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3.1 manil mIedile uazgilnyal

3.1.1 Msail

mamiinlFlunsneasy urasluaisa sl

A p o Y4 e 8 a a
MW 3.1 FOMITAY VM ﬂ’J‘lSJ‘lJi'?mﬁ llﬁgnﬁ'ﬂ‘ﬂﬂﬂﬁﬂﬁqﬂﬂu

a1sinl wihi AmuSani UsHNHAR

ASAUBA(H-IAAAR asaadu 88% Carlo Erba
(L(+)-lactic acid)
AsA Inanaan ardadu 99% Fluka
(glvcolic acid)
wodieTaulnanea FI5nFAcn | nsadwmiues | Fluka
(poly (ethylene glycol) ; 1-\/_In = ﬂﬁ‘ﬁﬁmi

200, 4000 and 5600)
nyans1 Ingdu Faldiin ausalfnase 98% Hopkin& Williams
(p-toluene sulphonic acid)
ueud il lnsoonlod dusalfasm 99% BDH
(antimony trioxide)
aumiaeanTnen ansalgnsen 95% Sigma

(stannous octoate)
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arsindl wriil arwuSani uSHingwan

Tngou amazay nFAd MY ICI
(toluene) NPT
10FaozHian fvhazay . INTATINIL E. Merck
(ethyl acetate) | NI
ana Tsvledu ivazang nsadmsy E. Merck
(chloroform) 913
Twuna@oulalasouwmuan | @swasgd 99.8% Ajax
(potassium hydrogen phthalate) ‘1J§1I {]ﬁ .

| TwAeow'loasonlyd Tnumsun - 98.0% EKA
{(sodium hydroxide) L
WETUDN #ihazate insadmiy Carlo Erba
{methanol) N9
axdanueu'lalaia acetylating 98.0% BDH
(acetic anhydride) reagent
Tnsau acetylating 99.0% APS
(pyridine) reagent
©Pu-fafia weanesed flfuanm 99.5% BDH
(n-butyl alcohol)
Husrsau duAIAmef - E. Merck
{phenolphthalein)
BudlmBTHAY . Bufiwes - E. Merck
(mixed-indicator; 0.1% cresol red
:0,1% thymol blue = 1:3)
uaalEounne 154 miaﬂmm‘f‘:u insadmiy E. Merck
{calcium chloride) ﬁ’mﬂﬁﬁﬁ ng
Tuafnand $nvuim 3 A AsgARIITY nsadmiy Aldrich
(molecular sieves 3 A ) Wealiianis
Fanuea msmmm%u nIadmiy E. Merck
(silica gel) ﬁﬂiﬂﬁﬁaﬂﬁ




3.1.2 w3esdionazgilnyal

A = el <2 sy a = d o a
lﬂiﬂﬁllEltlﬂzﬁl‘l]ﬂﬁ'iu‘lfl‘lmuﬂ'l‘J'ﬁﬂ‘H']?fll‘l.lﬂ URZANHUSMWIZVIINDAUNDT HRIUMNT

¥
nanesd uaaIlumse 32

8!

ms193.2 Foewdesiteuazgilnsel uSindnia uazgu

msoaiounzginrol TERHY Ju

Wiesnswaesu-sudsusaminTasiined Nicolet 510
(Fouriertransform-infrared (FT-IR) spectrometer)
avidersuSranunuiiunaeiiines Perkin-Elmer DSC 7
(Differential Scanning Calorimeter)
mef Tunsimasnuew laiwes Perkin-Elmer TGA7
(Thermogravimetric Analyser)
Tdsaeu-Busuerd milalasiimed aawid 60 MHz Hitachi R-1500
(60 MHz 'H-NMR Spectrometer)
Tsmou-Buduery mialasimes aawd 300 MHz Bruker DPX 300
(300 MHz 'H-NMR Spectrometer)
mfueu 13-Buduerd ailalasimes aawd  Bruker DPX 300
300 MHz (300 MHz “C-NMR Spectrometer) |
wamesiesu s Tnns il Waters 150-CV
{Gel Permeation Chromatography)
mFesdnTnfimesszuusaluiandeumsesind Schott-Gerate AVS 300
it 8340 (Automatic Viscometer Measuring System ahd,_ |
Measuring System .Data Printer)

guTadn Jalndimes Schott-Gerate 532 00/0
(Ubbelohde Viscometer)
Tsmisamunenaes Buchi R-114

(Rotary Evaporator)
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#1314 3.2 (A)

inFesileunzalnsal UTHN I
AoUAMA Eyela VO0S-300SD
(Vacuum Oven)
wadanne s gaanma Gallenkamp -
(Vacuum Desiccator)
grovquawdumoldussenaluTasiou Labconco 50004

(Controlled Atmosphere Glove Box)

3.2 msimnaniiliudgns

3.2.1 MIndulngdu

1Y
Tuand3uilld Ingduidludniagais dimfunswisumsazaisyesauauiinesn-

Tnsendi l9iludaswfise mmmﬁﬂﬁu‘%‘qmﬂé’iaan15nﬁuuuuﬁﬁum (siruple distillation)

é ot ar Q'I 1 ) . i T
Fadinadaginsoidegyl 3.1 Taendudigaingil 110 °C  uazlfueniBounae lsdfiussgeglu

1] T [ ] * +
waeadadifugandumehIsganduluszuy  Tngduiinduldsuiu i luradniiussy

Tuafamy swvwm 3 A sewih'hli¥
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calcium chloride

guard tube

cil bath

51 3.1 gunsslidmiunsndunuussTIai32)

322 P15nAMRTARSHAN

= fow] 1 = Qi ot é G - 1
ieFnezdiom feglutenlfiamsfunsadmiumenséh FsiiaruuSani bigs

L]
]
= oot =1

wed i sehnns e TaesFunidudviazasdmsunmsanninlniveweuamey
5 ' v A = 4

(oa-uan InduazInanelad) AnfuTsdesimaszuiunmanduuiqninou TaslHinTeq rotary

evaporator UaAANAeY 3.2 nazdinrsnauiiguugil 50 °c MuldaINAY 300 mbar 1PEABzSiAN

5w a o o { a ' o
finduldveiismSanigs Mlddu 1 NunadnivssyTuedand Fwvums A dewnirhllsd
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; ; o o &
5132 1AT04 rotary evaporator AlFluMsndudihnzawliuiani

ar d
323 msnaunaslsdesu

k4
Ld a

ane Tsvodu #AlFluanisuiiimihfidudnhazawvemetmed  Aeutiunsm
Hunervesmsiliuiamissiincnendunsvinaiinilueg annsandulduqni18Tneld
19394 rotary evaporator mileudufil¥ndueTassFan udse I annzussmsndudeiu Ao
msnduanaTswesuezIFannnii 40°c muldnimdu 400 mbar(33] wazaaeTsrleduiindu'ld

winlifiy B3 luanadniussgTuafimsd dnowe 3 A dewh g
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UV

’ 4
3.3 msweataylnanealiivians

Q

3.3.1 weaesawlnanea hwiinluaga 900 (PEG900)

PEG900 L uzfiuveunarlauaziinnmdndndes vildusqus Wlasmsmida
ﬁm%mm*ﬁuTﬂﬂmﬂﬁmm?ﬂuﬁqmﬂq‘ﬁ 100 °c meldmmdudnlszang 3-5 mmHg G
nm 10 99T msSaegUnsaliansdegy 33 PEG90O Altammiadiniuuasi iy
TuvaadefiussgTumfony Sw a3 A PEGO0O frdumeunsilfuSamiesgninly
ﬁﬂiw:ﬁ’mﬁywrﬁ'n?maqaiﬂaﬁmﬁmﬂzﬁmmjﬂmﬂmfﬁcﬁ Aewi Il umsdunsied

Wodwos

~-€— vacuum pump

thermometer

PEG 900

+

o
a«
[}

oil bath

\ . boiling chip

@

=y

31 3.3 msdagilnsaidmiunmai PEGY00 11T amE

L]
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33.2 wnoeaebaulnanea wiinluaga 4000 (PEG4000)

