<l
1NN 4

N15RILATISINDRALDAUA ARALDTALAZNITIATENARDLLITNNTU

4.1 MSRUATIEANDRRLBALARRALDTA [47,26]

madaaTzd poly(Di-actic acid) : PDLLA ﬁﬁﬁﬁﬂﬂ’ﬂ‘ﬂﬂtﬂgﬂeﬂq wialfid 2
fumeu Ae
1. MIAUATIEY DL-lactide Tuhuwad
2. n3faAIIzY poly ( DL-lactic acid) sin1sinUfiidenilang

( Ring Opening Polymerization }
411 msfupssinuaauaninlaluiues

n19dAAIIzY Dldactide Usznauday 2 fumaulunisvinlfizen Ae

& =] & g e o a Y o

du¥ 1 neduAMod PDLLA wwinlanam inlilaaniswediweslamduu
AILILLILEINY DL-lactic acid Taedainnin DL-actic acid 200 g uaziFNNTAWIT-INgau
dalniln  ( p-toluene sulfonic acid ; PTSA ) 2.00 g (1% Ieeninwin)  asluaestiunay

1 I ’ﬂ, s S i I A =
119 250 mi wazquaslugrainniddlauilidiannufaulinewuds fgnmgll 160 °C

]

agunsalsiag 4.1(n) e N, dhidlussison haoan 5 dalue a2l POLLA 7T

"uinluianas

o

duf 2 dhnsruounenssivseiiowindudl 1 funseseshdaaacnoues
PDLLA ﬁﬁﬁwﬁn‘iumqﬂﬁiﬁ Fanaudluillmseantsd 1% laedwninues DL-actic acid
it fnqunsaliagl 4.4 @) WaowSoufiguumniiny 220 - 240 °C meldanusiu
4-5 mmHg hane 4-5 dat aziin@nedulees DL-actide ainzilseus| air

4 g ) o o = &
condenser TNHANNEANHILW QzNﬂﬂH’mzlﬂuNﬂﬂgﬂqﬂﬂﬂtﬂﬂﬂ\i
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drying iube

1t DL -actic acid
Ho O

ey

ice-bath catalyst

O O

hot plate/fmagnetic stirrer

()

air condenser

condenser

fow mob. wi PDLLA  ——

O O

ice-bath
hot plate/magnstic stirrer

g1 4.1 gunsain9sdaasizd DL- lactide
(n) nsnedaweflsfuruaiuniuaed DL - lactic acid

. 12 1
(1) nMraaNEMIeANNiauIal poly (DL -lactice acid ) uruiinluianam)
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o Y s
4.1.1.1 mMeiALaauanlynA LWUSgVE ( Purification )

-
=

Uwn Dl-lactide AR nmidapziiluiode 4.1.1 Whinlhien?
Temasnuanimd Teikdn Didactide azaebuevisaezBum Findutdqrauds uaz
silgulugnad Alianafeulineunde fgnand 50 °C udeiallmduiianmniivies
riovddng i ( Ussinn 4 °C) ielfifiamsmnuinatieauysnfies DL-lactide uwazin
nsasdine sintered glass filter (porosity no.4) uaz Mansanuanividn 2 -3 A%
ellfiAnues DL-jactide A BgVEge wisnnidnirluneaafon sintered glass

; o % 3 v < o
filter (porosity no.4) 8nA%y uazeulfuwialudguyima Agouuni 55 °C
4.1.1.2 m%‘am'a‘ﬂzﬁﬂfnuungg ( Purity analysis )

Yw@n Dl-lactide wwnn1slansinananBgvalasieies DSC ‘lwﬁf;qqmuqﬁ
100 - 140 °C  scanning rate 2.0 °C/min uazlf@1sdnetwiFums 1 -3 mg HALEY
DSC wafluunsuildsigl 4.2 wudn DL-actide Hgmuuniivasusasad@n (melting
temperature ; Tm) WU 125.0 °C uaz1 Van't Hoff plot (glunanuon 1) o
Waunsupanfinmesinuries DSC uansdagl 4.3 aznaANNLEgVTUe DL-actide

Ay 99.2 % wdnri Di-actide AduAEAlE WU N s&amsnzd PDLLA siali

ol Peak 123.188 10 126.280 ° ¢

PA 12448615 125533 °C

i Della H,= 30.971 KJfmole

Tm = 1265080 °¢C

To = 125.436_0.024 °C

X correction = 38.012_14.320 %
Purity = 90.208_0.936 %

Heat Flow Endo Up (mV)
3

" T v T v v d
w ur " "§ 1w = w 1% g

Temperature { °C)

e o L
g‘ﬂ 4.2 wefluunsy DSC 184 DL-lactide V\m‘lﬁm‘@mﬁ(Scanning rate =2.0 °C/min )
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157

1255 | Peak 123.188 to 126.280 ° C

PA 124.4661t0 125533°C
Delta B, = 30.971 KJ/mole

1254 1Y
Tm = 125.088° C
1252 o

To = 125.436_0.024 °C

X correction = 38.012_14.329 %

1258

Purity = 99.208_0.936 %

Temperature ( °C)

1243

1248

124.4 4

12432

1F

g 4.3 wansinseimanuiitgniaes DL - lactide MinliiLidgns udalrenisnien

N1NRINANNIG Van't Hoff

4.1.1.3 nsasenlassaelnedunsusnailninsainil

N, N1FIRseY DL - lactic acid A4 TauAsasBumssaailningiiines 16

padurisaanlnaiu dagl 4.4 Weufuaclnaiuadadiagl 4.5
-] F—9 [ 4 A d - - J
4. N1IN153ATIER DL — Lactide P1damseild Inenarasdunsusnanlningiiines

TnsBurisnanlnein fagd 4.6 Feutuannniudwseigl 4.7
DL - lactic acid luansh Usznavllfoevylansanda uwavmyprfuenddn 7
dfty Fviudursasuinaduazlsingimees - OH stretching lunarindreuanludiy
- ] - A =
3,050 — 3,700 cm’ WAz C = 0 stretching {Dufialuegnu 1750 — 1700 cm” wazilledin
r . .
Wlunaasaslsznay DL - Lactide 34 wudn#ia1eq - OH stretching wrelll uaziin

o f o X d 4 o
184 C = 0 stretching \wdeullluneanauBifindnisazedlugnuy 1,800 - 1,730 cm™ 4

WHunan1anAMNLATEATUUMIY (ring strain )



AmFuipuaan1sdussiian  (Vibration peak ) rasnguiaidudeasne 1 lu

DL-Lactide uamalimiss 4.1

AN 4.1 uansiAmsganaufdtunnisaues Aueauaniauede uas Auaauaning

= = &
NAHATIAALAN
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1iinuaannsdis AIMDTIBIARL

(Vibration Assignment) DL-actic acid DL-lactide
O-H Stretching 114 —OH 3,700 - 3,050 -
ez -COOH |
C-H Stretching 3,000, 2,980 3,020, 2,920
C = O Stretching 1,720 1,780
C-H bending 1,410, 1,400 1,400, 1,380
C-O Stretching W acyl —oxygen 1,240 - 1,220 1,290 - 1,250
C-0 Stretching 1w alkyl —oxygen™ 1,150 1,100

*

AB C-O Stretching 11 acyl —oxygen

O

I
—C—0 *—(IIH—-
CH3

** s C-O Stretching "l alkyl —oxygen

O
fC*O: H—
ﬁC;)H3



%Transmittance

%Transmiltance
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L-LACTIC ACIT

105 -‘:

100 4

95

0

85 4

80 4

75 o

0

65 o

60

LI L L Y D T . O B T T L S T e 8 L SN BCHL “hEN MR B e 3 L 3 . D T
4000 3500 3000 2500 2000 1500 1000
Wave number (cm’)
a ar . s -
g 4.4 Buvinuesidneiuees Dl-actic acid WiTlunsdansizi

17,946-9

Dl-Lactic acld, 99+%

CHCHIOHICO,H

MW, 80.08 mp. 18° bp, 119*/12mm.

