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Abstract

Macromonomer or macromer is oligomer or polymer having reactive functioal
polymerizable group. It can be used to prepare graft copolymer with controled average number
and branching length. Here the synthesis , analysis and characterisation of vinyl entity
macromonomer have been carried out. These could be devided into 2 parts.

The first part was the studied on the synthesis of vinyl entity macromonomer from
three reactants (polybutadiene, polypropylene glycol and o0,0-bis-(2-amino propyl)
polybutadiene glycol) by the chemical modification method. The reaction was between
hydoxyl group of prepolymer with acryloyl chloride. The synthesis time studied were four
condition is 7, 16, 24 and 36 hours. Either sulfuric acid 98 % and sodium hydroxide 33 %
were used as catalyst. The suitable time for the reaction was 36 hours and different in catalyst
would not provide great effect on the synthesis result.

For the second part, macromonomer chemical structure was investigated. The
vibrational frequencies of carbony! and double bond was found at the wavenumber 1730 cm-l
and 1650 cm-l, respectively using a fourier transform infrared spectrometer. The chemical shift
of important 1l-proton was found at 8}1 5.8-6.1 ppm (proton in unsaturated methylene, -
CH=CH,) and 6.3-6.6 ppm (proton in methide group, -CH=CH,). The chemical shift of
important 13-carbon was found at 8C 116-122 ppm (carbon in methide group,CH=CH,)), 125,
130-133 ppm (carbon in double bond group which has 2 bands, CH=CH,)) and 162-170 ppm

(carbon in carbonylo group, C=0).



Q-

e
nenssudszma

A A a4 ad Yo = 1 A
VBBV AT.OYF DOMUNYIA AnFanTvmlsnymazyismne
b4
TumsauiiuauIassuiisyiinaaes weas. 333ani vsnadaismi we.as.
giled qudsy meras. Ndil Sogaiedug  ausnsTumsassasylasin
o A Y a A b4 Qo ; Yy a 4%’ o
uiieyengonud ladoRawaraie ldswauniiuiignas ey aannsdlu
mamniinnvind 18 anSomnszuhsdutivau Tassufiay
9 s P o @ [] a A - S @
ypupugaudmIngud lanzuas Jaqurana uazfigins adviamn
55 Smthiimairnwedwes auzinnmans uminedoutiaafinnuyie
1 4
mas lumsauiiu Insssuinudl
o AKX A4 ~
yovougunBineMamDeemsal
9 a R, 9 9 -
gamhovensveuwszguiiannsa Juil jwiss Wmihfimaad
i waziivou q finestromas iimdelaesmivayuluyn q Ausasain
A S Y o P ) ' A
wenmilennyanafinauudisaiiyanainosldanumeomiesy

o ”o od o o ¥
Tassaiissiiduioasla menazdiaidosvovounguls a.Temaiidie

uNaniia  JaSeananed
~ 4 @ U <
weiiwus  dulwyadna

UNAIRITNT WIDlgding



K
T3y
wh
undagenuing f
UNAATEN N IOINGH fl
fanssullszmea 9
M3y 2
MIYA1IN Y
g !
o v o -~
ol uTassamfioy <N
P °
uni 1 und 1
L1 Iassnuiiey 3
o o
12 Jngilyseed 3
13 wsuAMsAnu 3
P at o sd 4
unfl 2 ngeuacvdnnusinnedes 4
M A o
dauil  msdunnevuun Tasuouewes
2.1 dsgiamdunseduun Tnsususwes 5
2.2 Fn3ENUgTen 6
2.2.1 dfiToutarmdinanilszinnissouau 6
2.2.2 UfAssuiaruananalssionlesouwnn 9
] 1 [ A
23 JEnsasanuisthndawaeTdvenlfnsn 16
2.3.1 Ufnseudarmufinalssnndesuau 16
2.3.2 fRsounarudnavilssiandesulIn 20
2.3.3 dffssuferudinansilssinneyyadass 22
2 wa
24 nauldsumlasgumiidniand 28
v 4 o o o a e
gz nudunsizinsnlanedwes
25 Asnmwsoudiueo Tandn 31
26 AamamseumeTam 36
ey =3 1 o
2.7 IIMswisuruuun Insususies 38



P
unn 3
3.1
32
P
unn 4

4.1

42

4.3

AMINATDN

At
IBNITNAA0Y

woanseiau lnanea

A13URU(AB)
Y
wih
41
amnuazndedionldlumsnansa 41
43
HamInAaBLaInsal 50
MITNTZHHAZNMIATINTUAUANHULINWIZY0Y .0-02A3 Tada
woainz ladu uualnsuouewes 50
4.1.1 madiagiSensuarefudurusamilnTasalall @TIR) 50
412 watasunuanlasaladl 53
4.1.3 mailatiussosuunuans TeuuudNMR) 55
4.14 mailnwameslieduInsulans W (GPC) 59
4.15 mainawiesisuFea aunuiis uaasiiinesmSC) 60
4.1.6 matiamedTunsdwain uew lawes(Tca) 62
AT IATISVIRSATINABLAUSAVUSIANIZVO 0,0-0503 Tada
62
42.1 madiadBonsuardeiudunwsemalnlasalndl FTR) 63
422 watiasuuadnTasealadl 66
423 adlatiunSesuunuans Touuud(NMR) 68
424 wmatiawamesitedulasinlans ™ (GrC) 72
425 wadaaimesisudoa sunuiia unasiiiresOSC) 73
42.6 mMATAmMes lunsiwasn wou lalwes(TGa) 75
AIINTIZVHAZATINIOLANANBUZIANIZUDY 18U 1DU- BzAlTada
To To-ia-(2-0zi T wsofa ) wednsefiadu lnanea 76
43.1 matiagSenswarefuduiseamilnlasaladl EFTIR) 76
432 wmadasunuminlasaledl 78
433 madatduaTesuunuans TsuuudNMR) 80
434 matamameidwdulasnians W (GPo) 84