© PEG4000  Naowziluveaudsiinire  davazdlunsiinneg Svruninadszing
[ U A"’l L] dy g/ . -:;. v g o
2-3 mm WlFuTgnt 1A Taensen laarwiuludeuquyyimainiududl 70 cmHg gungll
@ {1 1 ¥ e o
50 °c e 10 $2lue  PEG4000 fihumseulanandugmi iy Hluvaadswe:
1] ¥ b
i lueadamasiiussidodiadaouea  nminhlinszivuihwin lwagalagdsng

Snszinmjdansansld dewinll1Flunsdunswinedues

3.3.3 weantavlnanea ihniinluana 5600 (PEG5600)

PEG5600 fanmefuveudsiinlsw dnvaziunriuuieg adieiu PEG4000 uail
nnalvginindmies Aefivuia 3-5 mm ﬁﬂv’r’u?qw%ﬂ'lﬁ“lﬂﬂmi'a‘u"lzimm%u‘luﬁﬂuqmumimﬁﬁ
ATNAUAY 70 cmHg aainqii 50 °C dhuaa 10 $aTus PEGS600 ﬁmummn‘ldmm%’{ugn-
il uvadruazinNusadamme ffussadoifadanua smhnildSnsein

3
iminTumnalasiimsmneinmjlaemely dewhllflunsdunszinetimed

= d b LY o A
34 ﬂ'l‘a"J!ﬂ'51Zﬂﬂ1u1ﬂuﬂiﬁllﬁﬂﬁﬂlﬂﬂﬂﬂﬁlf’)ﬁﬁuulﬂﬁﬂi’]ﬂ

3.4.1 msdmnziwylaemeld

- S N . o Aq Vo w Yo W
asaasziingilarsaie 19 (end—group analysis) 1hIsmsnlddmivasinnmimiin
TwagadvveswedmesiinydawlumeldTwana  Tasmsiudwaulumganams

- o ] ] - & :, ar at u’: :’ ar a A
'Jlﬂi'lzﬂﬂ'lﬁl‘l_ﬂﬁ'lﬂﬂ"lﬂi‘]f VPIUBANDINN IV UIHUN muuumunimﬂfgﬂmaﬂﬂm"lﬁ LT GH

9 [3 —_
Tumenvsnimiia TuanamdeTagd 119U (number-average molecular weight, M) [34-36]
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Tagia T msdmmzinmydaeiiudinmsmand szffunuy non-aqueous titration
¥ T )

@19181 1409 volumetrically %38 potentiometrically ) - fiRvIdosfuns lamsnvesaisazars
(=) ld‘. r oy s 4' Y g ] o - = [
asauAvselauAfeglumsazmenediwed emanududuveanymivenda  wiownyle-

= d' L] [] = o oy d”dsﬁ a_ Qs =) Y ol
asania Neglmemeldvesnedwes Tuana AEmsiideidanasdszmsae vminluana
Py v = _ J = o i
yoaneRmes limasquiu M, = 20,000 -30,000 mazarmdes hlumslinazdezanaie
:’ al = 7 o n:%J 4 o o ot :’ ar o 1 1
imiinTuagaveswelwesiiuay  ssninwedmesniiimiin Tuanagesidadiuveany.
1 o 3
tlmetes 18 lannsaasondSinuiigndedldBs37  aniuiiasitunnzdumsilil
o~ 4 P ot ar o or t . 1
‘lﬂ?’smﬂzw'waamﬂiﬁmmnzﬁmnwamua"lmﬂmnmnmnuuu {condensation polymer) ¥
- o - s da d o ° R O i -
wodleamas uagwedm lud AihimiinTuanadr uannniifdfidesiiadus laun msdsauyd-
grufonu Inssaeveanedmesiiu o ldwmnzaunie i Tasmsauy@l¥luanaves

ik [ 1) ) | 4 T

wodwesiffume Tdnsaianua uaz lifinedm ez 1Flunsdunam M, vuffugid 3
1 ] A 1 ] 3 ol zkn' o 9/ oA = ]
nijlmedies 1 wie 2 nydelumgamniu - duitddisuludemaunie sssumnAvemy
Umsnaziuauveanyilnig elvzannsa@enitnsiinsw i ldnansignigndess, 37
‘oo = g4 . S PN yoa e
aruniudunzawgadesludinszidrediidvegiu avanmnieufidavinasdaimin
wodmwed  mawTeumsnnmsdiudTinasuaznis lamsnans durulunsdives acetylation

at

q va & . ot A da ae Y
Al unsein hydroxyl equivalent NANUADIAIAADUNIAAVIAAITHIYAYAN ﬁlﬂ?ﬂﬂfﬂﬂ oz

1 g T Qs 1 4 B3 i T 5
waft Idduegiuanuuaadsszindsmasve st 14luns lamsnifoadartosminiull 7]

342 Mydmsznnfimevesnedesau lnanoa

1 ¥
et g o

=5 t:? Y o = o ] ] = ot
Tunud et laiinsimsizdnmydarseisIdveawediosau lnansa Al
Tumna 900 4000 uay 5600  wajtlmwmeTdfdiunylansenda (bydroxyl end-group) vos

. . e . Aoas o &
PEG 1dTagy acetylation TR0 Pl non-aqueous volumetric titration Fellvunauaal
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3.4.21 TURdUMTNARBY

1. 19500 acetylating reagent ludain) Mflumisazats 4% viv 89 acetic anhydride Hary
il pyridine
) ¥ [

2. Fulwinfiudusy (maAdew 4 Auvus) ved PEG Uszutu 4 nfu lalu screw-top conical
flask U@ 250 ml 91uau 3 lu  uazeTon flask 1la®n 3 TuiAe¥i1 blanks

9

3. Tilan acetylating reagent 25.00 ml a9y flask 14 6 1y udalduvisnuimanns’ly wisy
n’l’ L=
netlarviud

=

4. 10 flask udazTuadlusly waterbath Aomuvigii 95100 °Cdunmr 20 uti Tavdsuly
ienusimdnaueiuaiawe vImhnin fask ﬁmmﬂanmgaﬁq'lﬁ"lﬁ’n?mﬁqmngﬁﬁm

5. slove Mashiias flask udaANEY 10.00ml  90YUAY n-butyl alcohol 10.00ml AL
1A% mixed-indicator (0.1% aqueous cresol red 1 83U KAV 0.1% aqueous thymol blue 3 aau)
inou 6 e ntlamsnansTu flask 7 6 #20A150ZA10  methanolic NaOH 0.5 M
sudlagngd Tavmsazawezldoudnndmdeadiufiiiy

6. #1113 standardize ®158¥1Y methanolic NaOH 0.5 M ﬁ”aﬂmsazmummﬁm potassium
hydrogen phthalate (KEP) 0.25 M Taeldfluermduiudufinmes iefeypsimanzate

veitlAoudein il udvy

3.4.2.2 HANITNANDY

HAMS lAMINTTHINAITAZANY KHP blank PEG900 PEG4000 uaz PEG5600

#1em1502018 methanolic NaOH 0.50 M HAAIAIATTIN 3.3 — 3.8
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@15193.3  #AMI IAMTNIENINaITazay KHP 0.25 M (25.00 ml) blank @Az PEGY00
#I0e1505A10 methanolic NaOH 0.50M  A¥ai 1
A Fnasvesarsazaiy NaOH (ml) il
oAy () MTATENDANOT 1502819 blank asazay KHP
4.0072 25.40 43.75 13.35
4.0011 25.45 43.85 13.30
4.0007 25.45 43.80 13.35

mas  43.80 mi

988 1333 ml

HUWME : AMNYUSUYOIENTALAY methanolic NaOH M&991AN5 standardized #29T1502070

WMIFIU KHP 025 M 19101 0.4689 M

M51934  HANT IAINTENINGITaza1w KHP 0.25 M (25.00 ml) blank 18z PEG900
&10e1705M18 methanolic NaOH 0.50M A¥eft 2
- 3umsUesaITaza1e NaOH (ml) A1
wones (g) - MINLA1INOADT 41502079 blank atsaza KHP
4.0090 27.80 4800 14.60
4.0025 27.85 48.20 14.50
4.0018 27.90 48.10 14.55