nf 14388 d 1206 Bell. 3,268

WAVENULEER CMt
T

XX 3000 250 200 200 1500 1300 1100 o) 00 650 625
100 - 0
0 - ]
L~ - ©
n " n
&0 - &
50 L 0
L] - 40
0 " o]
b i‘ g . 2

CHy— —Eon
1¢ " - 19
o I
L M [}
15 ] £ 3 ] 4 7 LI 1] L] 12 13 L] 13 14

g 4.5 Sunneealnniudndeges DL-actic acid [48]

WAYHENGTH N MCRONS



%Transmittance

100
85
a0
85
80O
75
70
65

60
85

50

%Transmittance
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—
=

sheasetsasalossslsssatasas

selanasl

----------- T T T Y T Y Y T

4000 3500 3000 2500 2000 1500 1000

Wave number (cm™)

g 4.6 Fudnumaulnninues DL-actide WWannsdamszy

1 1 1 1
4000 2000 1500 1000 900 800 700

Wave number (cm’”)

gl 47 Burnimanineiidadeues DL-actide [49]
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11
TAseadramnaall DL-lactic acid uaz DL-actide AdliAf

Ve /
H O
CH o—¢C CH3 H o—¢C H
CH3— (|3— (|3I—OH Kc,/ \c/ + >c/ \C\/
(le NG o oH§ Npmmof O
o/ 0/
DL-lactic acid - DL -lactide

4.1.2 nmsdATzanefnwaauaninnedn Tnawadinasisumdunuuilnesnas

- o
ALARLARINA

nnsdarnz PDLLA Watii i lunnnsireusndusaase Tlsundu iNavinnns
Anwganuazninlamldessn Suilasnandvinazes PDLLA

Tunisdumsizdt PDLLA azutannnaa ety 2 dunay Aa

MR 1 Kuasif PDLLA wsgfuainaidin fisntazsing new ieflaglfiden
anmsimmnzannewi 1 lunmsdaaszd PDLLA Tseiuainavey
Fie

R 2 Hnsdunss POLLA lussiuainalng taevihannasfimansanann
duit 1 unllunnsdaiaset PDLLA Faamilida3alunsmaaasmay
el

4.1.21 FBEMSAUATIZVNAAALBALAARALETA TAENITHARLNAT ITETURLLLLIATY

] v 1Y
n1sdaAsIEd PDLLA fiaznanatesialuil azldlumsdaumssiialussduginadn uay
aunalug) laeFusiu fausuia eanlaen FuinundudaGudidanlu glove box nne
él’ - P = i 1 ] <&
Uiussenialuinnan Wiamaauduinslaiiu 10% ldlumatunaaiifuvaivminusss

] v
atuda uardainmingad Di-actide ldasluaanuazlinqnldailn sihaanain glove box
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2 0 = 3 J ‘DI af D ‘J rr’ AA o o o
udninsnedmeflsfine nsduaclugediuddlauiifegumu)inasiinsnafineslsd
1 ) ar 1 A : o * 1
Wrnewuds Taeldoaisieie  muudgniznnmasamld velussivainaldn wazlvngda
aznadmlwiadedalyl uasgunsaimmasedisgy 4.8 uasdmiudfHnuaisussnnges

gunsainismeaeanlilunisdansied POLLA Tussduainaidin uazluey wamdlusnew 4.2

thermometer

monomer(s}
4

= initiator

oil bath

51 4.8 quUnsalnnsdaaseed PDLLA a1n DL-lactide TaenisweRmeslaaduuuniing

ol
A998 4.2 1Funuane DL-lactide  Sn(Oct), uszawagasgunsainldluntsdansei

PDLLA lusséiuainaian uaz lwaql

nsdaATIet IUNATIATUNSY DL-lactide Sn(Oct),
PDLLA (ml) (@) % wt %mole
Tuszau
ANBLAN 25 ' 2-10 0.05 0.018
analuny 250 40-60 0.05 0.018
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4.1.2.2 MIRBATIZVNDAALAALAAAALATALUSSALFNALAN

msdaned PDLLA lusvduainaifiniianievsing seuantlunis 4.3

f1918 4.3 aneildluntsdanszd PDLLA lTuszAuainatlan

y[Z DL-lactide Sn(Qct), ATV R AN
(@) (Q) (°C) (1.8)
1 4.4304 0.0022 6
2 3.8137 0.0019 9
3 8.0581 0.0041 130 12
4 9.0998 0.0045 18
5 2.2527 0.0015 24
6 3.2190 0.0022 3
160
7 4.4815 0.0016 6

° 14 & Y 1 1 2’/ d = o
1 PDLLA Rldannnasdananzd fiannavsine 1 03 7 ga luinnnemeasey Giass
faees DSC Uaz HAsed DSC uandlugl 4.9 wasnniwiinluanases PDLLA usazgn
4 ko
Tatil¥inatia dilute solution viscometry @43 gnasAuam uniwiintuianaaas PDLLA

uanslusiade 4.2.4 LATHANNINAGDR M wanalua19ed 4.4



Nomalizaed Heat Flow Endo Up (W/g)

57

Y . ' " o
A9 4.4 wminlananiealasanunila 199 POLLA #ildainnisdanset fannas

s Tuszsivainalan [50]

10 QMg 1981 B
€C) (139 My

1 6 -

2 9 23,000

3 130 12 37,000

4 18 31,000

5 24 20,000

6 3 37,000
160

7 6 47,000

{7

wdl

Temp. = 130°C.18 hr

30 4

N ' Temp. = 130°C, 12 hr.

20| A Temp. = 130°C, S hr.
et tee e mem vttt e
’ - i - o

15 ] ey y Temp. = 130" C.6 hr.

104 ] \-f

s

) v 3 v T T T T

= - « ] 100 1 160 180 Es
Temperature { °C)

as

-t
o
-3
s
1

= 130°C,24 hr.

51 4.9 wmefluunsy DSC 189N17dAUATIEY PDLLA fiannazsing o lussAusinaldn
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wawasTuNTy DSC 1een1sfkiATI PDLLA figninzsing « lussduminalin aswy
91 mswedmeflsfuunlinases Di-lactide figaimgdl 130 °C iWhaaen 6 2l thng
fianaansiaues Tluwes Di-lactide Tudantuugil 80-118 °C finti uaaadn lumswed
waflsf Di-actide fudiwhilfrdenlimedahaniunadiennanlfzazioaiumme
aweflaffumily uas gampidaliganafiazyiniianisdnvin  fidenFasnaauy
FkAmeanaiuaantunsmedieslef i o 24 falie uas wmamlﬁugmuqﬁmm'a
fuaflsd 410 130 °C fhu 160 °C Beslfnanlummaaeathy 6 Faluaminidu Usingin
Liffintaq DL-lactide 1fntu Fwudned1 Di-actide Winlffewme uazanmnedi
unsu DSC 189 PDLLA filfannnisdanmzinsia alifigomgil Tm fisdiu deanansn
vanlddnTasa¥ranialuaes PDLLA iy 8&ndg 1 (amorphous) tRENBENIIFEY

NPT 4.4 memﬂﬁmﬁn‘iumqmm PDLLA ﬁ‘lﬁ’mnm?ﬁqLﬂ?’\:ﬁﬁamqwmq
Turzduanaldn enidu PDLLA fildanmenedwedlsfuuiflaneees  Di-lactide 71
anamnil 130 °C fluaan 6 dale mzanmisfuamz § DL-lactide wiReag) Knlins
mﬁmﬂfﬂ‘llmaqzwm POLLA ¥liignitas  nswadwesled ignmgf 130 °C Tuszeziaan
9 - 24 Falae wudn Paan 12 1.0, avli PDLLA ﬁﬁﬁmﬁniumqmqmm uazidlaiiaiaen

y ¥
hi 18 uaz 24 1.4, PDLLA axfltiwninanasiToe ]