a A g a2 - an (4
435 mataaWiiesswdea qunuile LARBINIRBIDSC)

43.6 wanames lunslwesn uow lawes(1GA)

-



m13iiey(ne)
nth
unit 5 agUramsnacswnsderueuus 91
dwfl 1 agUsansneees
51 msfAnmmsdunseiiua Tasuouewed vy laila
egiitasas Ty 91
52 mynneiueserseugudnvuzmmzveun Insueuemes
iy hilaegildawmelaidunss g 91
dufl 2 feaueuus
53 nemiuuaTasueueedidunseldilsnmmh 93
54 mimn.ﬂeﬁ%uﬁﬂmﬂﬁuuuﬂmmsé;é’uﬁ‘luuuﬁiﬂsueuame{
atinyhiiaogiivmemeTs 93
55  amiilfisomednes lnsfussuwalasususmediu
alaTuususues. 93
AARUIN N 96
MARUIN ¥ 119
MARUIN A 138
ANHUIN § 185
MARUIN 9 210
MANUIN 0 226
AAAUIN ¥ 236
ena1sd1eda 241




|
MINN 2.1

P
MINN 2.2

P
AN 2.3

P
ANTNN 2.4

P
MINN 2.5

o
ATNN 2.6

P
ATNN 4.1

P
ATTNN 4.2

P
ATNN4.3

P
AT HN4.4

|
ATNNL.S

VYT

o < o v el o
uﬁmmsmmﬂzmmﬂmuﬂuameﬂﬂﬂmqumm'l'J

lsznndosuay

14

waasmsguasizvinedinass leTasfausuuualasuouswes

1 id v a
Tﬂﬂﬂ']u"ln'nﬂq1'31‘73‘3“833“”1"‘-

15

o ] e v
uaensFunsieiuun Insuouswes Taskumynidesl

Uszinndoouaudies End-capping

24

<l o W
Llﬁﬁﬂmﬂiﬂi110148uJﬂ’;YI.lé’ﬁ1ﬂﬂ’ﬁﬁﬁlﬂi'lzﬁtﬁﬂﬂ'luﬂ’lﬂﬁ“

szinndosuay

2 o J Y
lLﬁﬁGLLNﬂTﬂSUﬁ‘HﬂﬂJﬂi n‘lé’mnmimmﬂzﬂﬂsmumnmq

szinndoouin

ol o o [} o
uaaua lnsuauswes ‘Vl'lél‘ﬂ'lﬂﬂ’li FUNTIEH IRGHTUAINATS

27

szinneyydass

uaAuaunauy nlesrudnsHIUYedIasTHATBIMSTUNEN
4 o o 4 ) o O "
Ay v ludunsusaaalnaiuves ao-sza3Tada wedia-

P P &
az'lavu uunTasueuswes nanlFlunsduasizd 36 ¥21Tug

51

oz Tmdeyleasonladdludus wlfnson

A P a &
Herdaunau uﬁzﬂ'J’ml‘l’!lll'u0~1LlﬂﬂﬂQﬁﬂauuﬁzWﬂﬂmmiﬂu

o A o o 4 Qo £ ~
nanndngany luswuminesues  ao-sza3Tada

aa <t d = o o
waamﬂﬂmu LLNﬂIﬂﬁﬁﬂuﬂLﬂJﬂi L'Ja'l‘ﬂiﬁuﬂ’liﬁ%ﬂi"gﬂ

36 4 Tuawas Tnfouleason ladilludaus uljisen

53

A4 a ¢ a o <
LLﬂﬂQﬂ'J'WJﬂﬂlﬂﬂﬁT%LLuu"ﬂWﬂﬂTﬁUﬂu-13 ﬂWU1UC13-Nm

Y o~ a Qe 4
mlnasuvetow-02as Tada wodilas ladu uualasyeusmesia

asdunsed 36 9 Tuauas Tudouleasonladdiudud al§ser—-ss

dd a o o
naasaamnas TauuudyiiaTilsasou AnuluE-NMR aulnasu

IBi00-02A3 Tava woalezladu uuaTasuousesanis i

n912H 36 ¥ luaaz Ay laasen lydiludnswl§iTer-— —57

A d 3w
uﬁﬁmmunTm@qamammzmiﬂimwumuﬂTumf}a%<1

“\ ~ “ A = L4
o.0-82n3 lada wodine ladyu uuaTnsueuswes

59



d
ATNIN4.6

<
ATRN4.7

P
AT1N 4.8

P
ATTINN 49

d
ATTNN4.10

P
AT

~
AMTNN4.12

=
MITNN4.13

<
AT NN4.14

L% ¥
Ity (Ae)

wih

uaRIfgunginaTanT UdFUYeIc0-8sA3 lada

wediimsladu uuaTasuouomwes Tuannzaes fiu 60

O o 4 4 (-4
samsnudRuissniaae I lunsfuns oo
as a aa ' ad a
ozn3 lada wodilaeladu uualnsuouened drguuginfiens
ar fdd o : o o 1 ' ~
aaeds uasulesiFudiminiaaesds Il luudesdngungli————-62