My 4810 ml

may 1455 ml

NGNS : AT UTUYBIN1TAZA18 methanolic NaOH 4910115 standardized AI8150201Y

UMMIFIU KHP 0.25 M AL 0.4296 M




@159 3.5 Han1s lamsnseuiealsazals KHP 0.25M (25.00 ml)  blank uag PEG4000 .
#10m1502019 methanolic NaOH 0.50M  Aed 1
dhminues USinasvesaisazaty NaOH (ml) 114
nodwes (g) asarawwedwes | @1sazaln blank g15agang KHP
4.0000 38.65. 42.40 13.30
4.0001 38.65 42.90 13.10
40001 38.70 43.15 13.15

may 4282 ml

mas  13.18  ml

WG : AMMTUTUYBIAIAYAIY methanolic NaOH WAITIANTT standardized AIum1sazaly

WNTTIY KHP 025 M IMAY 04742 M

1514 3.6 wami"lmmmzﬂﬁwmiﬁ::mﬂ KHP 0.25 M (25.00 ml)

¥ v
1991502019 methanolic NaOH 0.50 M A53f1 2

blank UnE PEG4000

dwiinves US1AsveeEsara1s NaOH (mi) 7114

weawas (g) ATALAENDRINDT f15aza1y blank A15AYA1Y KHP
4.0004 43.05 47.65 14,40
4.0018 43.00 47.70 14.35
4.0021 43.00 47.65 14.35

8y 4767 ml

miy 1437 ml

MUIBIMY : ANUNDUTUYDIAI1TAZAY methanolic NaOH AI9INMT standardized AI0MITaTAY

WIANTFIY KHP 025 M WU 04349 M
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1314 3.7 NARS IARSNIEHINAITazale KHP 0.25 M (25.00 ml)

A29A1502818 methanolic NaOH 0.50 M

¥ [
AFe 1

blank uaz PEG5600

siwiinves U3inasvesesaLa1s NaOH (ml) H14

nafwes () asazasweAe; fFazand blank msazaw KHP
40000 38.07 41.00 12,70
4.0000 38.20 41.00 12.70
4,0000 38.25 41.05 12.70

wag  41.02 ml

mAg 1270 ml

wanong : Annnduduresasaza1s methanolic NaOH Wa1910A1S standardized AI8A1302010

1ATEIU KHP 025 M 10y 0.4921 M

M1 3.8 AAATT 1AIATNTENINATAZAY KHP 0.25M (25.00 ml)

¥ [
A10e1502810 methanolic NaOH 0.50 M a¥991 2

blank uaz PEG5600

dwminues Y5115 Y89e1502070 NaOH (ml) #14

WoameT (@ Misazaewenes w1302a178 blank Asazany KHP
4.0002 39.65 42.50 12.85
4.0011 39.60 42,55 12.85
4.0013 39.60 4260 12.85

[mAY 4255 ml

nHg 1285 ml

WINeMa : AMdudUYe A58 methanolic NaOH MA9910715 standardized d20m3ingay

WMTEIU KHP 025 M IAU 0.4864 M
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343 msannasmimiinluagavesneansaylnanea

5
wodteFAu Inaaen ligas Tnseadre diudail

HO—-CH;—CH;—0—]—H

4 - =S A a o’ 1 & o 1 = :' o
S Ug o Y ﬂﬂwmwaamﬂimw (DPn) NIFVTUIUVBIHUIINDG T OU
14

] 3
TasuaazniieNd1nulimn Tuanainy 44
AuyATe

a o 8
1. TulﬁﬂﬁﬂlﬂﬂﬂﬂﬁlﬂﬂilﬂulﬁuﬁN

) 9
2. Twanaveswedmas 3 —OH groups agiilaiuiaaes

o ¥
o as o as - o
V1Y -OH groups IHUA = 2 x -iﬂu‘luiﬂmf}ﬁﬂﬂﬁﬂﬂ‘llﬂsiﬂﬂﬁluﬂi

e

- 3 t o s o A ¥ ~ J aqf
WIRNITTUIVUABUAITVNAAD wn’nﬁmﬂwmﬂgﬂsmmqq INAYU Al

g A A i ~A J
1. acetylation Y839 —-OH end-groups MIHUA Tas acetic anhydride ﬂﬂﬂiﬂ'l‘ﬁ!ﬂﬂﬁlu fo

HC#{
3
HO—ECH;CHz—o— <<= -- —CH; CHy 01—1—}1 + XY

H 3C —-—C%
poly(etiykene giycol) ‘ acetic anhydride
cham erds
acetyltion

H C-—-Cé)

O 0 - 3
H;—E@-ECH;CHZ—O- ------ —CH;-CH;-O 11—8—(:1{3 + 2X(CHCOOH) + Y >

Hac—c%
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1 1
2. laTasladaues acetic anhydride daufimABaNLURATo1 chain-end acetylation faenh  UFATo

da 4 o 4
Apavu dudadi

o)
H;C——C// 0 o o)
Y + H ¥ — 0w v ch—l:l —OH + Y ch--g —OH
HC— -

Yo

diefinsanmsazaely polymer flask Wit
1 Tunves aceficanhydride gnlaTarladdaoth 9218 2 Tuaves aceticacid arfu
by product sznevudae
(1) aceticacid 2X lua %“lﬂﬂf]ﬁ?ﬂ'l chain-end acetylation
@ aceticacid 2y Twa natslaTas'lnd acetic anbydride finAennfasen chain-
end acetylation

¥ 3
o s o

AU U TUaNIHUAYDY aceticacid = 2X + 2Y Tua

3. M3 1ARINIZNIN aceticacid fU standardized NaOH

o :d = . oA

sunauthilums lawsnumnl5unn acetic acid fifioglu polymer flask  unZ blank flask
udnhaah lannms lamsmunSeumoudy iiefinnsan blank flask wuhlsereudeasazay

9 ¥
acetylating reagent  1INAU  n-butyl alcohol Tawilantizmsnansynediumiioulu polymer flask
9 3

saciu lifinedmasiniu daiulu blank flask 92HUTMYB4 acetic acid 1Ay polymer flask
d‘l -, odq 9 J . [] é -
HBINANDAIWBS 1T acetic anhydride daunila I lums acetylate chamn-end

Ufifsenslalas ladluasazae blank dludsaunas

0
Y,
H,c-c/ /0 O
2X +Y) -(;0 + H \H —_— 2(2X+Y)CH3—H—0H
%

17U 1Havee aceticacid 1M blank flask = 20X +Y) Tua
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‘ b
U UTINU0Y acetic acid 14 blank flask  nAI1Y polymer flask  #atiudeldf

NaOH lumsyhlgasendu aceticacid 11nnd1lu polymer flask
¢fheehamamuns

¥ ¥ oy [} H
Tidoyalumsia 3.4 Aldnanmanesniadl 1 ves PEG900 AIod1efi 1 weil

M nues PEGI00

= 40072 ¢
sinasmdovesaisazaiy NaoH N1 lumsniy blank, v, = 4380 ml
PRumsvesmsazany NaoH i lamsndy PEGI0O, V., = 2540 ml
anududurssnsazay standardized NaOH, My, o = 04689 M
&
(o
'
Hydroxyl equivalent = = iwmiinvesednies (@ x 1000
Vitaks (mD) - vsamplc (ml) Myson
1 T 9
unusheie) vz 1é
= 4.0072 g X . 1000
43,80 ml - 2540 ml 0.4689 M

= 464.5 g/mol

. 4'1 1 e o o = q’;’ o P
uaziileenin udaz Tuanaveswedmed I -OH groups ogiilainines fufe
AN g
§1U2U -OHend-groups fiavua = 2 x  SwuTumnanivuaveswedmes
9 ¥
Aatiy wedmesilihminTumna vy
¥

My = 2 x 91U -OHgroups THHUA = 2 x 4645 = 929
24 A A o a T—— 1o
win liansvesnadme lnwdu (DP,) iy

DP, = My = 929 = 21

. W
a0 o

-
hmtin Tuenavesmensiiu 44
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» ]
vinmsdnm asil1dh wedeiaulnanea vmwinTuana 900 (PEGY00) Mhwdmsizd

o T
wmplmeaeTs ShminTuagamdsTashuau shiu 929 uaziidndvesnedue luwduniiy 21

3 ] -4
dwsumsdnnumniminluanaveanedeiiuloanea AllimiinTuana 4000 uaz

3 ¥
5600 oDV G luuesREIfUT HAZHAMSATUIVNINUA HAAIAIAIT1E 3.9

¥ q - = o pay
mMI39 ranudmuviminTuanamasTasiuau (M, vazdniveswedwe lsiwdu (OPy)

