunndasas 2) lildausaluanasaangzwnaulalaleloaiun (HMDI)

a

Inelddndauaeylelelaenunsenylansandasiie [9] wudnllednandausananiien

I Aa a ra} o val % a ¥ dl %’ o a é’ A
Tdiiu 1 wedwaidsanilddlassaiuuudadu TnenviminTuianadaAgeauiie
FnsdounAatingy 1 wetdatduialalalasunnlduniiune denalinaanasy
TAvaF1uuu A UNgLA AN TN us ey LaFaungUaNTANIUTING

YAINDALANANUAT AN ATIZIFNN T TEaNsadN e [T 1 FamnT1491 NCO:0H iy 1

6 [

waduanndndunnsidaaljisenedime laaduiunitang uidrwinluanazemes-

wafnleainninmansagnald (Mw ~ 57,000 niu/lua) HANNe9nile g NN Ta9nea-

WanIng WARNANULIIAY (tensile strength) uATNaAAANAN 48.7 MPa uaz 2300 MPa
o % dl v a [ a [~3 &
ANNATAL A9 lNALALAUNAALAN NG

Tuominen kAZARE [10] ANMIANTATINALATAINAIN1TID I UNNTtBEIZAEIUDS

a %

waduANTnuatandAMziannTassAad s duasuaninuadansna e fvgane

6

unylamsanda uazngjarsfuandasaelalelnlaauauas bis (2-oxazolines) ANATAL

e a

FatnaaNas &ALl andnidulanedilefaiaNa AR AN FTINULATNADLAALNAS

g
g Gewudnufisansendnemyanfuendaniu bis (2-oxazolines) HemsIN19AHUlU B8

UfisenFandn dedunedieanesie ludasiuivtniuianagandn uenainiinediedainas
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co A v 1 o

18 AN ANALLINRILAT ANNaAAgININBNGNY uRNdRINTtiatAAETITINIINeA-
ladma T

Olewnik wazANE [11] duaszrinedenaumenuinanlawdninuads (PET-PLLA)

(317 2.16) anuaa-waninuedalaalniues (OLLA) waziia-2-lansandaiainuwiniamn

a

(BHET) Falundnsinuatinalaladinldaindizenaes PET Tnaifsunns BHET sia OLLA 7

i dnadaulasunniinge 80:20 70:30 60:40 Uaz 50:50 AUFUGATN 1 — 4 AINAIAL

v o o

| . < = a ool o
NUINGAIN 1 uay 2 B9HUINN0d BHET AN IﬁwmLum‘mmLm’]w“lmumwmxmimm’mm

v v
6 o/ a

109104 HALLLAN wazANeITestiagd1raeiausHwnian luanald
NINNG1209gAIN 3 waz 4 danalilanedimasreegnsi 1 uay 2 Favnudunan Tnad
QoM RNABNIAAIT 215 B3 EAEA uaT 211 a9ATALTaa ATNAIAL TANRLNBST8q
dl a o | o ] a 1 @ a 'y
an9¥ 3 uay 4 Hanwziilueduiguuaclifignngiinasuinan atalsfinlanedinasnn

a

ANTHAUNNANANENTUATUN 60 BIFLIALTEIA

u q a

519 2.16 Taseaiuluianavesnedieiiaunisunanlaudanfinuadn (PET-PLLA) [11]

b

a o £ o

ANNNIINUNIUITTUNITHNLLN IUAAB YL uiNeTmuInesTunatamnann
wandinuedatiuiininung Tdnazidunisdfuininisdansed [7-10] weansdFuly

ant R sz andmiuldanulsuainuanasaanisdansilaailaneuanasdon [11]

'
a o

= = o) a < . @l P A o @ _a &
visannswestnilunadinasnas [12] adnglsfineuiddsndnsinewmuiwaninuadaiily
waslun [13-16] dudadogton
Helminen uazATUY [13-16] ANHINNIAILATIINDALAN AL TANTINAINWINDR-
rd‘ a a o a [~ & = .
wasmesanainwadiialsadununtassassudantng taad 1,4-butanediol  (BD)
pentaerythritol (PERYT) YEG polyglycerine (PGL) Lﬂuﬁqéqsﬁﬁmﬂﬁﬁ?m (co-initiator)
A A o ol A o p a o o= o a 9
WLWTNAAUAN 1N AN 1A 1unstlit co-initiator Hlamsandatiien 2 uydlaseadiqunuigadu
WAL co-initiator Hlaasandaninnan 2 nyazilasea¥rauuulans (U7 2.17) lewin
‘W"‘E?‘W@ﬁLuﬂ‘fﬁ\‘mdwu’]ﬁ’]ﬂﬁﬁ?mﬁu (3-isocyanatopropyl) triethoxysilane (IPTS) [13] #
160 avAgaldea Wunan 10 wii wWaliglaralansendaseaninediwafiasuiy