4.1.2.3 MERUATIZUWARALDALAARALDDA lUTTALALNA DY

e = o«
wRanitAnEan1 e Mlnisdamszyt POLLA uwanmsli i unsdamsesiliu

ot ] o ot -a] |3
szaudinalugy dudlaniaciidanunanginaidninlinassausnslumise 4.5
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AN51e 4.5 an1eiildlunnsdsiaes’ PDLLA lussusinalwg

%0 Dt-lactide Sn(Oct), frungi (IA1
(@) (@) (°C) (4.3)
1 51.2301 0.0258 9
2 47,8209 0.0263 130 18
3 44,1116 0.0215 24
4 49.4806 0.0260 160 3
5 59.7568 0.0293 180 12

H ¥ 1 4
11 PDLLA fildanmisfaassifianiaveine Ivmiwintuana Inawatia dilute

solution viscometry WaAYKARIAIT 4.6 (n1sAnuatnaniluiade 4.2.4)

&

E o o '
A1 4.6 vwinluanaedlaganumiis 99 PDLLA #lfainmaduamey ianiny

v lussdiuainalungy
%0 anual 1IN B
°C) (@) M

1 9 245,000
2 130 18 260,000
3 24 76,000
4 160 3 168,000
5 180 12 37,000

g L A =4 [ ] ¢ o [ 3
wminluanazes PDLLA Rlfainmedarszilussduainaluny Hafsuiunase iy

. i o f’ i g L ] &
analdin  Ndnmzmmasedfaaiuiy  PDLLA #ildsziiwiinluanauanstaiiuunn

A ar - 1 2 L
PDLLA fildmnnnisdamssiluszivanaluajasiiiminluanagan
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aNnNANMIMARRST Wen poly (DL-lactic acid) Hfwinluianawd 37,000 uax
76,000 annnsdaiae Wldlunimasesiely desan POLLA @ﬁﬁﬁﬂuﬁniutaqﬂ
pineriuatitataiay walaigaanduly fasinliAmnuaresiwinbuanaiifidanislan
Udaeen

eialg o/

d R T =
FasalilaziFenteduiu poly (DL-lactic acid) Afumtinluanaiaat 37,000 uay

76,000 WUnuAat PDLLA 37K uaz PDLLA76K AMN&IAL

o - a o =L [
4.1.3 maiwednuaauaairualn Ihusgnalnanmsanasnaulva

aza1e PDLLA dozmaalsefi (inqlivdanduda) uazanazneulu n-hexane i
quugll 0-4 °C  Tnudenq weaawn Angunsainisneansdsgl 4.10 nsasmznausiae
sinter glass filter porosity no. 2 Ltﬂzﬂulu@‘a;ryrmmﬁﬁfqmuqﬁ 60 °C Juan 12 1.
(v PDLLA 1luaastinehWiafinly wndieimed iesetivliilunisdugladasaitessaly

PDLLA in

Chloroform

n-hexane
non-solvent

ice bath

51 4.10 gunsoinismnAzney PDLLA -
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42 NISATIVADLBATHNANHUSLANIZTRIND AN LR UAARALRTEA

421 nisaaszvmsaunsasilnins4latl

ARG PDLLA3TK, PDLLA7EK Imsnarasduvsusasilninsfimas s
fursusaanlnafudegl 4.11 uaz 412 Wisudeunsaulnafunlsiduaninniudngs

fagil 413 dwFufinaasnisfuazifian ( vibration peak ) Tedusazfivatinilanuie

asunsA NN ARIRAITe 4.7

N195719 4.7 AHBNNETRIRUNSITRALILINATNYEY PDLLA37K WaY PDLLA76K

‘nﬁmmm?ﬁ"u _ mm?ﬁlmﬂﬁ}u { cm“)
{Vibration éséignment) PDLLA37K PDLLA76K

O-H stretching - -

C-H stretching 3,000 - 2,940 3,000 -2,940
C=0 stretching 1,750 1,750
C-H stretching 1,400 - 1,350 1,400 - 1,360
C-O stretching 144 acyl-oxygen* 1,210-1,190 1,200
C-O stretching 14 alkyl-oxygen* 1,130-1,090 1,110-1,090

*

A C-O Stretching W acyl-oxygen

I
-——C——O—(l:H—
CH3

** @ C-O Stretching W alkyl-oxygen
I
—C—0gH—
CH3




%Transmittance

%Transmittance

19000 3
95.90 é
90.00
85.00 -
26.00 3
25.00 3
.00 3
65.90
60.00 @
$5.00
50.00 %
45.00 3
40.00 3
15,40 é
30.9¢ 3

.mj.l..lﬂﬂ

62

51 4.11

100,00
$5.04
9w g

5.

.4

75,00

70.00

65.40

€9.40

55,48

0.0

45,00 4

#9086 3500.8 . 3e00.¢

2560 2000.0  1506.0 . 1eee.8

Wave number (cm’’)

BunsusagilnmsNeey PDLLA37K Rilsatnn1sdainsnei 180 °C 1fluwman 12

dqTus Tmeild Sn(Oct), = 0.05%

¥

<)

4400, ¢ 35080 d000.4 . 2300.0  2000.8

T SR D B Al )

1500.6 100086

Wave number (cm™)

51 4.12 Aursisasaninauans PDLLATEK AlFainnedaasyiit 130 °C wiaan 24

dolualaeld Sn(Oct), = 0.05%



%Transmitlance
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113371112 CyH. O, P

" 1 m L] L] T a + W u 1 1 1t it D NN

3500 3000 2000 1500 1000 50!0
i { I A {

Wave number (cm") .

g1 4.13 BuseraiinaiidnaBeaas PDLLA [49]

ndursusaanlnainaes PDLLA wudailAnisganauuasaasnyWaidulusiou
= a ar oy [V Y l‘ = - : . .
ANDRNAUILAUN P AanATNdNEas TATIaF1MIATIIRY  poly(DL-lactic acid)

N SOED)

Poly (DL- lactic acid)

422 maaasErnemnaila Tdseautiavadasuuniuanslduuudatdninsaiatl

1 PDLLA37K uaz PDLLA76K N131AT12M MA H' — NMR alnmdy uananagl

4.14 - 4.15 uazduIsnesuntuanlisanna 4.8 -4.9
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4o
=3
=3

I

it
Wt
winn

i e

94
T~

f’\l_
- 2.
———eg e .

86

vt

71 4.14 H'-NMR sulnafuees PDLLA37K Rldainnnsdamsaziin 180 °C ihunan

12 4l Taeld Sn(Oct), = 0.05% Tasniwin
ANS1e 4.8 NNTuLANATad 'H— NMR fwnmfuaas PDLLA3TK

ansTAsaaF19189 PDLLASTK

0 CH3 O
I | I

00— CH— C—O0—CH—C

| @) ]

CH3
sun1a4llsnan Chemical shift
(ppm )
a 5.117 - 5.234 (quartet)
b 1.611—1.504 (doublet)
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-
.87 1.000
R e ; l . T i
8.00 6.00 4 .00 2.00 0.00

I I a
() |

-+ . —t

D —
N N

wwn —

g1l 415 H'-NMR silnafinas PDLLATEK fildannisdaeszsid 130 °C fhuiaan 24
dalualaald sn(Oct), = 0.05%

M54 4.9 nsudanatey 'H-NMR sulnmiuges PDLLATEK

gnslaseaFieues PDLLATEK

®
O CHa O
OB ]
O0—CH— C—O—CH—C
CI)H3 @ n
@ .

fimnradlilsnan Chemical shift
(ppm)
a ‘ 5117 —5.234 (quartet)

b 1.611 - 1.504 (doublet)
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4.2.3 NISIATIZUNAINNSBY
4231 msawmsevmeavinasudeasunuilaaaniines

psC  flumalialdmenuglidfuuantuzadeuiauargoamginisvsaumaate

PDLLA T46N192019NAABLUEAIAIANGIE 4.10

A1519 4.10 anmzildluntmesessqamaiia DSC

Parameters Condition

Final Temp: 200°C End condition : Load Temp.
Start Temp : 25 °C Load Temp: 30.0 °C
Scanning Rate : 10.0 ° C/min. Go To Temp. Rate : 200° C/min.
Sample Weight : 3-5 mg.