¢
vesnadesay lnanea 11ANINARBIATIA 1 uaz 2

o []
MINARDIATIN 1

F F]
MINARBIATIH 2

wadwas - = — —
M, DP,, My DP,
929 21 919 21
930 21 920 21
PEG900
930 21 922 21
mag 930 mas 21 nag 920 miy 21
4046 92 3986 91
4046 92 3941 00
PEGA4000
4095 93 3941 90
DAY 4062 way 92 A 3956 Ay 90
5383 122 5671 129
5765 131 5577 127
PEGS5600
5860 133 5577 127
DAY 5672 Wi 129 mae 5608 may 128

4 3w ol s o ad a A
1A 39 szfiun dminTumnamasTasinuveaefietdulnanea unzdnd

L=y Y ar P 3 3 = ¥ P o
V9INdaID lssczmm ﬂulﬁi]‘lﬂﬂ’l‘iﬂﬂﬂﬂﬁ“mﬁﬂﬂﬂ‘id3Jﬂ11ﬂ5!ﬂﬂ€ﬂ1—l

» [} [
dariudahauaned 1d 119y

[ ¥
msfuanesilszneuTasTunvesTnueuames memmsduas iz Innedwes luduasude 11
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ot d d
3.5 NMNITIATNCHUOUIINDY

ar o &
3.5.1 Maag !ﬂﬁ]l’ﬂ!!ﬂﬁ-l!ﬁﬂvlﬂﬂ

FnsFuaniioa-uan gl 2 Sunsu de
fl. NITHOANDS 1STUVUATULYUY (condensation polymerization) ¥UBdnsausa-uanin lasld
nsaw151-1ngdu Falwdin (p-toluenc sulphonic acid, PTSA) ludusalfison Fahminnsa
nea-uandnszua 140 AfuNAL PTSA 1.40 n5U (1% wiw) laluviadunauying 250 ladnns

a4 ] o v o o or ooy o J 3 d’.‘ o
Auvsausimanuay Sadsginsaidsgyd 3.4 (m)  dfSeudeduluduseuiidudsauns

H H O
é polycondensation |V | H
HO —C—COOH > O——(i,‘—C
CH;3 \— CH, n
L-lactic acid low mol. wt. PLLA

¥ kd ¥ ¥ y ¥
duneuiifumsdiati TasldaifeundsriviugdTausugunglingif 160 °c

EY
°

' 4 o & qw & g
ihenmailulevazarumivuaslumrusisessy Faldnalszuw 3 ¥lue nnTudsszu

. & |y oo Py yad ..-, -
dhduilugaanma iedaslumsdidai laddiv - danlszina 3 ¥aTus  ezldwed ea-

a a  dad o M
UARAN LBDYA) “Nu’lﬁuﬂiulﬁqaﬂ‘]

o€

= U

v. MsaaEf2laen133oU (Thermal Decomposition) UY83Wed (tea-uandn ueda) Nahviin

]
al Qr

Tumnad TagldueudTuillasoonlod Gantimony trioxide, Sb,0,) Hludusnlfffen Faimin

0 e

o = o o = A = o =
voueuATuil laseenlen 1.40 niu 1%wiw)  1BNasluIadunauhiivedtea-uanin nada)
. Y 3 g ar 3 . s v : al oy % )

Aldnnduaeunsn nmiudaasginsainegil 3.4 () udr IdarmdeunniniugaTaungungi

220250 °C meldanuAudszina 3-5 mmig a1 4 ¥alus UfAsouudsannis

H:C\ ~ 0\ 2 ©
| AI thermal decomposition C|H T

|
O-——(!:—-C J
C CH
/
CH3 n 0/ \0/ \C
low mol wt. PLLA L-lactide

H,



60

[ F
uoa-uan mandaunT iz 1aTYszinm 60-70% yield (@MAnsAafsufutihminves

a a9 A o =2 A ¥
AITAUBA-UARNAD ITUAY) unzuaﬂymmﬂuwnﬂﬂan'mnmmﬁ

1’2
H,O out
condenser A
drying tube
or ¢— J
vacuum i
. , T lactic acid J
. + —
€ PTSA =
)
O O
(m
H0 out air condenser

water condenser

low mol. wt. PLLA

+

antimony trioxide

hot plate/magnetic stirrer

(V)

31 3.4 unsoilunadunswiuen-nanlnd[o]

. MINDAWDS 1S FUUUAIVIUUVINITANDD-UARAN

¥
o ar

¥, m3aawallaoamisuvsanedea-uandn uada) NNmn Tumnad



61

Ld o
3.5.11 maihwea-uantnd 1Wu3gns vazmsimnzdmanuuigni

° & T 1 . . t
vuea-uaa lnanmuniwidunininized air condenser (crude L-lactide) eanunld

a
v

[ < & o -~ d H o = t
nazlruyedsiafa dissninuea-uan Indganiuduldiann  andwiwnansining
.. 3 N - & o - idj @ . 9
(recrystallisation) Tpal¥asazaioeTassdian Nnduliusgniudidiudniazae uazliany
[] . o o [
Soudigamgil 50 °C¢ dszanm 30 A aumdnvesuea-uan Indaymenua  defie i lWdud
A o 9 wd A4 aqwa < ' ! S A w - ]
aamgiifesdewinddiiu e liifansanndnlmivewea-uanInd Alidnyuziduningidy
L e 13
fum udvimsannaninigon 23 afe  e2'ld wea-uan Indidundnglidudun vunadn
e = & ° . . . o o
unzlinamuSanige viminilinseqlasld sintered glass (porosity no.4) ndaiwen-unn Ind
1 ] 9 ]
Tevludeugampna figamyil 55 °c Muner 24§l sntfusiwea-uan Indduntaaiin
-~ o =, 4 9 d'i. g .
lilmgavasumaiuazinsigimissazvesmauiqns  TaglHiaseq DSC (19 scanning rate
] . Qs v < : o'
2 °C/min) uaasradssy 3.5 uaygd 3.6  wudwaAnvewuea-ian lnaliganasumailszuim
- d’. n’l’ - a ar o,
95-100 °C unsfinamuSandgai 99.91 % viminiuea-uannd likhnsdunszinedoes

s = 2 o Af af - N o o
fiuf mszainvewen-uanlng ganamdu AT an 3¢ liaanny

Paak From 9480 to 93,14
PA From 96, Y
w0 om 9687 o 9790
Hext of Fusica: 1635 kifmole
Tm: 3724
| o To: 9230
! X-Comection: $.68%
Purity : 59,91%
£
£
; 24 4
z 4
20
1a . .
o ) o P . ’ : N
®0 12
Turperaturs (7} 1 108
T3 ok ot GO 2070 1o 1FORHG  Z00TCrvin J5R2544 421300

H r o o q(
5135 DSC med Tuunsuvetoa-uanlng Grunmidusqns)



62

’ Parkiy Eimer Tharmel Anatyale.
6740 - . Vao't Hoff' Plot

Poak From $4.8¢ to 99,14
PA From %637 o 57.90
Heat of Fuslon: [6.35 klimole
Tm: 5724

To: 9730

X-Corroction s 5.68%

Puity; 99.95%

] 1@ 12 “ 140
VFQ)

T84 123105

4

- s Py = P o g o= 5 o
31 3.6 Nami’aaﬂﬂzﬂmmmmqmwm!ma—nmﬂhﬂ @rmumainivignt) Iagnswaoen

i]'lﬂ’ﬁ'llﬁ'l'i Van’t Hoff (MAHUIN M) )

3512 mylnszlasadiuveweaaning lnsmafindursusaadnlnsalad

wam33nTiz Inssasvesnsauea-uandnuaziea-tonnd dromaiia IR mia-
TasaTadl umasds IR afnaiuluzy 3.7-3.10 vazmses.io

JIETIE ACIR

90. 00

10.00

.00 3

60,00

' § %0.00
N E 40,90 -
30,90

20,62 -]