triethoxysilane wugnnsunui lunylansendaiinauléfesas 79 - 95 Iuagiulaseaing
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YINTNBALNET NatnTneamefuuLldAsissAuNIsunUNgInduuLEUAY waziieFins
294 co-initiator gafiaz@InalilszAUNNIUNUNNAAUANE AMniuwgiaLrash lFunLn i
nanadenaeanalgluanadiaainuieulna dnsauasaljisengumugi 60 90
= = o =l PR 1 o X
W38 120 a4AEALTd (191390 76 Talu) Inansiaalmesnudndiniuanageay
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= = o a = @ ey >
UANAMNNIIFTENNTLAD LTS NANNIOAANNITaNT 19189 UAN INFAsae IPTS LAY
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waddesiunmnljiseniuwmiesesanuaulalagd (MAAH) [14] 1 120 esAgaidiaa 1y
a1 3 dalus Inatfanisununuilanedaiulansendasesudnnannafimasfangnn
% 4 1 % dJ = & U db 1 dl Y a
AREIUSEA (double bond) 58818z 86-100% TaNWTiABLEafaAIBANITnLNINE lHLAANIS
TaNTNTRUAN MAFE MAAH T wanantin MAAH wnvindisentaanseiuudning
= a T v o o dl ' a a a oY ¥ ¢
winaawasuaa faauisainlalnanlduumylansendanesnanedimeidinsuiiuansian-

o

Fasnednitaueulalasfion [15] aantiu Awindfiseniu MAAH 71 60 asanaadea 1y
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3.1 ASLARTIE L UN1sN AR
3.1.1 uanyinuad@in (LA): Reagents(88%) ann Carlo Erba
3.1.2 wiaulnanea (EG): Reagents(99.5%) a1n Carlo Erba
3.1.3 da-2-lamsendefamnisniunian (BHET): Aldrich
3.1.4 Miuaaninam (Sn(Oct),): AN Wako Pure Chemical Industries, Ltd.
3.1.5 wezeranieaulalngd (MAAH): Reagents(94%) a1n Aldrich
3.1.6 lauultdalesean’las (DBPO): a1n Lab-Scan
3.1.7 WiuEalan
3.1.8 paalsnesu: Analytical reagents(99.8%) a1n Lab-Scan
3.1.9 w@anuaa (EtOH): Commercial grade A1n Lab-Scan
3.1.10 wana (Hexane): Analytical reagents(99%) A1n Lab-Scan

3.1.11 UINAL

3.2 gilnsniuaziaTasilanldlunisnaaas
3.2.1 wsadliiAnnaau (Hot plate)
3.2.2 mafluimas (Thermometer)
3.2.3 %u@mmﬁﬂﬁm (Vacuum Pump)
3.2.4 ﬁmLﬂ%«ﬁ%‘hﬁ%ﬂﬂﬁ@ﬁqmezﬁﬂ@xﬂ@uﬁqm
3.2.4.1 1AAIULUY (Condenser)
3.2.4.2 ANUNAN 2 AB (2-necks round bottom flask) AWM 100 Laz 500
Naaamng
3.2.4.3 dasauiuialulnsiau (Nitrogen gas inlet tube) uazdoasagilsioany
3.2.5 WiNnIuLman (Magnetic bar)
3.2.6 LARITINATEN 2 AUV WaEN AT 4 Fusis
3.2.7 mmuzqmm’m%u (Desiccator)
3.2.8 fininas (Beaker)

3.2.9 AUWNZLEe ( Petri dish )
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3.2.10 waamanem (Dropper)

3.2.11 WNLAMARANT (Stirring rod)

3.2.12 nezm14n9aN (Filter paper circle) dﬁﬂ Whatman 11§ 40
3.2.13 azgiitanens

3.2.14 UIAWINAU

3.3 AsasRanldlumsainsiei
3.3.1 Proton Nuclear Magnetic Resonance ('"H-NMR) dﬁ@ Bruker Biospin
11 DPX-300 NMR spectrometer
3.3.2 Gel Permeation Chromatography (GPC) 71 WATERS 600 Controller
e

3.3.3 Differential Scanning Calorimeter (DSC) £1%%a Mettler Toledo ;;'u DSC 822
3.3.4 Thermogravimetric Analysis (TGA) £1%a Mettler Toledo g’u TG/SDTA851°

3.4 ENTNARRY

3.4.1 NMSRIAATIZUNTNARLNDSURILANTANLETER (Pre-LA)

3.4.1.1 dupnziuaniinuadanineamasineilfuulasy gouugil 1 a1aunng
a aa % Y o | aaa a a
Fneiiaulnanea Gasas 1 Inalug) waznisldsodaljiseainiiveaninien