HAAIRUAAY (BT UANMIHILYBIAILASHIATOINIFUNEN
4 o o J ~ o o =3 =Y At
ndnganyludunsusaainaiuues a.o-0:n5Tada woansowau

o o & o =
Tnanea uualnsususwes nemsdunsied 36 $rluwasnsadaysn

98% Wudusalfizn 64
A ol A &
ueasauady wasaruduvssraigandutesrilavesnsdu
o 4o o d ar as a
wanddgnyluswmialnaiuves  a.o-sza3lada

a A P4 | o g
WOANTBHNAY 1ﬂﬁﬂﬂﬁ lmﬂTﬂiﬂﬂuﬂujﬂi nmn“li’ﬂumimmﬂzw

36 %2 luwaznsadayinosailudnsulfise 66
dd a Y g

waasauanfas Taunudesiianisuou-13 aulucia-NMR

alnasuveta.n-0zn3Tada noanseRau lnanea uualasuouswes

namsAunsziie 9 luwesnsadayinossmiludusulfniser— —o8
Ad a ¢ A P o

waesanuannas Teuuusyila lisaseu AnuluBE-NMR silnasu

10iom-8zn3Tada woawseRau lnansa uualasueuswesnaIMsde

w312H 36 FaTnaeznsadaynossmiludusulfizon 70

- d Y

waaahuin lwegamasuasmsnssnsihvinTuanaves

~ “a = et o
o0-92A3 1000 WOANTBRAU 1NAADA LUA TATUOUDINSS <—meemmeremmen72
urasmguuglinaansudFuvsicn-sens lada

- o ] o
wodnsefidu lnanea uualasuouowes lUan1IzANg M—mmm--mmv73

o o o ) A o 4

uaanuduRUSsznI ez I lun s dunszvo.o-
pasTada wodnsonau lnasoa uualasuouses

[ Aci a 'Y -] o g L% 4 o
Frgungindanisaaidl uaslesidudaiminiaaisdaldly

uinzgUNYLlL 75



ﬁ'li'Nﬁ 4.15

P
AT NN4.16

P
ATNN4.17

P
AT NN4.18

P
ATTNN4.19

P
MINN4.20

P
ATNN4.21

1IN YAIII(AD)

A ] & Py

UAAUAYAAY T IHUANTHIUYBIALBZIIAUBINTT FUNEN
d o o = ar o -3 Y Y
ndngAnulududsusamnaiuees U wu-oza3Tada-
Te To-fia-2 82iiTu wyoRa)wodnseRau Inanea uualasusuowey

A L4 Q" o L]
manlFlumsduns v 24 %2 Tuaas Tmfouleasen ladidluduss
IERGELY 76

4 P P o Py
uﬁﬂqtﬁ‘uﬂau ﬂ’J’mL‘i’I‘U‘UBs‘iuﬂQﬂﬁﬂﬂauu’dzﬁmﬂ‘\lﬂﬁmiﬂuﬂﬁﬂ

fdhdginuluswuaainasuves Bu Bu-oza3Tada To Te-

fi-2 023 Tu wyoia)wodnsonau Inanea uualasususies
naMiFlumsfunsed 24 Tuwes Todolenson ladilugass
1gn3en 78

dd a A
werasnnuanfas Tauuudrianiiusu-13 inulucia-NMr

ar -3 - ~ =~ =Y =Y s
alnaiuvoudu wWu-oznilada To lo-lia-2 sziilu wioka)
~ ~, o o o
woansoRauy lnanea wunlasueuswesaINIFUATIZH36 92 Tue

wez Tmdewlegasonladiiludusalfidn 80

Ad a - P o
werasnnuanfas Tanuudaiialsasou AnuluE-NMR alnasy
=] o ~ s o Y ~ = At
YDUDU 1DU-B5AT lada 10 lo-la-2 ozl Ty nsoRa)woansONaY

nanoa naimsduniiese 92 Tuaas Tudsyleasen lamiluduss

‘Ijaﬁgﬁ'! 82
¥ o d ! o

paranhmin Tuefamdouasnsnssneiimin luangaves

= o oy o o ~ " o act

OU WDU-02A3F lada 19 1o-la-2 oziilu nsoNa)noBNIONGL

nanoa uualasueusiues. 84

uassmgungiinanemsudduveudu Bu-oza3lada To To-

fa- vl Tu wseia)nodnsonaulnanea uualasusuewes

Tuanzatee fiu 86
o aw o T - s ¢ o as o
paAIANNFNIUT Ten Az I luns Yuaseidu wu-oga3 laoa
Ly o a -~ - ['4
To To-lia-¢ o2l Tu nsoRa)woansonau Inanoa uunlasuouses