19,00

1}
000,70 3500.0 30600 25080 00,1 1508,0

t000.0

Yavanurhet (cm-13

51 3.7 R aflanfisnsanea-uandniilfluaise



63

cm™

4000 3000 2500 2000 1500 1300 11001000 SO0 800 - 700 650625
T T ~ - —r \ v —r v v -

L

5138 R adlnafuvesnsauen-uandnninuadebe3s]

% Transmittance

L-Lactide
BEman

105,90

100,00 - I“ ﬁ

55,00 3

90,00 3 )

5.00 3 w
20,00
75.00

18,00 3

5,00 - r
50,90 J
55,00 -

Niransaittaros

58,00 -

.00
1
4000.0 3504, 0 3000.0 2504, 0 2000, 0 1500.¢ 1008, 0

40.00

Wevenambar (ga-1)

5U39 R adlaasuvewea-uan ndnlfluauide



64

g 28 3 g g 8 8 Bom
[ tt ! b ! [

S-.
.(7160
bR
5
c LO—
@
&

20—

oLl L 1

3 4 5 6 7 8 9 N | N ¥ IR Ty 5

1 3.10 IR miaasuveuea-uan lndernundedredese)

M393.10 msfSeudeusiavesnmsduuuning senin R adansuueinsauea-uanin

as o
fuuea-uas Ing

ﬂ')'li]ﬁ"l]ﬂ\‘lﬂ'l‘i’f%ﬂ
‘liﬁﬂ‘uﬂx‘lﬂ'li’s‘%u ~ (Wavenumber, cm )
(Vibrational Assignments}) NFALBA-UAAAD uoa-uan lnd
O-H stretching 1u OH tiag COOH 3600-2500 | (A mesu)
C-H stretching : 2980-2950 . 2980, 2920
=0 stretching 1750 1760
C-H Dbending ‘ 1460, 1380 1460, 1380
C-O stretching Tu acyl-oxygen 1220 1280(“), 1240™
C-O stretching 1M alkyl-oxygen - 1100, 1080""




65

C - C
%H/O\C/O ] %H/O\C/O
® | (|: ® (l: (|:
C
acyl-oxygen alkyl-oxygen

Tassadunniivazemes lo aouWQIsHU (stereochemical configurations) ¥eNTA
3
uea-uandn uazuea-uanlng 1yl

N,

HOOC  OH H O ¢
\c V4 (1\ / C/ %
7 , O N ""'H
He' n ‘\)
L—lactic acid 1 lactide

352 asauasieilnenelaa

ey as o 9l ar a’ o & o 3 =
FBasduasizd Inanelad seadedumsduniziuea-uaa nd 3 2 Tuasy ae
o d 1] J . . L= 3
. MINeaLE315HUYUAINUYY (condensation polymerisation) WBinsalnanedn Tagld
= =4 o . . N o os 1 aca o :‘ as =
noudTufilaseon’led (antimony trioxide) Hudusalfnfen  Fahminuesnsalnanein
sz 120 nsuuazueudluillasesnlyd 120 nfu 0%ww) Tdluviedunauvina 250
o aa e 1 ] o al 3 o 1 o [ & aan o 4’ ﬂ o
iindans Alunuuiman uazdadilnsolitu@ednulusl 3.4 (n) Fulfisoidavuiiudg
ANNIT

H H 0 T
(Jj polycondensation ’7 | |
HO —C—CO00OH L o— (f
H n
glycolic acid

low mol. wt. PGA



66

[]
= o

3 3 o 3 v
dunsudiflumsriai TagliamdeunnsniniudaTausuiigungiineiii 180 °c

“ay
¥ 14

iwznaadlu leuazarumivaslunwusfisessy Wnanlsenu 3-4 $2Tus vniiuSdeseyy
ar > " T o @ :’ 3 a =
wnfuthigaanme Wegrelunisidaih idadu Manlssna 3-4 FTus s ldwed(lnane-

=y o

da ) o M
an ueda) Mimiln Tuanad

o
Q a7

9. msamenllaenniou (Thermal Decomposition) vesned(lnanadn woda) Hdivinin
[} ] ¥
Tuanadh Tasmaiuanuiounatiniugd Tauldligamapiilszunm 300-320 °c uazldanmuau

3 3 ¥
3-5 mmHg Hunm 3-4 Falue  ardadeednsalvildnudeiulugy 3.4 () U§ATeludy

aoudhHudaaynms
H O H\C 0\ & ©
i l I thermal decomposition H C
C CH
—
H n o \0/ AN
low mol. wt. PGA glycolide

v ¥
Tnane ladiiduaaizd 1aidszanm 50-60% yield @nasAadisufuimiinvense

a A g o o o A4 3
Ulﬂﬂﬂf)ﬁﬂ 151A) uazmﬂymznﬂummumﬁmaaaaau
o JR ¥ = n:: =, d = q‘
3521 msilnaselas Id3gnBuaznisdnnzimanaudgns

=t ° 2 U ) Q( s 4 =y q°’ ot A

Famssih lnane ladlduSqniuazms Tmsevdmndesazuesmmnians el¥i3mn
o d A o . P! H o &4 1
funen-uan’lnd fie 101 crude glycolide Amutnimiuveandaunizh air condenser sannlaly

v o & '8 ﬁy of of (= | ar o 3 s
viagilsuyedissiaia lesnin’lnaneladganudu @S agudersuiea-nanlng nintnh

= ' @ PN o - ¥ a & @ ﬂ @ o
lnﬂﬂﬂﬂﬂclﬂu Tﬂﬂal‘lfﬁ'ﬁﬂzﬁ‘lﬂlﬂﬁﬁﬂgqﬂﬂﬂ %ﬂﬁu1?iﬂif[%ﬁllﬁil HATNMIATHY “ﬂzTﬂﬂTﬁJ

T
f] -~

'3 3 Ay -4 { = 3
founigaungil 50 °c Uszanm 30 urh sulnanelodazatonua dvis 3 1tiBunaungiivesnou

L] a

Jia

) =] = 1 { o T oA
wihgeu ifeldifanaansanlvivesnane laanndniidnuuzduiudynadielu sl uds

i &
ar

o = v ¥ ) ¢ a S .
msankinluiddn 23 afs wldudnveslnane ladfifianuuignigs vmfnhlinses
Taol¥ sintered glass (porosity no.4) udnilueviudeugyanne Haungd 55 °c Wuna 24

o - = ~ = s o =
il i Inane ladfudeatinldmganasumanazIinszimissazveswmiuuign Tneld



67

1A304 DSC (14 scanning rate 2 "C/min) uamwadagy 3.11 ozl 3.12. wudwinveslnanelad
L L] ) Q( ; ’ g a
flgavasumateglugie 78-85 °C uaz GmamniSawnigsis 99.74 %  snmifuiiilnane lad

¢ o 4 - o ar A < ug - < ] -1
mnduasizinedmesiuil mazlnaneladuzgannuduidFana Selinisdy i

30 -

20 - Pcak From 78.48 to 84.34
PA From 8142 to 33.07

28 - Heat of Fusion: 13.54 kWmalc
Tm: 82.72

27 1 To: 8253
X-Correction = 7,92%

28

Furity :  99.74%,

i

Heal Fiow Endo Up [mWp —— ——
8 2

m .
21 4
20 -
19 «
1 : . . : "
75 78 78 a0 82 84 68
. Temperaiure (7C)

4. casa
31 3.11 psC me? Tuunsuveslnanelad @rumsiilfuSans)



68

834
Vaa't Heff Plot

832 4
Peak From 7848 1o 8434
620 4 PA Fom 8142 w 8307
Heat of Fosion: 1354 ki/molc
Tm: 8,72
To: 2253
. X-Coeection: .92%
Bunity : 99.74%

82.0 1

8.4

814
4135

10 12 1“4 159
ASWZEH 111421

o 2 : s :
()

Et) Tt rom G007 10 T100UC 1 20070

g/

oy ¢ o, & o 50 a - P -3
31 3.12 wamsdmrzimmnuuSgnivesinane Tad @iumsihlduiqnd) Tasnmswieasn
AUNIT Van't Hoff (MANUIN 1)
3522 mmndinssadievedlnanelad namaiindursusaadinlasalail