NANTTIATIEY PDLLA3TK uay PDLLATEK Aaamalia DSC  LWAAMAFINLATY

189 DSC Mgy 4.16-4.17 wasdayalumise 4.11

1519 4.11 gompilulausniusadieuta (Tg) 189 PDLLA3STK uaz PDLLA7EK

FRANaRNaT Tg (°C)

PDLLA37K 48.784

PDLLA76K 49.781




Nomnalizaed Heat Flow Endo Up (W/g)

Normalizaed Heat Flow Endo Up (Wrg)

67

20+
181
.5
1.4 4
12
Half Cp Extrapolated = 48.784 °C
18 4
/
" -
Delta Cp= 0.430 Jig °C
'Q e
EE
re
» A M © 00 12 10 10 [
Temperature { °C)
gt 4.16 mafluunan DSC 284 PDLLA3TK
20 4
14 4
‘.6.-
1.4
h Half Cp Extrapolated = 49.781 (°C)
10 4 .
- —/
‘e ) .
Delta Cp = 0.409 Jig °C
’e r
&
24
D v T T T T T T
» L = [+ © 100 120 140 100

Temperature { °C)

gul 4.17 wafluunsy DSC 284 PDLLA76K
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NARINNNFIATIER PDLLA37K ( My = 37,000) waz PDLLAT6K { My = 76,000 )
foenaila DSC wudn PDLLA W3 2 fdiiilgeunnfi Tg it uamada PDLLA Hiaseadaa

melufluedugnuiiesatinadie

4.2.32 msaAseRnemnalinnasluns ues (Thermogravimetry, TG)

Wuwmalianldlunisugnmgiinsaaiedremefed Jalianinznisitanzilag

TGA UWARIAIANTINN 4.12

AT 4.12 annziilflunmdnssinedineifewaila TGA

Parameters Condition

Final Temp: 500°C End condition : Load Temp.

Start Temp: 50 °C Load Temp: 500 °C

Scanning Rate : 20.0 ° C/min. Go To Temp. Rate : 200 ° C/min.

Y Range: 100.0 %
Sample Weight : 3-10 mg.

NANTAATIZY PDLLA37K uas PDLLA78K fuwailn DSC  uammadiuungy

TGA gy 4.18 - 4.19 usxdayalumiss 4.13



Weight % (%)

Weight % (%)

L]
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X, = 97.36876 %
10 -

Y, =250.961( °C)

04 Deita Y = 96.8633 %

X.=410.715( °C)

14

Y,= 0.5243%

Temperature { °C)

51U 4.18 wmafluunsy TGA 489 PDLLA3TK

X, = 94.9024 %

110 5

Y, = 266.189 (°C)

100

Delta ¥ = 94.8103 %

1 X,= 409.470(°C)

1 Y, =0.0921 %

© 10 1% 20 = *0 0 P P &0
Temperature { °C}

51 4.19 wmefluunsu TGA 189 PDLLAT6K
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a°

A998 4.13 wansieanm)ildaaefores PDLLASTK uay PDLLATEK uazilafigus

1 4
negeyiienimin (%)

TlareInediNas NN HNITRANEFIN nﬂsqmtﬁﬂﬁquﬁ’n
(°C) (%)
PDLLA37K 251 - 411 96.9
PDLLA76K 266 - 409 __ 84.8

¥ as -, a . =, < .
4.24 n%‘muwun’tumqmmwaamu.'aﬂ hanRAkadalaawAbA dilute — Solution

Viscometry

lunsnonesldiriasialafivef sruudntuiindanriecfuidayates Schott -
Gerate §u AVS.300 uazgilanadalaiines (Ubbelonde viscometer) §4 53100
21m 00 dwfuiananlumsiva (flow time;t) sesfavasarunaelsiediivls
13qnauda unzasazateaes PDLLA fiamnandadiusing o figuaugll 25 °C iilewnsn
Intrinsic viscosity ; [ 1] ]

A1 Intrinsic viscosity [M] ﬁuﬂﬁmn@gmﬁﬂﬁ C =0 2NIMaeANTIN 51U
Ny M/C) fuAmudindn (€) waznawdesnsvszudn 1, (n 1,/ C) fuAdy
44 (C) ugzinm [1]]11Jﬁ'1mmm1§wﬁntmﬂqa ( Average Molecular Weights ) a1n
ANN9184 MARK — HOUWINK — SAKURADA EQUATION

Ml = KvS (4.1)

|
=

Toefl K uaz a ludiaed duiudwedived - davinavane Mignanniiuila o

My = Viscosity —average molecular weight

1A1 K uar a 289 poly (DL - lactic acid) lusawnazatsmaslsveiun

s

fUUH 25 °C HeAndsiire [51]
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2.21x 10* d.g”

~
I

0.77

w
H

FINGNNIT (4.1) AU
4 _ 077
{n] = 221x 10 MV

o [ ar ai 1 ar o
dmiunisinarlunisivaresaisazaraimnududusinge  uazluivinazany
o & Xy e ¥ . v o C 4wy
1Egyalunivnaasiily axdndniu 3 A% uasmAaagrnaa lunslus Serflsain
a 1 1 A=I o ] - ] :’1
nMadnazumnFnanAnafs A LM Atis Nl
4 g o nl i :’a ot
s wnintuianadtuas PDLLA Aildiannisduansiislussiuainadn uas

1 o A
AINA MY UARNANRISTNN 4.14-4.28 uazgil 4.20-4.34

4241 WORRLAAULRARALATR MlAANNITALATIERlUSEALAINALAN

1A 1 weRRuaALARRALBZATIlAA TNINsRLATIZY 7 130 °C 1Thutaan 6 %,
Toeld Sn(Oct), =0.05%

Tlgnnsominninluanalsd ez Bun DL-actide wiaae vinlduntiwnin

Tuanslalduniuen
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< < al
%a% 2 wednuaauanRAwadafilaannisfaaszd #i 130 °C Wwaan 9 1.

Tnelld Sn(Oct), =0.05%

A1919 4.14 dayariraumilaluinansia - 989 PDLLA Rldanmedaased 1 130 °C
luoan 9 4., Iaeild Sn(Oct), =0.05% Muirinaranapaalsnaii A

¥ A‘ o
dnd 0.1-0.4 grdl Higoumnit 25°C

AN ; | Flow time ;t n, Ny MNrea Ninn
C (g/d) ( sec.) (d.g™h (dl.g™)
0 366.49 - - - -
0.1012 386.47 1.055 0.055 0.543 0.529
0.2148 410.81 1.121 0.121 0.563 0.532
0.3020 432.70 1.181 0.181 0.599 0.551
0.4020 460.13 1.256 0.256 0.637 0.567

%87 ym
B 06 .__‘_;.:_________‘4
T
e 0.4 Than
2
0 . { T ; .
0 0.1 0.2 0.3 04 05
Asdndu (grdl)

[ ] ar A
51 4.20 neANFTLSIENIN 1, WAL N, AuAudnTulatasazane PDLLA Y
{Fannnisdaasiest 7 130 °C ifiwiean 9 1.4, Tnald Sn(Oct), =0.05% ugiain

[ 2/ A o
araeaealsvain Anududu 0.1-0.4 g/dl Ngauumgil 25 °C
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PDLLA Rlsannnrsdamszit # 130 °C fluaan 9 1.u. Taeld sn(Oct), =0.05% Hen

Intrinsic viscosity ; [n] = 0.51

FANFNNT

- 0.77
[N] = 221x 10° M

v

frathy My = 23,000

= <l Y «l =l [~
7afl 3 wedAnuaauanRanaaTildainnisdaassd # 130 °C Whiean 12 1.