' ad a v o w d v
srguuglifansamod uazinlefidudihminfigansdaldlu

UABSHNYUNGU 89



q1liia3

q1lfla.a

asvagy

uHudeaImIduasizvinediensau uunlasususwes

Pl
TasAsmaulasumlasTassadamant 29

uanaSesnuddesudurhaaulnasuvsiae-sza3lada

nwodinz ledu wualasususoT AN ¥uATIEH36 921u9

waz Tndoulaason ladifudnsaulfnse 52
waasswuanasuveio.e-02a3 Tadanediia: ladu

¢ o P & = o
uua TnsususesnaInsduns 136 ¥ Tuwaz Tedeu leasonlod

fludsulfise 54

a -4 ~ L4 o Iy g
UAASTIATYT UUAUANLT T mlnefusiianiivou 13909

o,0-0203 ladanodinas ledy uunlasususwesnaimsfunsen

36 41 Tuaos Tmdouleason lediludud alfize 56
o o o “ 4 Y ~
waaItiunaes wunuang lanuud alnesuriinlidsasouves

a a A a o o ¢
a,m-azﬂﬂaﬂawaan'mz‘lﬂau LmﬂTﬂiﬁﬂ‘uﬂmﬂi LaMIaINIICH

36 41 ez Tadow leason ladifiudausulfison 58
g o oS =)
asMuaaInsnsznevin luanavesa.o-esn3 lada
Aaa = & o ¢ &
wodiinaz ladu uualasususmesaNIduAs1sH36 4 Tue

wazTwdon leason ladiuansulfiion 59

nsmiaasmgurginaans U ATHIS0L.0-02A5 Tada
wodtnz ledu uuaTasweuswesnamsdunsied 7 #1461
uaaySosnsuddesuburseaulnafuvece-ozniTada

woansenay lnansa uus lasuouBBsNaIMITUATIZY36 31 Tue

waznsadayin osmiiudusulfnse 65
waassuatlnasuuela.e-02a3 lada nodnsoau Inanea

uualasuousesnaNIsdunIzize 41 Tuwmaznsadayin 98%

Fludusalfisn 67
~ s d a 4 o - L4
uaeaiiundos uunudns Tauuud anlnaduriianuey 1398e

a.0-0203 Tada woansofiay Inanea uualasueuswesains

funseise 1 luwasnsadayn osmiiudnsulinse 69



g1fi4.10

i1
q1iie.12

511413

q1fl4.14

q1lfia.15

51416

qUn4.17

s1ll4.18

s R
astigglne)
i
- s o = o o o
saaslunfes uumuans Teuuus alnaiuytiallsasouves
a.0-82A3 lada weansoay lnansa uwalasuousmesinains
o o o o o LY ] e
fFunszvize 1 Tuaesnsadaysn smiludusulffise 71
¥
nIMMAAINIINI BN luenaveta.m-0As lada
woawsofiau lnanoa uualasueusiues 72

NILTAIAIGUUYUAIANT UATUYI0L®-82AT 1D

woansoRau lnaasa unalasueuswesiansdunsey 7 9 lue-—74
=S o o = o -] o o L)

paesiSesnsuddesuduisaminaiuveuduy wu-sza3 lada

To To-fia-(2 oziilu wseRa)noansenau lnanva uualasuousies

nanduaseiadi Tuwaz Tafew lsasen ladiludaus wl§iser——77

uerassnumnasueedy Wu-szaslada To Te-da- o=ilu

wyofia)nodnseay Inanoa wualasuounues naniz4 Halue

uazTndewlsason ladidludusulfnsen 79

warastiundod sunudns Tasnuud aulnefusiiamivou 13104
To To-0ig -2 0=iTu nsoRa)nodnsonau lnanoa uunlns

I'4 o ¢ ar ~ = o
yeuBwes nansduaizri24ad Tuas Indouleason lad

dludnsalfnten 81

~ s o “ o o )
uaadtiundes uumuans Tauuus aulnasurtialdsasouved
To To-1ar -2 028y nsoRa)wodnsoRiay lnanoa uualas

o ) ¢ o J
HOUDWDT IR INT ’s’NLﬂﬁ15?124“11’JIN~3LL©2’,I°BLWU§J'lﬂﬂﬁf)ﬂ ‘1‘Bﬂ

Aludnsalgison 83

1 4
nuasenisnszamiminluenavedle To-fie -2 seiiTu

wyefiayneanseRau Inanea uualasuousiwed 85
nuaasaguvginananswudtuvedls Te-lio -2 asiiTy
wiefaweansefiau lnansa uwualasuouomes NaMsd

w51eH 7 T 87




mdaf i lulnssnuiiey

FTIR
H-NMR
CI3-NMR
GPC

DSC
TGA

Tg

AIBN
.