Wan13 a1 Insdadeveensa inanednuaz lnaao lad dremaiia IR milalas-

alad uameds IR adflaasulugyl 313316 wazasesal



% Transmittance

69

Lanpia
102,80 3
10,00 3
100,00 3 ‘
99,00 4 P
9800 4
97.00
96.00 3
95.00 4
94,08 3

4

93.00
82,00 3
51,00 3
80,00 3
£9.00
88.00
87.00
86.00 3

ATrarsaittance

40000 3500.0 3000.0 | 25000 20006 1508.0 10000

Yavanumbar (cam-1)

513.13 R aflanfuvesnsalnanednildlueaniite

WAVEMUMME CM°

3000 1300 S 700 8%
et ki 3 B M i e et e
w d ] : . 1 1 T; N M '1. ! r - H
H l Al A Y 1 11; Fielioa 1 '
90 [+ siedicid il Lt e L b
[FS PR F R LI R TY ey SN 1 ]
o {4 dalfa fdqudd Lip oed) + } iy
FHRE |]'a;-.|fn. i :!l:.\j,_.
@ phh Haae bt eriH i
o [ R Pl THIH
t HiN l_ll | HHIE
L] FH R l | --(I
i 1 -I 1
] - ;; ‘ / W .]| .{l 4
¥ HiHiHH Hid b it —r-‘lT-iq-!»h-d-I«
E 1 .] e - Pl ‘I e i H
to [ttt iies Mdsdsssstmmpnibeo b LGy 1 IR TN S a0 ot N
o [itimin seamrnE AR L i S Ha e 1 hewd ,
1 ) 4 ] [ ? [} 1 1 15 14

{
WAYHINGIH . MICRONS

31 3.14 R milnnfuvesnsa’lnanefineinunasdredass]



70

109,00
95. 00
9t ¢o
835, 0
80,29

5.00
10,98
65,08

60,00

% Trapsmittance

55,90 I
5099

45,09

ab.o¢

R e S Y T e e
40600 3st0.0 3000.0 2500.9 20068 15060, ¢ 1060,0

Yevarubher (ca-1)

51 3.15 1R minasuveslnaneladildluauiie

A1 1 i | }] L} LI I I L) 1 T 1 L il X 1 L 1 ) | L 1 i | 1 A |
a
]
b
g
L]
=
s
|2
¥
1 T 1 b 1 T 1 1 1 -1 1 — 1 1 1 1 ) I 1 - 1 I 1 I
(=] o Q (] o = o =
Q (<] o o [=] o o (=]
o Q [=] 5] o Q i~ <
~r oz} o~ — ~— -

5U3.16 ® mfaafuveslnane ladonunasdreda)

cm



71

Mmae 31 madfeudfisusilavesmsfunuundng szwdn IR milnasuvsesnsa lnanedn

fiv'lnane'lad
aNAYRINIT Y
FilaveansHu (Wavenumber, cm )
(Vibrational Assignments) nsalnanedn Tnane'lad
O-H stretching 1u OH uaz COOH 3600-2500 (danuasu)
C-H stretching 11 CH, 3000 3000-2950
C=0  stretching 1760-1700 1780-1740
C-H bending, out-of-plane 1440-1350 1440, 1400
C-O stretching 1u acyl-oxygen . 1260-1200" 1320-1280™
C-0 stretching 14 . alkyl-oxygen 1100-1080™ 1060""
O-H bending, in plane 1440, 1350. -
O-H bending, out-of-plane 1000-880 -
Tassadraniuniivenialnanednuaz Inane'lad dludeil
O
4
AN c'% Y4 \C _H
/ ® \ /\
H Nc=om T om0’ H
o ®
glycolic acid glycolide




72

- v 3/ (Y] = d
3.6 mﬂuﬂ‘m%maﬂHﬂA:!ﬂﬂW‘Uﬂdﬂﬂamﬂﬁ
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14 i *
Sifaaseunana1eiu Aariu "B maniuez lifes Tsnuudiduoniadsaiunnda udeziia
i Tenuudinwdaduinguand9iu uaz spin-spin splitting szuenlinswdesuau
T 1o ¥
TsaounogdhadosdiuTisaouiug Tasgoinduanas TauuudvesTalsaoufiuanseniiu
1o o . X dawa dao & L ﬂ o o
aquiinges  uaneINil integration voskuRlAnaNAavuly "H-NMR ailaaiuozuenly
b4 4 1
NTIWIMABSAWMNUY chemical shift ¥oalusautivg dswauTusasumila TaeRunladia
) 9
wihidadaulasassfusoulusasui Idifafiatiul41]
2. arusy 13-Bwdvers milalasaTlnll (*C-NMR spectroscopy)
= d’.‘ 9 9 al as o o
maiinilez Ideyaderdums veuszasu luTuianavesmslugdvesimau
a4 ‘& [ 3 =
FuanudaurasdsnnumiveuluTuanavesasiu - mruenvilavesmiusunazaniw
iadeuvesmiveuszsziliueinm chemical shift faasdwmyisvssdannons Ty
9 T
AU integration vasfuNldRinvesdFuyaas Teuuudlu “onvr aflraiuildiiuda
dTasasafuimaunisueu40-41] milaaiuves "C-NMR  wlianududousinlunsd
= =y o = . o o o 9/
fmsdseneuiinaremisuen nazn1sing  coupling wsdmiveu-13 nuldsneuszaiiln
L
dygruseuamazuanesniduvaisiin Aniunisia NMR vesniveu-13 Sedesldmaila
r r o
off-resonance decoupling ey lfamdveTilsnoutiosas  venenfideldimadin pulse
. A 9 ar o ré) = )
spectra 1Az fourier transforn (e Iddaanaus TsnuudverInguuazinnugndenn

&
Uu[34, 40-41]
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Tunisdne NMR aiilaasy a1 chemical shift (8 ) fia IdithnlSuaduing ¥
' s = v o o e 1A o a
o ppm (parts per million) ‘VI‘]JEIﬂm‘i}1ﬂﬂ‘Iiﬂ‘ltl'iJﬂ‘l.m‘llmuﬂﬂ‘.iﬂﬂ’l‘mﬂﬁigiy'lﬂlI?T‘h’-
HUUFUBIITMIATEIY uaza1TINATuRiion1d Ao tetramethylsilane (CH,),Si) w58 TMS
Taofmualifinves T™S ffu 0 ppm  1u 'B-NMR miflansy #1 chemical shift vzoglu
%9 0-10 ppm  @2u “C-NMR aiflansy vzaglusae 0-250 ppm (34, 41]
asld NMR  aflaTasaladlunisimsginwetiwes  dineelddnuufeadums
4 H = é‘ L] -y s - 1 )
nasuntlasTassadnifatussuinweiwe InwsuvedlaTunetwes 1dun witaveans
59001 (head-to-head 30 head-to-tail)  FUUDUMTIAGosEIMIUAT (tacticity) TaTausef
Aafuvesmslsunsuglmeaisly  ludruveslnanedmeselfdnuiesdilsznavvasln-
weAmes dwumsnizeiedmvailaususmeiansaaely  drwuvedlassadaiuarele
aMgNYBdwLNeuae uaznalndquesInnedwe lawdul34]
o or Yy dy [ =Y [~/ T PN s a ‘ .
dmwmsuaddeilldmatia NMR aiflalasalathieimsziranyazmuizyey
a o g =t o T 97 o o g - o g
waRwes NI MTmsaumIAIes Tavldaaa Tsvefwiludaviazain Tumshanzidos
'HNMR eilnTasalall selfinses Hiachi MUAIWA 60 MHz uazn3es Bruker il
a1um 300 MHz  aau “c-NMR aiflaTasalall Jinszn lnglfinTos Bruker A2 300
MHz NMR afaasuflddunsnieoaszninanudlumiize Hz wiearmnduvesauny

wimdinduauduvesdaananiiadioudu T™S |

3.63 arllesuveanunuitaunassns

avideruSeaaunuiiaunnesigs (Differential Scanning Calorimetry, DSC) 1Ty
maiia# 1oy nrAountamisniuden (thermal transitions) veawefnesniems Tag
maasaeialSinuanudeu wiendnuilFlunsinveuvpivesmsdetuasiaade
Selvidugs7, 43-44] neeilounzainsoiiFlundins e uaneiagy 3.17 -