Taeld Sn(Oct),=0.05%

A1519 4.15 FayaAranuviinlumansite < 989 POLLA Rildaannisdaasied 11 130 °C
Wuan 12 1.8 Tneld Sn(Oct), =0.05% twsiviazanemsalsain Ay

Wndu 0.1-04 gat Aanuunf 25 °C

Aruutindu ; | Flow time ;t n, N N M
C (g/dt) { sec.) (dl.g™ (dl.g™
0 367.99 - - - -
0.1008 395.53 1.075 0.075 0.744 0.717
0.2132 425.26 1.156 0.156 0.732 .0.680
0.3012 451.87 - 1.228 0.228 0.757 0.682
0.4112 483.05 1.313 0.313 0.761 0.662
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91 -
Neeg
:6:) 0.8 = Py —9
§ -—-r_.\.\—.
06 -
E ninh
| =
g 0.4 -
2
c 0.2
0 T T T T |
0 0.1 0.2 03 04 0.5
AMNEINGY (g/dl)

gU 421 newmuduRusIEmdne 1, uezn,, fuarsidudusesansazae PDLLA T
Idanmsdaasnzd # 130 °C hanan 12 1.0, Teald Sn(Oct), =0.05% lusan

azarapaalavafn aoudindu 0.1-0.4 g/dl Ranmgil 25°C

PDLLA #ildiannisdumszsd # 130 °C (flunan 12 9.4, Taeld Sn(Oct), =0.05% Hien

Intrinsic viscosity ;[n] = 0.73

AMNANNIT

077
[N] = 221x 10" M

v

Bratiig My = 37,000
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=§ - o, ar = .
0% 4 WaRRLaRLARRALREA Flannnasduased A 130 °C 1Twaan 18 1.
Tmeild Sn(Oct),=0.05%

3 , : Py e A
A1919 4.16 dayarranuniialumensing 4 989 POLLA fildannisdansed #1130 °C
fhaaan 18 9.4 Taalld Sn(Oct), =0.05% lusazaruaaalswain  Annx

indu 0.1-0.4 g/l Feund 25°C

AN ; | Flow time;t] Mo Mg Ninn
C (g/di) ( sec.) (dl.g™) (dl.g™
0 369.05 - - - -
0.1044 394.99 1.070 0.070 0.670 0.648
0.2060 422.80 1.146 0.146 0.709 0.662
0.3016 45113 1.222 0.222 0.736 0.665
0.4012 482.91 1.309 0.308 0.770 0.671

1 A
Mg
08
=4 .______.;_—.—_'—’_l“ﬁ
< 06
E rlinh
2 04 7
3
g 0.2 -
0 T T T T 1
0 01 02 0.3 0.4 0.5
Aanudindiu(g/dl)

[ o 1 o 2 8 nf

51 4.22 naANNANTUTTININ 1), WRT M, NUAMNTNAUIBIATAZAE PDLLA Y
2 rA o 3 o
hannnasdaasnzed § 130 °C hivaan 18 1.4, Taeld Sn(Oct), = 0.05% lusia

o . ", a
Mazanzasalsnasu Aradindy 0.1-04 g/dl hanmail 25 °C
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PDLLA fildiaannsdansized #1130 °C Wutasn 18 9.3, Taeld sn(Oct), = 0.05% Ten

Intrinsic viscosity;[m] = 0.64

FINANNIT

077
[N] = 221x 10° M,

AU My = 31,000

= act a [ ar
%N 5 wadRwasusainLadafildainnisdaasizid # 130 °C ifhuean 24 4.
Tnelld Sn(Oct),=0.05%

m1519 4.17 dayadnauniinlumansie - 284 PDLLA Rldainnsdaaszid # 130 °C
dhaen 24 9.4 Taeld Sn(Oct), =0.05% Tusvinarauaaalsvain Aanu

wudu 0.1-0.4 gidi RanmgR 25°C

AN ; | Flow time ;t N, e Neng MNon
C (g/dl) (sec.) | (dl.g”) (dl.g’)

0 366.98 - - - -
0.1028 384.83 1.049 0.409 0.477 0.465
0.2052 401.24 1.093 0.093 0.453 0.433
0.3156 419.54 1.143 0.143 0.453 10.423
0.4096 441.88 1204 0.204 0.498 0.453




77

06 -
Neeo
o 05 7 L)
T hé::?_.\.
g 04 4 -
= .
- 0.3 Tlmh
c
F 0.2 4
=
0.1 4
0 T T T ;i !
0 0.1 02 0.3 04 0.5
AN (g/dl)

1
o

7u 423 pewlanuduiusrondng i, uwaz n, fuanududuresarsazane POLLA 7
I#annasdaasi # 130 °C Whaaan 24 1.0, Tneld sn(Oct), =0.05% Tusa

vnazanaasslavedn anudndy 0.1-04 gidl figoumgdl 25°C

PDLLA fildannnisdansnsi 71130 °C fhuiaan 24 1.0, Taeld sn(Oct), = 0.05% e

Intrinsic viscosity ;{n] = 0.46

[INAKNUAT

077
[N] = 221x 10" M,

At My = 20,000
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40 6 waRAnuaauanRAwadnfildaInn1sdaaszd i 160 °C 1ihuean 3 ..
Taelld Sn(Oct),=0.05%

] ' i « o
A191 4.18 dayadranuniinlumansing - 989 POLLA fildainnsdaasisd #1160 °C
Whaaan 3 1.0 Teeld Sn(Oct), =0.05% lusvinaraamaalsvein A

windiu 0.1-0.4 g/dl Pgruugst 25°C

AN ; | Flow time ;t n, T Neeg Mien
C (g/dl) (sec.) (dlg”) (dl.g™)
0 352.38 - - - -
0.1084 381.29 1.082 0.082 0.756 0.727
0.2092 410.32 1.164 0.164 0.784 0.726
0.3076 440,23 1.249 0.249 0.809 0.723
0.4096 472.20 1.340 0.340 0.830 0.715
1 -y
3 09 A Mrea
g
= 08 .//
g o7 A
_.‘é nlnh
f=n 06 -
0.5 T T T T 1
0 0.1 0.2 03 0.4 0.5
A (grd)

[ -y 1 o l?-‘
gU 4.24 nelanuduiufssudng n,, uazn,, namududuresaisazate PDLLA T

Ifannisdaaszi 1 160 °C (s 3. Taeld Sn(Oct), = 0.05% Tuéa

wiazaraaaslsvedu Araidudy 0.1-04 g/dl hgnagil 25 °C
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PDLLA #ildannn1sdaiaszed #i 160 °C Whuaan 3 4.4, Taeild sn(Oct), = 0.05% e

Intrinsic viscosity;[11] = 0.73

FINANNT

077
[M] = 221x 10" M,

ety My = 37,000

4nfl 7 wadAweauaaRawadadildannedaased # 160 °C Wluaan 6 .
Taeld Sn(Oct),=0.05%

A998 4.19 dayarranumnilalumansing q 989 PDLLA Rildannisdanssd 7160 °C
et 6 2.4, Tnald Sn(Oct), =0.06% lusainazaruasalsvaiu Ay

windu 0.1-04 g/dl Haoumpll 25°C

AL ; | Flow time ;t n, L N Non
C (g/dl) (sec.) (dtg™) (dl.g™)

0 352.35 - - - -
0.1016 385.06 1.093 0.093 0.915 0.875
0.2100 422.81 1.200 0.200 0.952 0.868
0.3000 455.16 1.292 0.292 0.973 10.854
0.4068 498.10 1.414 0.414 1.018 0.852
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15
B 13-
@ Neea
£ 1.1
. “‘_—‘_‘,,,_..——'—4/—. -~ u
g 09 -
g? 0.7 - Nian
05 T T T T |
0 0.1 02 0.3 04 0.5
A dindu (grdl)

g1l 425 neAadTLETININ 1, uaz T, AuAondiduressnsazaty PDLLA #
1¥annnsdaaniedt 7 160 °C iuaan 6 4.4, Taeld Sn(Oct), =0.05% Tusia

fnazansaaisiedy anududu 0.1-0.4 gidl igumgil 25°C

A b 24 o 2 )
PDLLA fil#annnsdaiasz 7 160 °C hwaan 6 1.4, taeld Sn(Oct), = 0.05% i1