)

: fSofnswaresudurhsamlnTas T Tadines
o s o o d o
. duadeiuunuAns Tauuudeiaaslnaoullsaseu
. Tundefusnuans Tauuudriianseasumiusy
. wamesuedulasun Tnsnavid
o o = A da o
. avinesITUTYa auAULe LAABSHINDS
o a < 4
: mes lunsiwasn uouu lawes
: guUginaanIUaFY
. DI
: o Trfa'leTad21nT5 1154 (azo bis-isobutyronitrile)
: ¥ 1ne
o ] Ea o
: mundsvedldsaseunwu iy B-NMR aulnafu
© 1 ‘4 @
. dumsvesmivouinuluciz-NMR aulnasu
i °
: Wi Tuanamay Tagiuau Tuana
P |
: wia luanamde Tasaunilsvesmsasans
4 L
: winTuenamasTaniwin Tuana
o~ p= ~
: win luenamae lagnsnszRvem

1 4
: mInssnehmtinTuana



uni 1
umi
ﬂwﬁuﬂ'wu'h ATsIUMIgER MY IanudeImsnemesAfinauifunnd

fluannag f'mqmauﬁ'ﬁﬂamaa“ms%’ﬁﬁmm‘xmtiﬁ‘:‘himminm?au'lé’mnuaumua%'mﬁmﬁm
SefpunSounediwadnnususeduae quimlszneudidlefuien weRwedaiiatun In
woawes FiduninlizanvesTanedwesmuTnssaduesuisesnl&iumaelsunndaluit
fmndnds  nenhilanedwesdethlss Temfiomegammninunnnesin granmnssy
NILAY
gremnInmmaangaamnisudining Sudu  mahnr Tanedwe sl ifunashils
ﬁeqmauﬁﬁﬁ"«ﬂ fo amuemvesmeldmn uasnnszneveslsmun Tendniuaasei
GET) n17nszmu1muf1mi'n’[maqmaanﬂﬂﬂﬁmﬁwa%mn::uﬂu Wudu quénuazves
nymivTanededene q Ansnlidnfuduegisinsdunncdedeguaeds Tavfudas
ffuiidesuasdadeunnseduly ﬁ'aﬁ’umezﬁwﬁan‘iﬁﬁxnmzauﬁqn emFeunsivhila
TndweiWilquauidmudesmsluadonsumaafounsvi lanediued TneunudaunTon
ﬁmnmumm0ﬁwa*f'lmf‘ff'uuuuaqgaﬁaszadwﬁmm\fu iifesnnFmamsoulugesn
mfeudegn uazaguanz e uimawSeunswiy Tanedwe i laewndsi suiade
enaweshadail

1. avavaounudnyuz Iddeudreen

2. Tamanfials Tunedwesilun

3. myuenieAnd Idun luvazfl§ATene swedlawsunh Wlssd@niammsiia
nyvi Iawediweddesas

myduaneinsi Tawedwed Tasrimvinumsve e lawsusuueyyadass Taelail
msmuguannzlag we hldlssAniammadans i Tanedueflesunmuit Idnanun
udahedu Sellmawauitnmsdunnsd navid Tanedwedauuntny 1) feil

1. maduanednsmli TanefwefimeTendniidesl

(Selective Generation of Backbone Initiation Site or Grafting form)
2. msdaanzdnsdi Tanediwefimme Tmmniidess
(Coupling Procedure or Grafting onto)
3. myduaszving iy TaweAwe S uunlnsueusiwey

(Macromonomer Procedure)



2-

undimduansiinanuudidudy  wuh  wiagihiulideduasdaideftuand

Ml Teewuin3iiL uasiti 2 u aciidaBonnaniin 3 1in Wy nawii Tanoduwedd
FuanzW18Teer3TH 1 uae331 2 fecitns i TanodwesAimnszneduss Tomun
meTaudnuazanuenvesmelden  Toaduaue  dhdu  suhdedmswanitmed
mywvnsi Tanodes TeeruunTasueuawes  Faezldns s Tanefwesidqumuiai
An3ai 1 uasHii 2

msdaunseins s Tansdlwediuun Insususwssminsath I lasmsdansisviuua
Tnswewswedmmiuhumhuifemedwelswdutuueusmefin  Tneulfisemediued
Tngsuiliatuiummnsanaiudanalsaanledld  SimsdunsieiuunTnsuouswed
ansawdou ldnaeidai

1. nﬁf?’qmﬂzﬁmw"m?nﬁwmﬂﬁﬁ?m (Initiation Method)

2. myduaneHiumsananuiedln  (Bnd-Capping Method)

3. msduasevrnumsSulpguauidnanil (Chemical Modification Method)

mafunnsd uunaTnsuewswed Taedidt 3 v Mhidsiasmn uaslilss@ndnmifian
flesnn ﬁ’eaaﬁ%mmfumammﬁm]ﬁﬁ?mq’fmﬁmmn HazABIiIMIRILAUANUUTIVEING

-

fwefidanuisdlalia Tredestlosiulilfifelfisemedwes lnaduvosnediuefies



Tnssnufiiay

| 4
Tavsnudiauil ldhmsdunsied Jnrduasasorsuqudnuasimmzvesuunlnsusus
:‘ ] -~ sl ] [ e e o
woihiing lalasgiidarwaeTa Taedunnziiuvinumsdfnipgaenidnusiveaned

wed msanuuaisesndlu 2 dau fle

A ) -~ 1) ) @
il asfmn@eiinsdunned uwalasueuswediiny Lilaegituaemely fil
o,®-sznsTadansdidmslatu  oL,m-ssaiTadanedinsediau lnansa uas