ANUANANWETA (Lactic acid) 100 Ha@aAs avlunaARUNaN 2 ABTILIIIqUNS

1 [~3 v o 1 o/ 1 1 o (2 a 6 dl

waiannauans udnth lusarugaaouuiy vedudalulnsauiazmesiuimes augii
3.1 antiuliaaaFausenineguugil 120 - 160 asamadas nnalsussainielulagan
A do . —e - -
WHaasunan s ludaeguundaingan (a1999 3.1) wasuainussanialulngiau
Huantnzqryeyinaa aniulilfisenandiuldszndngmumgi 170 - 180 esaLaadea
% 1 % Z// a ada % @A a dl
fnaszazinansinge niannamueiaulnaneaiuiniesas 1 Inatuazeudninuedng
doaiaansinarii Tng batch 91 1 - 7 lailinaiinsiagaljAzen usl batch #1 8 JnsLANALE

Ufisenininessy 0.5 Inauinin Wedugaufise iiundndneinldlundiamesd

Arnziminluanasmamnatia GPC wianniaadasninnisanfausaamaila TGA
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1 tnelua Tnelfunlaswgnimngil nan adunisidneiaulnaneauaznslddasaljisen

FUANLEAN LA R

a

druautalualdlunisdanszinguugi
Batch | 120 | 120-140 | 140 | 160 170 180
1 0.5 0.5 1 1 3* -
2 0.5 0.5 05 | 05 4* -
3 0.5 0.5 05 | 05 1 3*
4 0.5 0.5 05 | 05 0.5 4*
5 0.5 0.5 05 | 05 0.5 10*
6 0.5 0.5 05 | 05 0.5 ™
7 0.5 0.5 05 | 05 0.5 7
8 0.5 0.5 0.5 | 0.5 | 0.5"*+Sn 7

wnnee) ¢ Anefiaulnanesnow

)

a aa ' =
> LﬁlNLﬂVl@uyLﬂ@ﬂﬂ anauaugaLl

12
a

v

Auani

Niizen 1 dalua

RECRES P

= Fuefiaulnanes (washiveaninien) iedugalfisenluwiu 170°C

i

3.1 ginsainsmin

v
o O

A9RMTLRAILATIZY Pre-LA
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3.4.1.2 Aumviuaniinuadaninedwaimatwiiaulnaneaieasy 1-10 lnelug
Tnaidseiaulnaneanewdugalfiisen 4 dalus grangiuazinanldlunisdaunssisg
wandlupeed 3.2 WeRugalfieen iiunaninein liluednmnes Sinseinandousii b

pnellnARA H-NMR, DSC uay TGA

al dl o & A a a a 8% aa %
M1919N 3.2 @ﬂ’]')x%sl,muﬂqi'&ﬂLﬁi’]ZMLLZ\]ﬂ‘VIﬂLL@"]]@W@W@Z\]LN@?@’JEIL@VI@Hiﬂ@ﬂ@@?@EI@ﬁ

1-10 Tne/lua Tnadneiaulnaneanewdugntfjisen 4 4olug

1o} o %EG druaudaluaildlunisdanszinguugi
Taalua | 120 | 120-140 | 140 | 160 | 170 | 180 | 190

Pre-LA(1%EG) 1

1 Pre-LA(5%EG) 5 0.5 0.5 05| 05| 05 7
Pre-LA(10%EG) 10
Pre-LA(2%EG) 2

) Pre-LA(4%EG) 4
Pre-LA(6%EG) 6 0.5 0.5 05| 05| 05 1 6
Pre-LA(8%EG) 8

3.4.2 Mmedaazinilaatasrliaeamad vy funsansaiinng
\danansle

3.4.2.1 fig-2-lansendlafiamsnuniaaniiaaigas (BHET-Precursor)

st BHET 40 n¥u adluganfunas 2 ae fiussquvisudmdnnau (U7 3.2) ualsf
A daufigninndl 120 esAniaaidus nelfussanialulnsiau wdann BHET naeumun
il MAAH 13u104 58.6 fia@ans si3a 60.6 niu (BHET:MAAH = 1:2.5 Tarlua) annifu
Uaes T A duselhiduingn 3 dalue Mﬁqéu@mﬂﬁﬁ?m SudnFuaE
nazuaunnainILEgE (purification) Fatianimuiiiernda MAAH fiunnifune uazinnig

NARDLNARNS TN B FaeiLAzad 'H-NMR, DSC uaz TGA
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3.4.2.2 WANANUaTANTIARLTAS (LA-Precursor)