Intrinsic viscosity ; [n] = 0.88

FIN/UNIT

077
[M] = 221x 107 M,

a1l My = 47,000
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ot a = [ '
4242 waAnwaawaafauaianlaainnisdaaseiluszavainalug

<l o a = or <l
4ol 1 wadRueauanfnwaafiliannsdaased # 130 °C 1Tl 9 1.u.

el

L3

4 Sn(Oct),=0.05%

] ] nl L8 nj
Ase 4.20 dayaranuvilalumansing o 199 POLLA ildannisdaeszd # 130 °C

k4 Gj =
WHIW 0.1-0.4 g/dl ngnuund 25 °C

flwaan 9 2.4 Tneld Sn(Oct), = 0.05% lusiainazaapaalsdeiy A

arMudindy ; | Flow time ;t n, N Moo Nt
C (g/dl) (sec.) (dl.g’) (dl.g™)
0 367.08 - - - -
0.1080 510.32 1.390 0.380 | 3.611 - 3.049
0.2044 691.09 1.883 0.883 4.320 3.086
0.3004 881.85 2.402 1.402 4.667 2.917
0.4112 1175.52 3.202 2.202 5.355 2.830

nred uae 1]inh (dllg)

Nrea

6.1

0.2 0.3

Arudiudu(grdl)

0.4

0.5

g1l 426 nsAIEENTLSIININ 1, WaE T, AUANENTUTRETAzAY PDLLA #

Wannmsfaagnzst 7 130 °C Wlnan 9 1.4, Taeild Sn(Oct), =0.05% Tuda

4 & 2 W ﬂa‘ [
AazaeAaslsady ANTw 0.1 -0.4 g/dl NgMQA 25 °C
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POLLA #l#annmsfanseid 71 130 °C ilwan 9 .. Taeld Sn(Oct), = 0.05% e

Intrinsic viscosity ;[n] = 3.10

INQUNT

077
(] = 221x 107 M,

A My = 240,000

) a o ol ar ]
AN 2 wadnuaauanfauadailaainmsdaasedt # 130 °C fluiean 18 1.,

Tael4d Sn(Oct),=0.05%

'. \ ) ‘J 1
AT 4.21 dayadrnuniinluimensine 4 189 PDLLA fldaannisdaiased 71 130 °C
thaean 18 2.4, Taeld Sn(Oct), =0.05% Tusinazanaaaalswain A

uiudu 0.1-0.4 g/dl Aigaumnd 25°C

AMdiudu ; | Flow time ;t n, Neo Nrea I
C{g/dl) | (sec) (dtg™ (d.g™

0 369.76 - - - -
0.1040 514.03 1.390 0.390 3.750 3.160
0.2052 693.06 1.874 0.874 4.259 3.061
0.3008 892.99 2.415 1.415 4,704 - 2.931
0.4176 1175.96 3.180 2.180:: 5.220 2770




83

6 7 Nrea
5 -
o
T 47
ER
8
= 2 - Ninn
2
e 4
0 T T T ] |
0 0.1 0.2 03 0.4 0.5
anRdNgu (g/dl)

g1l 4.27 naAnuduiusazudne , wez n,, fusndidusesansazate PDLLA #
IAannnsdaasest 7 130 °C dhaan 18 1.4, 1aeld Sn(Oct), =0.05% sy

wazanzanalsdaii Arandudu 0.1 -0.4 gidl aumgii 25 °C

PDLLA #ldannnisdaamezd #1130 °C waan 18 9.0 Taeld Sn(Oct), = 0.05% HAn

Intrinsic viscosity; [nn] = 3.30

RMNAUNTT

4 =077
[N] = 221x 10" M,

Aat M, = 260,000
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gafl 3 waliuasusnRruaiaitldannsdaased A 130 °c fluiean 24 1.0,
o &
Tmeld Sn(Oct), =0.05% (NAFBIATIA 1)

A919 4.22 dayadirnumilalumansin 4 989 PDLLA Aildainnisdaasizid 71 130 °C

haean 24 1.4, Taald Sn(Oct), =0.05% usiniazataaaalsvafn A

udu 0.2-0.8 g/dl Ramnd 25 °C

AHNd ; | Flow time ;t n, e Nreg N
C (g/d) (sec.) (di.g™ (dl.g™)
0 366.38 - - - -
0.2008 470.32 1.238 0.238 1.414 1.245
0.4376 601.28 1.641 0.641 1.465 1.132
0.6192 733.38 2.002 1.002 1.618 1.121
0.8036 8758.81 2.399 1.399 1.741 1.089

¢ nred
§ 1.5 ®
z
:.E
33 L
& MNion
B
= 05
0 T T T 1
02 04 06 1
Ao u Lindiu (g/dl)

gu 4.28 navanuduiusssnd n,, wez N, uAudnduraeisazany PDLLA W

=

IFannnnsdaased 7 130 °C fluiann 24 1.3, neld Sn(Oct), =0.05% lush

finazansanelvtefu ponidudu 0.2-0.8 g/dl igrawgfl 25 °C
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a‘ 2 a =J $r ) oy
PDLLA Aldannisdaiasazt 71 130 °C fhuaan 24 1.0, Taeld Sn(Oct), = 0.05% Hein

Intrinsic viscosity ;[n1 = 1.27

INANNIT

077
[N = 221x 107 M

v

Aty My = 76,000

= ry N () s .
10?1 3 wadpuasuarRALealfanmeRaRmE 7 130 °C Hhuean 24 g,
[y &
Taelld Sn(Oct), =0.05% (W ARBITNIASIT 2)

A19N 4.23 dayadinaumiinlunensite 4 289 POLLA #lfannisdaasisyd # 130 °C
\haaan 24 1.0 Tnald Sn(Oct), =0.05% Tusiavnazaanaalsnadu A
adi 0.2-0.8 g/l NenamnR 25 °C

Ay ; | Flow time ;t n, e MNres i
C (g/dl) (sec.) (dig™) (dl.g™

0 367.09 - - - -
0.2352 484.88 1.321 0.321 1.365 1.184
0.4320 592.00 1.613 0.613 1.419 1107
0.6452 762.01 2.076 1.076 1.668 1.132
0.8016 870.24 |  2.371 1.371 1.710 1.077
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2 - Nrea
B 151 >
z
£ 14
33 ninh
&
B 05 -
o
0 1 1 1 I 1
0 0.2 0.4 06 08 1
amudindiu (grdh)

'
a

gU 429 nsArndiiugsendng i, war n, furidnduIseasaray PDLLA
hannedamszid # 130 °C luaan 24 1.u. Taeld Sn(Oct), =0.05% Tusn

o [y =‘ =
Mazaeaaalsieiy Anadudu 0.2-0.8 g/dl figuugd 25 °C

PDLLA #ildannmsduaszi # 130 °C haiaen 24 2.4 Taeld Sn(Oct), =0.05% fien

Intrinsic viscosity; [n1] = 1.19

FINANNTT
“ __ 077
M1 = 221x 10" M

v

A9t M, = 70,000



87

ga?l 3 naRAuaawaRRAnadaTldaNnIsRaATIEY A1 130 °C 1Tluiaan 24 .
2 ¥y &
Tmeld Sn(Oct), =0.05% (nasasdIAsen 3)

R1519 4.24 dayarinauuiintuinessing 4 289 PDLLA Wildannisdansizd 7 130 °C

Whiaan 24 4.4, Taeld Sn(Oct), =0.05% lusiniazanaraalsnaiy Aoan

Windw 0.2-0.8 g/di

]
ol

gouunil 25°C

ALdiuds ; | Flow time ;t n, Ny Nees M
C (g/dl) (sec.) (dig™ (dlg™
0 367.30 - - - -
0.2021 472.15 1.285 0.285 1.410 1.241
0.4230 597.96 1.628 0.628 1.485 1.152
0.6100 711.18 1.936 0.936 1.534 1.083
0.8064 803.33 2.187 1.187 1.472 0.970