P9

DSC aunsaasiviamsilasunlaamenaieudiddgueanedmes 1dun guwgl

u

nldsuanruzadroud (glass transition temperature, Ty)  UMYIVDINIHAANAN (orystalline
mperature, To)  QUUQNMTNABNAIVEIHAN (crystalline melting temperature, Ty,) 102
QUVYNNSAA1A7 (degradation temperature, Tg) [37,43] Tasuaawnalugilveanss Tuuasy

Asgll 3.18
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Wanunladifadusaduusugansenisanufeunld  manffeundamuniuieouves
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adnnteafisala Tasmssmnaiuiildfiavesmanlfeuntasmuuganiudouves T,
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- gutudadiuTasasitualudeuusimsvasunin (heat of fusion, AHg) inzanNiouYeq
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msvaeunaniwziludadiuTasnseduosazanuilundnvesnefmes(s, 37)
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& - o & 3 = A o ¥
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3.64 meslunsiiun3

o - = . - = o P
M3 TUATTINAT (Thermogravimetry, TG) 1Humatiamidnsizimuennufoud
sy S = . a e a
ﬁﬂ'hl'llﬂfl’)ﬂllﬂ')'m!ﬁﬂEli‘l’l'l\‘lﬂ’ﬂi]%’f}ll (thermal stability) Y99WOIUDS Tagn1sesa93ans
- :’ at - o g - F=Y 4' = =y
7 Sﬂﬁﬂul!ﬂﬂ\‘lu'lﬁllﬂ‘ll'ﬂ{l‘WEIﬂKlIE]‘J'Iﬂ‘Hﬂ\i.ﬂ‘]fllﬂﬂl?ﬂ'lﬂiﬂﬂ‘mﬁQ'JJ WIUMINIVAUGUH UVEY

asmedldiiuldanfidmualsz, 441 TaslinSesilouazeilnyel uansdagal 3.19
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=——Purge in
—- Sample in pan

Atmosphere -— Microfurnace
— Thermocouple
control |
——Purge out

Furpace
temperature Furnace
programmer
_ Temperature
Recording Recorder
balance oI computer

51 3.19 wissflounzquassidmiumsingizd TG32)

@ _ ¥ [ = . . £
Tag lumaiiatiudsesny 2 ¥ila fie isothermal thermogravimetry Fstiums
-t 3’ at A:icv & c; q' J 4:; g 9 A
nRswnlaviwminvesmsiduiusiuonammiviy lusasinuguaguunildasi  uaz
non-isothermal thermogravimetry n3eGonin dynamic thermogravimetry futlunsiasunlag
: o 'W ol 2 a' j ) 3 o Q‘
imiinvesmshidniutiumsdfivivvesnawazgamgil Turaziinauausasnisiaa
foulftnadis)
a = :‘ Qs ar T o a 3 ﬂ' o_ o :J
TG annsatuinmsafasurdasimiinasdiedaimaduiiasnin nisiiai
(dehydration) NIIFOUAAIN (decomposition) WATMTBAFIATY (oxidation) VeINBRIIET

meudunamazgungiiialasass Taowad lduaaslugdmes Tuuasuvea Te dagal 3.20
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1
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yosasies T, dlugnugidiandednSulinguydoimtn T, Huguugiiqaihe
1 ¥ . -
nmsdredidimsgyldoimin oy T, Huguuginededidisanmsgadnimin
= é’ <4 o o A a d 1
MAYWINNYA (dw/d))_ MB35 [uunTaued TG sshaasanuuzinwzvoanodesuaas
= d' - Py o oo el <~ ] qf 1 o [ 3 = g}
¥iia (Heennwefmeinanyiatuszlinuadosaeauiouaniu duly TG %l
AszTemilumsTmazdiFaaunn Wedwunyiiaveawedwes uaz TG Seamnsald
- o ] ey oy = o v = 1t 35 dy o
Anrzimadiulszneunileglunetined wu ms@uudsing dudy  wenvindi mesTy-
9 ot el ) ar o ~ o ey, .
unsuves TG v iideyanfordestumaunesTulaudind uaznalnvenlfiTorng sou
3 - af ﬂ'. -y 3 t o A = s a0y at
ndeyaves  wAaduaiidadusynhnliisouazsinsudigaisvealfisomsaaed
v
neanuiou uog TG delFinnziilSinandr  danmsszmenazdasimssuia sameld
Tumsdsznuanuniisdenisda W (fame retardancy) wazdsz@ninmvesmsdums
- as = o
PBNTFIATUVBINOAINDIAIU[37]
» ¥
flvivhiinadedeynlumes Tuunsuves TG ldun  vhwin @ndl¥ 5-10 mg
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80

o o - o A s o o
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fQ9 1AW OU (sensing thermocouple)[44]

EJ
oo o

AMFUUIVT 1Y thermogravimetric analyzer TUAFHNE IR MR ETABAIINT B U

a ™ & o 1 by w
yosnodwes Tasd5 non-isothermal thergravimetry Fasro3amsn/euutlasiminues
. - L] a ~ ° 9/t o 9 1 Q . -~ o
woaneifisuduguvgll Taedmualiiisnsimslitaiwdouniny 20 °C /min nagiingizs
meldussomeavesmslulasiou wedwesnsmihnndmnzidesiumsvaliazBeauns

T 1
WS s-10mg  mesTuunsudt idifunswianszndie vimin @) fu gangdl (o)

3.6.5 A)ANNITUBIMITALAIUDDDI (Dilute-solution viscometry)

- a o a da T
MIMAITUVURAYBITITAZ A IBWDOMDT 11°_‘Iumﬂuﬂ1nuﬂn°l%'1um'iﬂ‘szmmm

LS K]
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s
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< o t tal or . P - as A
wodwes Twanodulvalianwuzdlunn  random coils fiiludaszeindu iflesnngn
douseudsiaiazaiedauysauazInansInszis i weies Nudihazas, it
13 []
- Tuegamarillvineseudraluguasiiziireliusiueu Tassaiiu colloidal dispersions i
ar P 1 o S} s 24 .
A13NszIedves Tumnalumefinizens Inavesveunas  dildifausudiou (shearing
1:’\ .g H ar o g = ﬂf a
force) n3enrwniialuveavaniuinufodisunudiazaeusqns(ss, 451 Taena 'l
= J 1 o L4 T 1 =y g ] =
anuniiavesmsazaonenneiyusgivilededie faun sssumAvesdrviazan  wiia
vaswedwes minTuanaveswedes armduduvesmsazmonazauugil ieenn.
= & cy T o :’ a as n’: o as =) <q
mlasuinlasanuuiayuegiviminTuana  AuiuIEnsdaanunilavesasnzaigi
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gmillid umsuniminTuanaveswedivey uazmafinilfidodde vitldhe safwuny
¥ 1 ]
Niuws uelidordodoviminTuanad IAifuanlszann hilsafigades3e-37]

X 3 o a w0 l - Iy &£
wieailan 1Fdmiuiasmumiiavesmsazaie Gond1 “Inlalwmes”  Faliad

U

- s 1ol o o’ 5 o ~ - .
wagwsiladiony  udniionldiumniiqe Ae esavinad Jalndined (ostwald viscometer)

= -y é at as
oz piuTadn Fainilines (ubbelohde viscometer)[45] Falldnumzaagll 3.21
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(n) (1)
§U321 Jalaiimeswila (n) seavinag Jalafimes uaz (v) pulade Salaiined(36]

Salafinesmnesiindnnsindiondeiy Aevmmsdanmlums lnavesdian
pYAONAYAITaYAENBAINET 1INTEAL A A4 B ndsuandnfuasdl USinasvesusamad
#1¥luseavinind Salniimes sxdealdlsunasniviimands vusiigland 3alnfimes
isuudeddiifinasnindue, 451 TwaewTioiident#ialnfineduila yuland Sala-

o A

Hwmas dwisuianmlumslnavesdiiazasuazmsazaowadwed  ndnirlidaam

¥
r-1

A TUNEA Agil
-l . J
MIAIIUHIANNKHAVDIT I TAZMEND MBS [35-36, 45]

anuFuiuissninanumiia (1) uaznawesnsina (fow time, § Yo

ATANYUAAIAITUAS

Me = APt - BP/t = APL(1- B/ACE,) (3.1)
ﬂ’)"llfﬁilﬁllf‘i%ﬂ'ﬁ'ﬁﬂ"J'Il.mﬁmlﬁ%ﬁnﬁﬁl'ﬂﬁﬂ"lill?lﬁﬁjﬂxiﬁ'ﬁﬁzﬂ']ﬂﬂﬂﬁmﬂ‘; HTAY