ANEANENATBIUUNH 1081 wardRIdoulaaluaued Pre-LAMAAH Niuasie
szFUNMswuTiTemTineireifiatsann Pre-LA ga7t 1 Inaussquanfinuadaninedues
1-10 nfuagluaIniuNaN 2 A8 ﬁuaamwimmﬁﬂmu (gﬂ*ﬁ' 3.2) mﬂﬁmﬁlu@'mugﬁ sl
ussgnnAlulngiau uazaelisendng 90-120 asaaaiea uAdausn MAAH fadnsndou
mlamsendaresuinfinuedanineamesemmezaanueulalasdludasdoud 1.2 e 14

aaa

Tnelua udsandaeslilfisanadiullidunanssus 0.5 D9 8 dalug danansdnein ety

a

| ° % < L . ¥ = ¥
HaunszuaunInIiLEgNs (purification) Taanisazanssaalnaaalsdimuudannaznauly
LANIUAA ANIRA MAAH NNINNUNE LATNINIINARALNARNS TN IsnenAla 'H-NMR
wAsANN Hanneimnnzan antuEINNTIAeLasan Pre-LA gall 2 Usuias 10

o v as 1 a [ % = dl ] a o o—dl v Y a
W FaedBnadulAaiuNgl Pre-LA 407 1 UATNINNINARALKAAATUI N IHFaaaTla

"H-NMR

1 v

519 3.2 nsdnsegUnanidmiuduenziieamainiinelaas
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3.4.3 MIATANNAALNAS L TANTNINNRANDS NI ADLTRS

pand-2-lansandiafiamisiunianniinelre fuasuininue g ansiAama s an e
AUANN"T (m197471 3.3) LLﬁf;ﬁﬂﬂﬂuﬁlug’T@u@mmpmﬁﬁ 100 aaAgaLEaa L{uan 36
Falus Im%ﬂmLuuim'ﬁ@Lﬂ@%@@ﬂhﬁlﬂuma‘%?}uﬂﬁﬁ?m MEINTANEF L8 FLT 01T

AllAmrsiantiAneauFausngnala DSC way TGA

A157199 3.3 LFNua S ENUNTT e uar AR g uNaNTTHdnanGIAe e ian BHET uaz

Pre-LA (0% 1 uay 2) Nd&miLssannafIefiiana9n9

1% | DBPO | Usnnmsasas EG (Inalua) ANTIRIUTZNING
(Yowt) ‘lu LA-Precursor LA-Precursor : BHET-Precursor
1 0.5 1 WAy 5% 1:0, 3:1, 1:1, 1:3 waz 0:1 Inailua
2 1 2,4 Uay 6% 1:0, 3:1, 1:1, 1:3 uaz 0:1 latiuin

cal & (%

3.5 NNSALATIZHANI BN AN UNNAILASIZH LA

3.5.1 N19ALASIZRUNMUNINLANALRAEAQELNALIA GPC

Q

FreNAnat N lntALA L LANTNNLATANTNAALNDS ~30 Naansu Aqulansslalng-

a a

Wowsu (THF) 5 AaaanT andunsassaiaines (0.45 TuAsau ) Ladasandnsfiating
1B3u1m3 50 1ulAsams 1i1LAT89 Gel Permeation Chromatography (GPC) &% Waters 600

(219 3.3) Tnel9Fam39a9m (detector) AatiANATHENLY (refractive index) wasld THF Lilu

a

! =

dl dlb o < a aa
walndaunsednssalunnslua 1 Naddanssaund

uminiuanauaznisnszanadazesininluianasesuaninuedansnad e s

AuanulngldinsnnTnunsudnada (reference chromatogram) MildiannwedalsTunnsgu
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gﬂ‘ﬁ 3.3 LA3849 Gel Permeation Chromatography (GPC)

3.5.2 N15ALATIZULASIASIIMIBAR A2 NALlA 'H-NMR

nrvagaulaseasiaiuazinuinluianaeaslnaanuou (M) sa9udniinuedn

¥
=)

wWinedlafuiszAunsununnglansandasaeiusrgues MAAH NiiaTuluduneunis
FUpszinILARLTasAq8LATa9 Proton Nuclear Magnetic Resonance (WH—NMR) g9ia
Bruker Biospin g’u DPX-300 NMR spectrometer (gﬂﬁ 3.4) IPeLATILIFAREIAIND 300

MHz ﬁfﬂqmugﬁﬁm uaz It Tetramethylsilane (TMS) 1fu Internal standard

faatie liAaasazatsaudingy 1 g/di tasldaaalsnasun (CDCL,) Wlusaiia

[eag

gﬂﬁ 3.4 A394 Proton Nuclear magnetic resonance ('H-NMR)
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3.5.3 N15ILATIEUANL ANINANNSAUAILNANA DSC
Amrziguuniilasuaninuda (glass transition temperature, T,) f1HN"7
WUABNLIAT (melting temperature, T_) T84NARADTINAILATZA IHFaeLATeq Differential
Scanning Calorimeter (DSC) fi%a Mettler Toledo 11 DSC 822° (gﬂﬁ 3.5)
Tneldanssnatneilszanns 5 Hadniuuazunuazgiidanauin 40 Tulasans sl
= 2
an1zn g lun1Ineaadne
- Wimnnufauaisusnunansdedng Iaetiuguunan -60 19 200 89ALEALEEA