-] - - - o ey -
U Bu-oza3Tada-Te Te-da- eziiTunseRaynednsenau lnansa

1 ™ s TP
a!'luﬁ 2 ﬂ'li")tﬂ‘i‘l:ﬁllﬁ% ﬂs'JﬁﬁﬂUﬂmﬁnHmzlﬂvnzﬂﬂi llﬂﬁ‘[ﬂiuﬂumuai‘ﬂﬂﬂgi’mﬂ

. d
dawaeley nduasiedld

Jagilszasn

1. edmnmeseniuy  msdaensd  SinsedincaTeasuquisnrasamzyeun
Tasususwed Ainyhitaegivmenely

2. (fiednymededaiiadng  fdnansynudemswIouuun Tnsueuswedaisingliiney
e Ty

3. e iimadunsied uaz annzeag ﬁﬁnaﬁionnm‘?awaumua{ﬁﬁmj'hﬁaafj
fiumemeTemudeamsld

4 ednuAEmsdunneiiasanniseg fiinademawnseununTnasueuewed

YsuAMIAnI

1. mydunsizdueuseditng hilasgilmeievunldduansiuun Tnsueuswesiiing
Taflaftdaneme Temudeams

2. mydunnziun Tnsueuewedidny hilaegitumeneTy Taeemalsugamaniion
nedwesfinyflaiduagiivmediunylansenda uarnyjieiudoususwesfiwiondnn
8 1

3. avaeaeugminyasing vouwnTasueusmeiidunsied 14 TrsmsnsasaeuTnssadis
munil TeeldindoafSensudresudursusamunTns I Tndived FTIR) wTaesunu

- A a a
alnTnsfimed(FT-Raman) uaz wTeefluadeduuniudng Tauuud (NMR)



'
uni 2
nufuasninnamiineades
dadt 1 maduansualnsusuewed
1. 5Ims55I§i5en ( Initiaton Method )
2. ﬁmﬁaﬁmwim'laﬁﬂmﬂaw'[eﬁumﬂﬁﬁ?m ( Bnd-Capping Method )
3. Fimafownlasqaiaunianiundl ( Chemical Modificatiom Method )
dauil 2 mamTeunsviv Inanedwed
1. BWMunTgurIua e T¥Man ( Grafting Form Method )
2. AAmawSsur ey Tafawn ( Grafting Onto Method )
3. SimanTouruuunTasusueiues ( Macromonomer Method )

dwdt 1 midaunsevimlnneuenred
<) =3 A [
uunInsusuemeinouunlnsTuana (121 Ao IndweinTeledTnwediiingih
4 Py A (aas a & ad T Y d 4
wihfilmweiicwrafelfifomefwe lngduegidawmely  Fangnhmbhiinmei

p10esiiReil

unsaturation : —CH=CH,

oxirane —CHCH,,
\/
dicarboxylic acid : —(§:H~v\COOH,
COOH
diol : '—%H“"OH’

OH



drzfamiduniezruunlnsueusies

} 4
o L") [ L4 d
mydunsizvuun Insueuawes luatsusmiutsyduaszvuuaTasuouses il

1 o v ad 1 4
wywussgogfiaeaieTeToy Greber ldnansunFouuunTasueuseddadelali (3]

1. wed lawfalrasniruiun Tasueusiues (Polydimethylsiloxane macromonomer)

r: ' ' ' - -
uun Insueuswefiiingiarware Taifenywisi-1aiiail fiacp-vinyiphenyl-group)

TasaSonnmifiorszuin alafauunilidounas lsany o-naeTslawdaloaon

Tod Tnwes (®-chlorodimetylsiloxane Oligomer) ﬁ’»ﬁﬂilmiﬂ't)\lﬂd

-
CHy=CH MgCl + Cl-f-Si—0-si(CHy ), —
) | n
CH;
-
{ B :

CH,=CH Si—O0-1-Si{CH3);

i | —in '

\ CHs

P aan ¢ a a P4
zﬂ“z.l uﬁQQﬂQﬂiﬂ']ﬂ‘]i’ngﬂT]z“ ﬂﬂﬂmﬁﬂ‘l‘mﬂﬂwu tlﬂﬂlﬂiﬂﬂﬂﬂl&lﬂi

O<n<10



&y

-6-

4 1] lﬁ. Qs ld ]
2. uunlasueuswediiling lududegilaele  (@—unsamrated maccromonomer)Ing

103 oK UNY18919( Reactive Species yUszinnlosouay (4]

CHs
(Polystyrene)-—CHz—(':He L%+ cu-—%a@—crmcu,
¢ CH;,
CHj
*(_—Ua—,-(Polystyrene)—CHz—(lZH—%i—@-CH:CHZ
¢ CH