2 -

Nrea

)
5 157
=
3 17
g rlinh
B
= 05

0 T T T T

0 02 0.4 06 0.8
ANty (g/dl)

g 4.30 nodaRdITuSIIudN N, e, fusudnduIaairazane PDLLA R

1
=

IHannnisdaaszd A 130 °C hanan 24 1.0, Taeld Sn(Oct), =0.05% lusia

avartrsalsnain arwidudi 02-0.8 gdl Agoumgll 25°C




88

PDLLA #il#annnisdaiasaed 91 130 °C luiaan 24 4.4, Taeld Sn(Oct), =0.05% e

Intrinsic viscosity ;[n] = 1.345

RINANNIT

077
[N] = 221x 10° M

Vv
AT My = 82,000

o oo a v s ar - =l
Haf 4 wadhuaruaadinuadafilaarnnisdaaset 9 160 °C Wuan 3 1.
Taeld Sn(Oct),=0.05%

: . | e d
A1979 4.25 dayadtaninnilalumensing ) 1ae POLLA fildainnsdansizd #1160 °C
e 3 9.4 Taald Sn(Oct), =0.05% Tufminazaeasalsnaiy A

wudu 0.1-04 g/dl figoumgi 25°C

ALY ; | Flow time ;t n, T Nred Mion
C (grdi) (sec.) (dl.g™ (dig™

0 353.52 - - - -
0.1060 448.20 1.268 0.268 2.528 2.240
0.2040 488.54 1.382 0.382 1.873 1.586
0.3116 687.36 1.944 0.944 3.030 2.133
0.4144 808.02 2.286 1.286 3.103 - 1.995
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4 —y
nred
=
T 3
:.'E
¥ 2
&
E nlnh
=4 -
0 T T T T 1
0 0.1 0.2 0.3 04 0.5
ANKENU(g/dl

g 431 nswlawdiufazndng v, uaz 1, furcsdiduzesansazans PDLLA R
Fannnasdaasest # 160 °C (Juan 3 9.0, Taeld Sn(Oct), =0.05% ukava

azartasalsaiin ansdindu 0.1-0.4 g/idl figomall 25°C

ﬂil b 73 L8 A:J < 9 ]
PDLLA RlFarnnisdaasiet #1160 °C fluiaan 3 1.4 laeld Sn(Oct), =0.05% A1
Intrinsic viscosity ;[n] = 2.33

AINANNT

. 6.77
[(M] = 221x 10° M

A

ety My = 168,000
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P ool o o ot P
40 5 wadnuweauaARawadafilaannisdaase A 180 °C Whutaan 12 4.,
&
Tneld Sn(Oct), =0.05% (nArasATIN 1)

] 1 A a i
A5 4.26 FayaAranumilnlumansiie ) 289 PDLLA Rldannisdaaszy #1180 °C
huan 12 1.3, Ineld Sn(Oct), =0.05% lusannazatuaaalsnasy o

windn 0.2-0.8 gidl Ramuugil 25 °C

Anudid ;| Flow time ;t | up MNsp Nrea Mian
C (g/d) (sec) (dl.g™ (di.g™
0 367.07 - - - -
0.2104 431.14 1.174 0.174 0.827 0.762
0.4100 494.88 1.348 0.348 0.849 0.728
0.6036 559.34 1.524 0.524 0.868 0.698
0.8084 642.38 1.750 0.750 0.928 0.692

2 —
%“3 15 -
£ Nrea
[=a 1 -
23
8 p—t—
:E 0.5 1 rlmh
0 T T T T |
0 02 04 068 08 1
Ao udisdin (grdl)

g1 4.32 nemanadiugaening ., waz n,, fuaudniuaessiravane POLLAT
THannnsdaasest # 180 °C (haan 12 1.4 Taald sn(Oct), =0.05% s

Bazareaaalivafy mnududu 0.2-08 g/idl Igauugil 25 °C
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PDLLA #ilsannasdaamat 71180 °C lwaan 12 1., Tnald Sn(Oct), =0.05% Hien

Intrinsic viscosity ;[n] = 0.78

FINANNT

077
[(N] = 221x 10" M

v

AU My = 40,000

= a <l ar <
0% 5 waRnuasuanfauadnfilaainnisdansizid A1 180 °C Tiuaan 12 4.4,

Tneld sn(oct), =0.05% (nanasinased 2)

A9 4.27 deyadianamilalumensiig 4 929 PDLLA Wildannsdaased # 180 °C
dhitasn 12 9.4, Tneld sn(Oct), =0.05% Tusiavinazaneraalswaiu Ay

indu 0.2-0.8 g/dl Ngouug 25°C

AMLENdY ; | Flow time ;t . Nep MNreg Ninn
C {(g/dl) (sec.) (di.g") (dl.g“)

0 367.05 - - - -
0.2012 423.58 1.154 0.154 0.765 0.712
0.4192 504.88 1.376 0.376 0.897 0.761
0.6660 606.86 1.653 - 0.653 0.980 - 0.755
0.8044 642.20 1.750 0.750 0.932 0.696
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1.2 7
Nrea
— 1 1 ®
2 - .
€ 06 -
Y ' Tion
&
= 04 7
—
0.2 1
0 T 1 T T 1
0 0.2 0.4 06 0.8 1
AN (g/d1)

1
=

g 4.33 newArNANTUSTENIN 1 w8 1, MuANiNTuIasaNsazate PDLLA ¥
Wannisdarazt 7 180 °C e 12 1.4 Taeld Sn(Oct), =0.05% luss
vinarawasalimedi Anududu 02-08 g/dl Aignugl 25 °C

PDLLA #lgaannnsfansied 7 180 °C fluaan 12 2.5 Taeld Sn(Oct), =0.05% fien

Intrinsic viscosity;[n] = 0.73

FANANNT
4 077
[N] = 221x 10° M,
AL M, = 37,000
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= o cn o Y o o
4AN 5 waammmmnmnLtaﬁmﬁ'l,mmnn'lsmmﬁw ‘7‘1 180 °C ﬁ]unm 12 4.\
o . ¥ &
Tagld Sn(Oct), =0.05% (NARBITIATIN 3)

M99 4.28 dayadirnuniialumensne q 989 PDLLA Aildannisdansnzyd #1180 °C
\Whitaan 12 4.3, Taerld Sn(Oct), =0.05% lusinfinasateanalsnaia A

[T - .
WNg 0.2-0.8 g/dl ﬂfqmngu 25°C

A tdindY ; | Flow time ;t 1, M, e Nin
C (g/dl) (sec.) (dl.g™ (dl.g™
0 366.97 - - - -
0.2324 433.12 1.180 0.180 0.774 0.712
0.4316 502.56 1.369 0.369 0.855 0.728
0.6204 577.99 1.575 0.575 0.927 0.732
0.8056 655.35 1.786 0.786 0.976 0.720

1.2
e LLP
g
& 0'8'".,4:/_:/:/:
g 061 Nin
£ 04
0.2
0 T T T T |
0 02 0.4 0.6 08 1
Aarudintu(g/d)

LY 1 ar 9 :.-J

g1 4.34 newlannduiusioudng n, uez v, fuAudniuleaisazate PDLLA #
b 4'4 [ 173 .3
Faannisdaiased 9 180 °C luiaan 12 1.4, Taald Sn(Oct), =0.05% Tusia

o ez =
nazaAaalsvaiy Adudndu 0.2-0.8 g/dl hemuunl 25°C
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A & a Ai I
PDLLA #ildannisdansedt # 180 °C ifluiaan 12 1.4, Ineld Sn(Oct), =0.05% ilAn

Intrinsic viscosity ; [n] = 0.705

FINANNIT

077
[N] = 221x 10° M

v
A9ty My = 35,000

lumenasamdwinluianaaee PDLLASTK uaz PDLLATEK lmewalla dilute -
v 1 1 v {
solution viscometry Ifiansneaasiiiastings 3 A% avnlawinluanaae