FnedmnsnN7liANINEaU 20 avAalTaasaul Anglfussanielulngiau

- angUUANAIN 200 D9 -60 avALTALTEAfaadnIIN1sliA NN 20 aAn-

= | p Al val = o p
LIALTEAF RN LL@L’N@MMQM"AVI -60 @Qﬁf]Lsﬂ@Lsﬁﬂ@Lﬂum@q T UM

- WannFeunianaes Inaiuguugianaieann -60 09 200 saA@aTaa Aot

FRIINTNN 20 aATAELAFaUT NagaunaliussaniAlulngay

51# 35 \A784 Differential Scanning Calorimeter (DSC)
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354 NI5ILASIZALADESNININIANNSAUAENATNA TGA

a

Tnamanuduiussendeferavinuinaesansiaeuwladlinauiugumngi

a

FEILATAY Thermogravimetric Analysis (TGA) £19ia Mettler Toledo g’u TG/SDTA851° (gﬂﬁ

o

3.6 n) Ineussqansideasnziflélu Alumina crucible (317 3.6 ) doatnuinIndLAeaiu

a

%

1521104 10 HAANFH UNNAZALAEERIINTIHANNNTEY 20 adATIadaasAawn? Aels
Ug9en A ulRsan ArnzfiaiesninmnieAannSauaesLan Ainuedaninaauasuas BHET
NoULATUAINIINNLAFENAE MAAH s BeUTieLaR e TN NeAI LT a U N -
efi3eN199aNuENTinueTaNTAeLTasuaY BHET WiAala i daamzilélusdnidon

ﬁﬁqj

(n) (1)

gﬂ‘ﬁ 3.6 (N) LATA Thermogravimetric Analysis (TGA) waz () Alumina crucible
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HANITNAaaN LL@%?J@']‘JOEN@TY]%‘VI ANBN

4.1 WaNDALNDTURILANTANLATA (Pre-LA)

411 answarasamugi a1 aaumsiineiaulnanaa (1%ilnalua)
uwazdnsaljizenfiveaniniandatinminluanauaziafiasnmumennuiauras
WINBRNDS

annsdaiamziuaniinued ananedise SAnpannzdauansluananed 3.1 uazann
43189 GPC Chromatogram A9AASUAIANLAN wudﬁﬁmﬁﬂiuLmqmaﬁlﬂﬁ%mmzﬁ
Farumaila GPC (As9fl 4.1) Tesudniinuadaninedwesbatch 7 1-3 Feldiaansanluns
dunszd 6 dali ﬁm@mmmﬁqmmﬁmﬁﬂimmqmmfﬁw Imaﬁwﬁﬂiumqmaﬁﬂim

11U (M) HAY ~ 350 waz 1200-1600 niu/lua 19l batch 1 Uay 2 #9AILATIZIIGNL

=
Y
a dl = PR 4 o A o o - !
goUNNNgegan 170 avAnsaded analdnitiwinluanaedeidlu 350 nfu/lua Junndn
v o o dl dl [ Y a [ = [ %
¥aeiny 90 41FU batch 1 3 Tedaasvidaagungiigegaiilu 180 asamadea danals
uffFemeawa sty nanudndndausesanaldniuiminluananinnan
1000 n3u/lua HA149D9 31% Tuanuedl batch 1 1 waz 2 JLilen 8-10% Latiua il
N138ULATIZYN 180 a9ANLEALEeA (batch 4-6) WLIINNILANIIAIAIN 3 G211 (batch 3) 1l
4 dqTag (batch 4) azanunsaiiniBuInasananduminanaeauNInnd) 1000
nfu/lua TaedAngede 88% uaztiananldduamziin 180 avatadaa lideand 7
o ! ' Y o = X o
f31n4 (batch 5-6) wudnanalddauluelvwiinluanaeaegeausag
wninluianaledaaswinaames batch 4, 6 uaz 7 uansliiiuaudAtyae9