A ) L) ~ L
22 waenlfifoimsduanizv Tewn-lailail fialawsanae I lsaunedaladu

nunTnsuouswes (®-vinylphenyldimethylcholosilane macromonomer)

wFounnTowm-miuuulossunsdalaf u@—carbaionicpolystyrene)  1lji5en
fiu win1-1ailadl fia lewBanas 15 91au(p-vinylphenyldimethy! chlorosilane)
aomidiimswanitmsdunnzvuunlnsueuswes TasrmvylesInlszion

a & '
Tessuwnn lessuay uazeyyadass Faunsodwunsenld 3 33 ngjq

maFunserialrseveneiuloeniy 3 38 Ao (5]
1580136 al§jiTen (Initiation methed)

Silmphmthitiamsd acjﬂmamﬂeﬁ'waﬁmﬂﬂé’u1mnms€1’1?ﬁ"uﬂﬁﬁ?a1‘lmfu
Fuduvenlfisemedued lswsu

=31

1.1 myfunreilassui3 ﬁ:mlgmmﬂszsmn leoouan

: nmfammﬁ‘iﬁi‘fﬂ:’lﬂﬁ’ﬁq?ﬁuﬂﬁﬁ?m(iniﬁator) 1/520M unsaturated metalorganic
initiatorn 84910k udune uSuduvewWiAsoudenfndunsunmsuiveroaeTsned
woduuugn Teee Ty urifeudimyihmiitinmsuesiniidugisenfudecideslade

mafelfiFemedwes lnrdues



waak IdieruemsdunssiriudinanlssgauTaeld@i5i5uiisede  unsatrated
lithiumorganic  compoundn3 8381119 1Ude Tafladifieu(viny-Litivm)Beeunsons oy 14 Tee

msdnlfiSnssunuenssaiia $afetravinyl zinc)uasiiafiadifioubutyllitium) (6] dail
(CH;=CH), Zn + 4 Buli —— 4L CH,=CHLi + Bu,Zn
qilii23 uﬁmﬂﬁ%mmﬁ«m1zn"l'aﬁﬂ alloy
weak 181 afadiiey  dusiSuliisumediwed lnaduvesalaiuuasueus

A o = QU A o 1 &
wesduq Findnninlfiomedueslswduudnsld unalasusuewedifivusegey
o .
nlawaw Iy ( allylic double bond )

CHy=CHLi + nCHy= > CH,=CH-CH,-CH-CH,-CH---

| |
¢ b ¢

itz4 usmstfisormidunsedlafiamedfunanedaladu

wennnidamuhiieuseWmatssneuTansBunddmonld  wu  ueda
Aifigucallyl lithium), Ingfadiaen(crotyl umium)e‘n*nawsﬁqs‘a‘éuﬂﬁﬁ?mu‘i‘nmdauﬁvﬂuwgﬁ
anTnifel§asomediwe N nwduildeslidedladeisomedmeawduuddican
vossBnlfisenilifnygiseme fuedlwdundaes lilduun Tnsueuswedmuitdes
mslusaz@erdussnmediunsdunseinefwesid Tnssaduavumy

mamFeuuua Tasususedumilfifomediwef lnaduvssmstszinneand
{5U(oxirane) 19y wodlondAu asnled uualnsususiuey (polyethylene oxide ) aw50ld
f3SuLfTenlssinndanen lad(akoxide) 18R titesoniilaefialuudremstszansanen
g lihugitonduiuseg  sofumafelfisemedivedlssdulassumsilawes
m'nlszmnaﬂné?wuifmuﬁntﬁﬁ'lé"lﬁﬂ“l%ﬁ'ﬁt?'uﬂﬁﬁ?mﬁﬂ amlsznouueansgsd lu
1 (unsaturated alcoholate) 1y TolumanFauwis-leTo Insfidia wudaan otassium p-
isopropenyl benzylate) SauMsTeunodeniay sonlad uualnsuouewes Tneiinyil
sglarwme Tadsusavi-umfan lnSaol—memyistyrydeunsomieu 18 Teensdhnlgngen
sonin ieniau sonled nasdSSufisen de  Tiamdey  win-leTwInsdliia

‘ wusaan ( Potassium p-isopropenyl Benzylate )



Potassium p-isopropenyl Benzylate

k4
vinwial§iTenaannuisslwesmaTanediueidamsidu Tilsaeucprotonation)

“ o tar o @ [4 . [ o
wisiAunySafannarstssnn Sadaielad (alkyl hatide ) 1Tudu Feaums

HC - '_ H.C
SR G220 o) 2
C— CH0K+n 00 —eat © CH, 0( CH,CH,0),—Y
ol . nc
3 3 Y=H or R

‘J 200 o o ©y = o
125 uaralfiSomsdunsizd Towm-minleTeTnsAifaudanodioniausenlod

uuaTasueuswed (M-(p-isopropyl benzyl) polyethylene oxide)

1 4
uennniludy Saegusal7lldiruemsdunszvinedioniauseniod uunlasusue
ld L] -~ 1
wei lnslinyfiawemeTofoemned 15 laAaceterocycle) Tromisvinlgnsenssrnin
wnidusenloduazdifiTulfisomsinnialiifomedwes lnwduudeufinlfite
] ' a 4 a [ a ¢ v ae
asanuieshvesmeTgnedweidemaidunysafannmsiuialeTolad methyl iodide)