AIANNTT

]

M = Apt - Bp/t APt(1- B/AT) (3.2)
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T g -y o r
dfio M,uaz M fie ArmwilavesdrihnzasuSyniuasmsazaowained auddy
o
t, naz ¢ fe narlumsinavesdirazaeuTgniuazasazarowedmes muddy
4 = e o

p, Maz P A ArmuuiuresAvharauSgniuazasazawedmes mud iy

2 t P = Iy o J =Y &’ 1 o =4

A nay B Ao enshveia Inliwesuensyiia Tasvuegiuzlnssvewatians
iesninlumsazaiadonsunag (£ 1 g/100 em?)  AWMUMUUVBIATAZA Y

T s [y - Aﬂ’ L] 1 ar o

(P) to AmNuiuYesaIhazm LN (p,) Iawihdulaslszinu (p~p) HIld
T#vasidiuvemnunilavesmsnzmensfnesnonuniiavesdaingais (/N wie

0

3
Fandr  anunitaduing Gelative viscosity, 1)) Asil
n. = M < t(1 - B/AD) (3.3)

2
Mo Wl = B/AL)
sagmndenlFialntine s Iddmaawesmsiua ¢ uaz ¢ wand1 100 Furi

o
Mlfmen B/AF uaz B/AL” (kinetic energy correction) NAdaenin aunsadanald veld

n, = t (3.4)

b
= ] A oA é} & ar o = o
HINWINITUURW AN NUHUANIHIUU wﬂuwﬂmmﬂmgﬂazmﬂmi‘luwﬂﬁmas

Qs

4 1
Tugwhazme  udnbunaSoudisoiumaaunilavesdihazmouians  sz'ladaay

A A4 - A . . ] ] @
HUATIHNVUANT Tumenves anuniladunie (specific v1scos:ty,1’|sp) Adqu

nsp N n - T]O = nr -1 = t - t0 (35)
ut b
3 = 3 1 s 3 al 3 2 -=i 13
thnrmilavesmsazaeiusgiuanududy  dalumenvesaivilan hivu
Ta ¥ g9 =y ] A e o . . & A LY
DUNUANMUNVY szisanduilu ANYNUATAIY (reduced viscosity, 1],,) FWAUMNY AN
= i v 9 o & =lg
HUATUWIZADHUISANUIUUY AU
Tlred = T-Isp/ c (36)
P o o - o .
dio ¢ Wuarududuvesmsazaowenmes luniie g/dl
9l v ] & An 4 ug v o o ] u'l ﬁ' E 3 r
U AU UATAIY "lmuagﬂummwmm ualaena il dio ¢ wiudu a N,
1 ' o o A . .
sy linn  duerasluaunsvesdniud (Huggins equation)
. 2
MNewo = MNy/c = Ml + KMle (3.7)
dvqass. @ w  od 9 as P 2 ré’ 1o
uennnildalianuduiuinadefuaums (G.6)  nsdifiaimila hiduegiy

[] 3
Al Auaadlumenves arwmiiadwiBasuA (inherent viscosity, 1).,) @il
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Ny = @M)/e (3.8)
vt & oas A o s v oo o .
ud Amuntiedwdnsud  wudsfuaanududy Awaasluaunisves
NSINeT (Kraemer equation)
2
My = WM)ic = M+ kMle (3.9)
[ 9
Wedulieney Tuaunsvesdniuduazaumsveansed Tanuninodsil
¢ Hu arududuvesmsazmanefimed lumiie g/di
k uay K du dndidmiuwedwesludiazais o guugiiidimua
v ¥
Tagarmduiufvosrmaaisneuiiudaunis K- & = 0.5
‘uwaz M1 Seaduilu smaumiiad unSudn Gintrinsic viscosity) wozifioaisazatg
Re1nng szuaasldiiy
Ml = limg, M,/c =-- lim,0aM)/c (3.10)
[ Y a oA ar . . = | t
aammilasuniudn wldvingada (intercept) 9 ¢ =0 vosnsUNNTBATZHI

M,/¢ fuc naznsmiindenssning ™) /e fu ¢ Augal3.22

f
0 0.C6 ©.12 Q.32 0.22
Cancentration {g/100.mt)
o

7U3.22 avwmammawiiaduniudn(3s]
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NAANMS (3.3)-(3.10)  mwduRuTveTimaTmenmialumendis
agilIddemrsn 3.12

MI193.12  amduRuivesmiiesnauviialumenane37]

Foailay Fon19ms QUPAC name) fydnvaluazrunisuaass
Relative viscosity Viscosity ratio N.=NM, ® t/t
Specific viscosity - n,=MN.-1= M-NJ/ M, = -/,
Reduced viscosity Viscosity number M= MN,/c
Inherent viscosity Logarithmic viscosity N, = (hM)/c
Intrinsic viscosity Limitimg viscosity number Ml = (TLP /0)enyy = [ 1)/ )

Qs = o oo oA :: s 1 d

anauduiussEisnnaviiadunsudndushwinTuanamasvesviednes
“© =Y Y a o do :’ Qs i
anuvHasunTudn (1)) vesmsazatowedmes seduiusdmihwinTumgamae

— ar ¥
(M) MWaANNTUBY Mark - Houwink - Sakurada @4l
mi = KM* (3.11)
We K uny a (Humasdidwmiuszunves wedes-Anincau-gungd Admua
<& ' ar o {
g [donniswieansiszndig log [N] #U log M 1Ay absolute method #1fiTunasg
b 4
wldfh K uaz a vingadauazmmiuvesnamdfiy MK uoza szilsiuany
= ol o = L) i d‘ i ) A = 1 T 1
yiavesdnhazasunzrilaveawednes uderadiiigungiinile) iafisn a szegsznding
=2 q‘ J d'l 4w o o a o o = iy L] '
0.5 94 1 uazszmnyulemsazarslidaihazawifausanszinuneimes 188  daue
=4 H T ﬁ' A’ Y 1 t T 1 U L]
K SnnTduaaaaiien a i luwedmesfawldiianwbanguesiian 2 egluga
0.5 89 0.8 unzfiAn K eglugae 10” 10" cm’e(37] iefissmn K uaz a s2ufu [n]
. wly:’ o 4 dad ' S 4 a ﬁ
wihldidiminTuagamdsilisammwizar  dhwdnTuegaindedrnnanumila
¥
(viscosity-average molecular weight, M, ){17, 36-37] uaag laaatl

+ay}l/a

— 1
M, = TN; M; (3.12)

IN; M
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W

e N; fle drauvesvedmed TuanahiiiminTuanasiiiy M;

9 o . & =
war a  fe wvenfaaluaums Mark - Houwink - Sakurada Feiladeznaauiiu
mi = KM, (3.13)

[ 4
dwmfuwednesnlinisnszasvesiimiinTumaags (polydisperse polymer) 1&iifn
] 1 = = —_ [} ] — A m— [ 9} o8 ar 1 —— T
a 8gsgnin 05091 Tavllin M, efsznin M, AuM, udlndifesdival M, wnnd

My uazlunsdifl a=1ewhld M, mdu M,

d 7]
3.6.6 wamesNtilasnInni

Gel Permeation Chromatography (GPC) 1139 Size Exclusion Chromatography (SEC)
0 W ] o
WumaiiafilddmSvarmmimin TungaedouazmsasznaivminTumgavesned-
.4 [ ar o r [ 2L o~ 4’ o st
wes Taserdendnmisuen Tuagaamauiafid iy Fudadumslusedmifussedn
aymaniigngu  daulugiflunavesweda lafunliTassad auuussumgs (highly cross-
linked polystyrene) Un@aymanaliviia 510 Um  uaziinsnsznsvuiavesgnguagly
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3U3.24 nal calibration amnalnuse size exclusion[37]
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3U3.25 n31l GPC universal calibration[34]
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