asLNeNeRaRInamaa Tae batch 6 ths lANeRaulnapaaliansLan 3 9aTueh 180
avAaieALmuAeaiy batch 4 usnatsanlunnsdeAnziiInau Asulwintuans
LRAYIBINTNOALNAS batch 6 A9g4nan batch 4 atielsfnannaasldszazioanlunis
duanziviniu uwaneiaulnanaaliidaau wudmdnluenaseswineawes batch 7
JAIMININ batch 6 ateiuladn wananisalAlngiaaglndiAseiyu batch 4 #4ldaan
Tunnsdamaszditiasndn LLM’LEML@ﬁﬁuiﬂ@ﬂ@@luﬂiqqﬁwmmﬂf]ﬁ?m NTLANA2LINL]NTEN
fiueaninienadlulfiseainisonnlilgisenadiullfunag lnewinedwes batch 8

a3 o A a X o e A~ o
Nuquuﬂiﬂl’@q@L'ﬂ@ﬂLWN?JHLT]@UWWE‘]'JLN@LV]HUT]U batch 7
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P~ ¥ o = o i @ a a al a 'S
A19199 4.1 dhwiinTuanaedslngdaiuau (M) 109uanfinueTanTnediues

(GPC)
M., (nSulug) / wufl (%)
Batch
M ,(<1000) | M ,(>1000) | M 593 (n5uiua)
1 345(90%) | 1255(10%) 437
2 | 350(92%) | 1489(8 %) 445
3 | 342(69%) | 1605(31%) 733
446(2%)
4 | 360(10%) | 1618(88%) 1477
5 - 2072(100%) 2072
6 378(4%) | 2614(96%) 2515
7 355(4%) | 1610(96%) 1563
8 - 3032(100%) 3032

a

TGA masluunsy (U7 4.1) uazgamRnnTnedwmefluiuinavnasiesas 90

1
a

(T,) WAZ 50 (T,,) MASAANHFAININAINFEL (AN9197 4.2) FauAnAinuaTANTNaALINe S

90)
batch 4-8 uaaal9iLiiugn WINaaLNas batch 4 HIADYTAINNIIANNFAUAREINTT batch 5-7
dl a a & o/ | = %’ o dl oI | dl ] o 1
11N e nwinadwasnanaaiuiniinluanalasadanindanan unndeinmdn
wWinades batch 8 Teiinsldiasalfisenluntsdaunsed udarilnminiuanagendd
dl e oA A Y Ay , o= . Vi o 1 |aaa o y
batch B winduRiafiusn nnanufeunfeandn asnanlfdifaselfisennAnseyd

NAFANA INNTAANENINANNNTAULDILANANLATANTNADLNDT
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100
~ --—- Batch 4
X
_g -—— Batch 5
<
@
€ 50 Batch 6
(0]
o
= — Batch7
=
()
= ---- Batch 8
0
0 100 200 300 400 500 600

Temperature (OC)

'
o o oo a =

519 4.1 ForazunminAsnaeNdNRUS T UYUUYR (evAiTaEa) TeIuAninuae

u k1l

WINDALNDT batch 4-8 MILAZIALmNALIA TGA

o

A15199 4.2 grunRaesuanfinuaianinedine fMdniuiiufouaziiminawumae

90 LAY 50 MaLATIZisneAtlA TGA

Batch T, °C) T, °c)
4 235 324
5 288 349
6 280 344
7 268 338
8 261 296
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4.1.2 angwarasdFananaiaulnanaasaiininluanasasantinmanny
sauaasuaninuaianinadinas

AINN1FIATIZRIATAF AR ATA TH-NMR 189uaninuaTanTnafiNas
duaszianniefiaulnaneatininsine Feaaz 1-10 Inelus) (MeazigenesnlAadng
panslunianuan ) nudndleldiefiaulnarealiuinninfesas 5 wWaneaesazdl
Iﬂim"iwﬁummiugﬂﬁ 4.2 0 TnemwilsneaufilAfAadns 1.5 4.1 4.3 uaz 5.1 ppm %4
wapsanenielismanaas OCHCH,C=0 (H") O=COCH,CH,0C=0 (H’) HOCHCH,C=0
(H') waz OCHCH,C=0 (H°) muansu[16] usninedimeinismundaaiefiaulnaneauin
ninfasaz 5 dlassairandfuanclugli 4.2 9 Wasanifafindfadwiiiiumi 3.8
ppm %qﬁ@dmﬂu@@mqmimmumm HOCH,CH,OC=0CHCH, (H") ﬂiﬁﬂﬁmmzﬁmw
Huldlf91dsmauaas  HOCH,CH,0C=0CHCH, (Hf)ﬂifmgﬁuluﬁummﬁmﬁu
HOCHCH,C=0 (H°) # 4.3 ppm [11]

a a
CcH O CH O O CH O CH
[ 2l | 3l b b e [
(n) HO— CH— ¢ ——0— CH— ¢ ——0— CH CH— 0 ——C—CH—0—— c—CH— OH
c d 2 2 d c
m n
a
H
d c b
H H H
ppm
a a
cH O CH O O CH O CH o O CH
[ [l b b IhTe [ f e
HO— CH— ¢ ——0— CH— ¢ —0—CH CH—0 ——G—CH—0O—-c—CH—oH  HO—CH CH=07=C—CH
c d 2 2 d c
m n m
(1)
a
H
Hd Hc,f Hb He
ppm