HAAINARAIANTIY 4.29

A1579 4.29 Awinluianaladeees PDLLASTK was POLLATEK

1Hnranednas M, My 123t

40,000
PDLLA37K | 37,000 37,000
' 35,000

76,000
PDLLA76K 70,000 76,000
82,000

4.3 niswAsaNAaallsundu

=y e ar t A o &; o
Tuudse ludratnseniitiund Ae aseldsundu nissanaaalusunduiiu vinld

Tnannsanarsellsunduaineaslilsndulalaspaslsd ( Chlorpromazine . HCI) [37]
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431 28n15@nm

n) Tuiwinaaaldsuniu lalasraelss 100 mg azanelu 1 M NaOH 6 mi 4

R

ﬂﬁ“‘?m nfinTuRe

CH2CHQCH2N(CH3 CHQCHQCHQN CH3
@: ©/H01 + NaOH —»@I ©/ +NaCl + H20
Chlorpromazine. HCI Chlorpromazine

1) mnsanananasallsutduaingisazans NaOH laenisifuediau aaelsd
atl 10 mi FeuiFau ﬂa'a‘lm'aqmma"mﬂﬂaaiﬂmﬁmmm*i’w'lﬂmﬂu"ﬁ'umm WERY
aalss Larmanisunansazarsludeuiiivifussinisadalae st duraslsfinan 2

afs pfiaz 10 mi gunsaimsanauanslilugyl 4.35

Separating funnel

Aqueous phase

(NaOH + H,0)

-— Organic phase
(Chlorpromazine in CH,Cl,)

s 4.35 gunsainsaimnuenaaeluaniy
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) tharazasnsellsnduluioinsrananiay paslaiundy Tnfaudams
uawlamda ( Na,SO, anhydrous ) Lﬁﬂﬁﬂma‘ﬁﬁmﬁﬂﬁmwmmﬁﬂﬂgi udorinlunsacuas
vnmsszmelandiau asslsfeeny Tasmssiall water bath fgnumgdl 45 °C ali
AnaTsnFudaidnnsihusewddunanvites S lunmeiuiuszlignuas
s lfiulusdewe Sgeuannia

Fmamasesaimnieazranfuuneetsnduild o vield) nassuafaRng

4.30

4. .
A58 4.30 Bnneselysuntu Aadaldann asslilsunduwlainsnaslss

Vi R Vgl 3unnd
n%ai | peelusunBu lomaelss | Anellanu paallsndu | %Yield
(@ pumnuf @) | W ()
1 0.1027 0.0922 0.0841 91.2
2 0.1012 0.0908 0.0847 93.3
3 0.1051 0.0943 0.0901 95.5
e 93.3

<

ool =l

R NHuga i naannnsainaas T sunBulae3ai e s uasananlE
4 O
Tnaafeufawiafiy 93.3
o ) A -3 [ k] s £ :’l
afuaaallsundunasi U ld lunnswdan b insa e fusuned e iy axpises

Ara s TS 1000 mg

43.2 mensamilasairasraalsinduiiannls  laematinaunsusagin-
Tnsalail

Wwnsallnnfunridiesilinasunefivigl 436 Weusudussaaninpiy
ddenesnsallsnGusopl 4.37 uwsrAruMuIBTeBUNTIRRILING R LARIAIFI T
4.31 |



% Transmitiance

84.00
82.00
80.00

0.
78.
74.
2.
0.
69.
&5,
64,
62.
60.
$a.

56.00

|
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0o
00
00
)
00 -
00 3
60 3

snpleanfogalagptogglye

alassl

00 3
ooé
06
ooé

" 1800.0

< ot 4 o
g 436 Burusmalnaiunesrselsnduilfannsaris

v————
1600.¢

—y—
1400.0

" 1200.0

oy
100¢0.0

Wave number (em™)

" 800.0

L)
§00.0

100Chln:u'pmmazim: Phase: 5% wiv solution i chioroform  Thickness: 0.1mm
1
8of-— \'\’__\ P | S ..
1. | |
40
i
20 | |
1028
1601
0
2000 1800 1600 1400 1200 1000

gl 4.37 Fudsummaninniudwdmeansallsaniu[3s]

Wave number (cm'™)
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- o A ar
A1519 4.31 AnununtTasdurssaaiinaurasaseTlsundunaisa e

TUADINTAY

( Vibration Assignment)

A []
ANTNDTRINTAL

(cm™)

-C = C ring stretching

= C -H out of plane bending
-CH,

C - N stretching

1,600 uazr 1,475
850 -730
1,400
1,075~ 1,025

sndursusagninniuaasasallnnduildainmeais wudilidimaganauuss

gaamyiarduy ludwanuiinssiuiugussasiinafuddeaesnaallsndu Aal

] L4 T
anusaiudulidnansnaialitudunasllsandunigaslanaiwilu

?HQCHQCHQN(CH3)2
N : Al
: S
" Chlorpromazine

4.3.3 nsnw ANRBNLMAURIARDIUTHTEY

a - |
nsnssiqauasumatras aseilanndulaeldiAtes Electrothermal

Melting Point
R 4 ANABNIMAT Chlorpromazine
(°c)
1 54 - 57
2 | 54 - 57

3 54 - 58
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lunngeijaaslisindu HaArqanasuracatiludes 56 -58 °c [36]
s o .
RINUANSIATIZI WdasqanaaNarenAsalilsnidy Aldannisadiaann

.3 A o’ 1 W ar
raaltsurdulalasaneled dieeudunimgul wodregludalndqiu

4.4 nsAnwIAMTazaaraInatilsiBuluAaazang dissolution medium
4.41 nswAseN Dissolution medium

Dissolution medium ld'd1ufuid ufavitazatelunisAnminisdantdas
chlorpromazine /1N Tulnsaias é\i dissolution medium HIENAIN 4 dauaed 95%
ethanot 11 6 42u1@9 phosphate buffer pH = 7.0 uazlfu pH 1flu 7.0

NNLATEN Phosphate buffer 0.2 M pH = 7.0 LAFEINATN anhydrous disodium
hydrogen phosphate, Na,HPO, (sait) iy sodium dihydrogen phosphate 2-hydrate,

NaH,PO,.2H,0 (acid) RAZATUATIRINANNTTU2Y Handerson — Hasselbach [53)

[salt]
pH = pKa-log (4.2)
{acid]
[Na,HPO,]
pH = pKa+log 2 4 (4.3)

[NaH,PO, *2H,0]

waran Handbook of chemistry and physics [53] pKa =7.20
RINNIANINUNISETEN Phosphate buffer 0.2 M pH 7.0 1 Na,HPO, 10.9877 nix ua

NaH,PO,.2H,0 19.1268 niu azaeluindu 1 §as
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44.2 Ansacaranadnfaatlsindulunainasane dissolution medium

wAsazarntanselLlsnulufviiazany dissolution medium WeRazinluld
TunsdiuaniBunnmes dissolution medium AFesldAnE Ay Slns Fafaeinlfrruy
11 sink condition

innmansslneitamaeanaaasiel dissolution medium 2 mi gulu water bath
aumnil 37°C wAade Winasallsunduadll lusiinazate dissolution medium au

0‘1 Al ar R ] %’ o’
NIZYRATACANHANAT WVEANITNARDY N1 5 FA NANITNANDIULAAIAIATITN 4.32

A9 4.32 uansAnmAInsazatagagaresraa ity udaiaazans

dissoiution medium

B sRazaie LN
Sy Uinnu .
Y - . AR UFINIRZANY
AT AaalUsunTu aaalUsuITY
. 4 2 ml dissolution medium
BHEY (g) tvaa (g)
(g/2 mi)
i 0.0358 0.0248 0.0110
2 0.0519 0.0232 0.0287
3 0.0316 0.0179 0.0137
4 0.0650 0.0460 0.0190
5 0.0422 0.0247 0.0175
Lﬂgﬂ 0.0180

Anraransgegaradpsallsndulusioinasate dissoiution medium afawiaiy
0.0090 g/ml