51 4.2 "H-NMR glUnm9uazlasaa 5 N9 ARaaaLa N AN LaT ANTNaa LN e 14 e At

namaa: (N) 5asay 1-5 WAz (1) 3auay 6-10 Tnalua
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doyaann 'H-NMR a@runsoldineAunnmioedireanalduaninueda (DP) uaz

wninlulanawantnaaiugu (M) Faaaunisi 1 uay 2 AINa1AL

DP = (H +H) (1)
H%/2

M, = (H +H)x72+60 (2)
H%/2

v
o IS DA

adnuiniinanaealagawINIesuAN AN TANINOALINES (AN397 4.3) HA1AARY

HaiuFanneiaulnanea (8]
A157199 4.3 uninTuianaeaslngauauiarantiinisanfausewaninued aAnswea-

wasnlfienaulnaraaiauas 1-10 Inalua

'H-NMR
. oo o TGA
1af asnduATIile AnmuzasiduAszile
DP | Mn | T, T,
Pre-LA(1%EG) [11.13| 861 | 288 [ 350 wpaudedinaesgau
Pre-LA(5%EG) | 6.38 | 519 | 267 | 328 anindLansdau
! Pre-LA(10%EG) | 6.40 | 521 | 253 | 324 asuiladansgau
Pre-LA(2%EG) | 863 | 681 | 258 | 334 wpaudedinaegau
Pre-LA(4%EG) | 6.68 | 541 | 277 | 327 wpaudedinaesgau
2 Pre-LA(B%EG) | 4.90 | 413 | 254 | 307 asuiladiansgau
Pre-LA(B%EG) | 5.05 | 423 | 216 | 302 asuiladiansgau

ANt NFeundiAszifagmAlln DSC 984 Pre-LA 1A% 1 uaz 2 uanslugil

71 4.3 uay 4.4 muasu (Tagyaree DSC wmafluunsy wanslunianuan €) Huwsliiuanag
dl al aa dl o L3 @ A a = a rdl o L
Wensunnseiaulnaneanldlunisdunsmei lnoudniinuedansneainasndsinsie
anwiiaulnareadininlduinninfesas 5 arldnwuzatsndanseiliiduaesudegd
2 | f oA A el > aal v o a
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AMANUAN 1. : GPC Chromatogram N13LAF1LYilAANNINALA GPC

g‘dﬁ 1 9. : GPC Chromatogram 224 Pre-LA Batch 1

g‘dﬁ 2 . : GPC Chromatogram 224 Pre-LA Batch 2

g‘dﬁ 3 2. : GPC Chromatogram 224 Pre-LA Batch 3
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5 . : GPC Chromatogram 224 Pre-LA Batch s

6 2. : GPC Chromatogram 224 Pre-LA Batch e
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8 4. : GPC Chromatogram 124 Pre-LA Batch s
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AAKUIN A. : 'H-NMR spectra NtAs1ziilaanninaiia 'H-NMR

g‘dﬁ 1 A. 'H-NMR spectrum U84 Pre-LA(1%EG)

g‘dﬁ 2 A. 'H-NMR spectrum U84 Pre-LA(2%EG)
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3 A. 'H-NMR spectrum U84 Pre-LA(4%EG)

4 @. 'H-NMR spectrum U84 Pre-LA(5%EG)
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5 A. 'H-NMR spectrum U84 Pre-LA(6%EG)

6 A. 'H-NMR spectrum U84 Pre-LA(B8%EG)
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gﬂﬁ 7 A. 'H-NMR spectrum U84 Pre-LA(10%EG)
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519 9 A. 'H-NMR spectrum 289 BHET 114n1341

g‘d‘ﬁ 10 A. 'H-NMR spectrum 284 LA-precursor(1%EG) (95%DS)
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g‘d‘ﬁ 11 A. 'H-NMR spectrum 284 LA-precursor(2%EG) (61%DS)

g‘d‘ﬁ 12 A. 'H-NMR spectrum 284 LA-precursor(4%EG) (62%DS)
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51171 13 A. 'H-NMR spectrum 184 LA-precursor(5%EG) (72%DS)

51171 14 A. 'H-NMR spectrum 184 LA-precursor(6%EG) (44%DS)
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g‘d‘ﬁ 15 A. 'H-NMR spectrum 284 LA-precursor(8%EG) (64%DS)

g‘d‘ﬁ 16 A. 'H-NMR spectrum 284 BHET precursor (100%DS)
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AMANUAN 9. : DSC thermogram MtAs1ziilAaaninAla DSC

Glass Transition
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(heat 1%) Mid Point = 34°C
“a (heat 2™)
“a
Glass Transition
Mid Point = 34°C
(Cool)
a
gﬂ‘n 1 9. DSC thermogram 283 Pre-LA(1%EG)
Glass Transition
Mid Point = 19°C
(heat 1) Glass Transition
™ Glass Transiton —» Mid Point = 18°C
Mid Point = 19°C (heat 2™
\A

(cool)

gﬂﬁ 2 4. DSC thermogram 283 Pre-LA(5%EG)
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Glass Transition

Mid Point = 15°C

(heat 1™) Glass Transition
“a Mid Point = 12°C
(heat 2 N

Glass Transition
Mid Point = 12°C

(cool)

g‘l]‘l?i 3 4. DSC thermogram 284 Pre-LA(10%EG)

gﬂﬁ 4 4. DSC thermogram 284 Pre-LA(2%EG)
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5 4. DSC thermogram 284 Pre-LA(4%EQG)

6 4. DSC thermogram 284 Pre-LA(6%EQG)
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7 4. DSC thermogram 284 Pre-LA(8%EQG)

8 9. DSC thermogram 284 BHET N14n19AN
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51 9 9. DSC thermogram 284 LA-precursor(1%EG) (95%DS)

g‘d‘ﬁ 10 4. DSC thermogram a4 LA-precursor(2%EG) (61%DS)
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g‘d‘ﬁ 11 4. DSC thermogram a4 LA-precursor(4%EG) (62%DS)

g‘d‘ﬁ 12 4. DSC thermogram 284 LA-precursor(5%EG) (72%DS)
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g‘d‘ﬁ 13 9. DSC thermogram a4 LA-precursor(6%EG) (44%DS)

g‘d‘ﬁ 14 4. DSC thermogram 284 BHET precursor (100%DS)
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gﬂ‘ﬁ 15 9. DSC thermogram 284 LA-precursor(1%EG) (95%DS) BavLinaqemanuian

g‘d‘ﬁ 16 9. DSC thermogram 284 LA-precursor(2%EG) (61%DS) nasLinaemanuiau
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gﬂ‘ﬁ 17 9. DSC thermogram 284 LA-precursor(4%EG) (62%DS) BasLinaemanuian

gﬂ‘u‘?‘i 18 9. DSC thermogram %24 LA-precursor(5%EG) (72%DS) nasinfagavniau
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51l#1 19 9. DSC thermogram 1194 LA-precursor(6%EG) (44%DS) niatiudaginanafass

gﬂ‘ﬁ 20 9. DSC thermogram 284 BHET precursor (100%DS) UALNA8AIINTD1



g‘d‘ﬁ 21 4. DSC thermogram 21834 LA-Precursor(1%EG) waz BHET Precursor (3:1)

g‘d‘ﬁ 22 4. DSC thermogram 21834 LA-Precursor(1%EG) waz BHET Precursor (1:1)
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g‘d‘ﬁ 23 4. DSC thermogram 2183 LA-Precursor(1%EG) waz BHET Precursor (1:3)

g‘d‘ﬁ 24 4. DSC thermogram 2184 LA-Precursor(2%EG) waz BHET Precursor (3:1)
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g‘d‘ﬁ 25 4. DSC thermogram 2184 LA-Precursor(2%EG) waz BHET Precursor (1:1)

g‘d‘ﬁ 26 4. DSC thermogram 2184 LA-Precursor(2%EG) waz BHET Precursor (1:3)
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g‘d‘ﬁ 27 4. DSC thermogram 2184 LA-Precursor(4%EG) waz BHET Precursor (3:1)

g‘d‘ﬁ 28 4. DSC thermogram 2183 LA-Precursor(4%EG) waz BHET Precursor (1:1)
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g‘d‘ﬁ 29 4. DSC thermogram 21834 LA-Precursor(4%EG) waz BHET Precursor (1:3)

gﬂ‘ﬁ 30 4. DSC thermogram 484 LA-Precursor(5%EG) waz BHET Precursor (3:1)
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g‘d‘ﬁ 31 4. DSC thermogram 84 LA-Precursor(5%EG) waz BHET Precursor (1:1)

g‘d‘ﬁ 32 4. DSC thermogram 484 LA-Precursor(5%EG) waz BHET Precursor (1:3)
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gﬂ‘ﬁ 33 4. DSC thermogram 484 LA-Precursor(6%EG) waz BHET Precursor (3:1)

g‘d‘ﬁ 34 4. DSC thermogram 484 LA-Precursor(6%EG) waz BHET Precursor (1:1)
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g‘d‘ﬁ 35 4. DSC thermogram 484 LA-Precursor(6%EG) waz BHET Precursor (1:3)
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