AIAUNS

0
F35uLfR5e Ao [ />—"©—Ol.i
N

2-p-hydroxyphenyl - oxazoline



—0 +CH3I
/ OLi+n CHZ—CHZ e
—N ' 0
//C 0( CHZ—“CHzo )n—CHg
—N

4 - o 4 = =
qiffize  umanulfiFernaduasied Tewm-onmn-enmed s lmfanedientiu

000 197) uunlnsuousiued (W-(p-heterocycle) polyethylene oxide)

1.2 amdunrediarhuda?danl§azentsziom Teeeuvan

. mydunssilszanilosadiesuiader.: muilidnanuuda uduandafunsed
nmﬁmlﬁﬁ?mmuﬁ'ﬁ'ﬁmlﬁf‘ﬁmﬂszmnﬁﬁqu‘lmﬂﬂznﬂuﬂﬁfﬁmwuﬁmeﬂsm?u‘[awhu
mydlanvesususmeflssnnenimes 15 laida

ﬂizmmmﬁﬁﬁuﬂﬁﬁ?m (6)18un

L R—C®=0, SbFy
HsCs\
-2} e
) CH®, SbF;

HsCs

CF— S0,—0—S0,—CF;  0R  CF;—S0;—CH,



-10-

fstnuaaImsng sudmdiTulfisen

0
V4 ® . .0
R—C\ + AgSbFR, -——— R~—CO0% SbFg + AgCli
Ct

fedranimsdunrsduun Tasuouswef TnennSiFulfifenlssinn lessuuan

1. maduasie Tewm-umoerasTasa wedinnszle Tasiausu uunlasuouses

(®—methacryloyl polytetrahydrofuran) [5]

. , +n THF
C7=C—COCI + AgSbF; ~——~>-[CH2=('Z—C0$. SbF2 |+ AgCHt ——
CHy - CH,

/ + NaO LSHS
D

| , . e
CH2=C—CO—O+CH2—-CHZ——CHZ—-—CH{—Q = CHZTL 0 SRy — %

| " N\

© CHy

CH2=(IZ—-C0—O—-(—CH2—)L—{—O—CHz—-CHz—CHz——CHZ b0 <O>
CH3

A -y a " n £
qifii2.6 uamlfifennsdunsed Tewm-umezai Tadamaszlalaslusuleeld

1ne{ wnariges Tsuoufi Tuun (Sitver Hexafluoroantimonate) Whif3isulfigen



-11-

niosndunssinumiiTulaeld Faed ueluanssigeslsd(siver Borotetrafluoride)
AU

I LG N &
::J:coa + AgBF, —hC, CH,—CC=O0'BF; —— CHZ_—:Cﬁ—O
) BF;

Me. '
a O
_—Q—’ CHz _—ﬁ (CHI)‘ +.O —Nﬂ» CH#C{O(CHI)‘%
" BFI

4 ~ o = =)
W27 waelfiTnmsdunisd Teuwm-umezailada nedwnsslalasila
usuTnold Faned ueTsimassgeslsd dum3iTulinsen

2. MyFuns e Tosum-umesns Tada nednsenau oon'led uualasuousued

(M —methacryloyl polypropylene oxide)

Me o Me

CH —c/ + n M o cHE=C |
" CH,OH ) \COCHICHZO(CH,CHO),—,—R'
COCH,CH,OH " 0K

R

P aaa o P as = a ad Il ¢S A ﬁ
zﬂﬂ2.8 anQﬂgnifnfniﬁq‘ﬂi’l:“Tﬂu‘ﬂ"-ﬂJﬂ’lﬂ:ﬂSTﬁﬂﬂﬂﬂﬁ“iaﬂﬂu 99N IFA HIO

4 :
Fonumsfim wauwes (Blendmer)



-12-

3. myfunsied laTodhfifu uualnsususmed(isobutylene macromonomer) Ine14#a315u
URfsenfensr-Trillasudanaslsd (p- vinylbenzyl chioride)n3elalaTaamunsladuila

aas'l5d (dicyclopentadienyl chloride)

31 @lsulfiene

Ci-CH z@CH=CH 2

p-vinyl benzyl chloride

- BCl,
+ n — l\ldc
Cl (C“l(l:}.’a
Me

d o s QU
q1ii2.8 uamsaumanlfifomdunne Tewnms-Taftanudanedalad u( 0—p-vinyl

benzyl polyisobutylene macromonomer )

v ad Anaa A
32 #Ssulgniene

Cl

dicyclopentadienyl chloride

Me
8q, I
CH1=CH©CH2CI + 'l=< —_— CH;=‘-CH©CH,—<*CH2(II-);—C|
' . Me

P Aaa a a a
2.9 uranlfifomsuaaimidunsizd Towm-lalyTaamuas lag ulansdle Taiiow

fiw uunTnsueusiue{ (@-dicyclopentadienylpolyisobutene macromonomer)



13-

4. Higashimuralta® Sawamotol§] lafnuamMIdunsIze 1aiia 8med uunlnsusuewesd

vinyl ether macromonomer

O
>'_<o/\/0\/ & SR >—<0/\/Oj/( CH,CHiE
F ii, cu,::cuoa -
\eON \_/ CH,CHiE—OMe
__c__i’ ) /\/O\(( &
- ) . R )

d an
qUn2.10 waenlffsemsdunnedlaiia §med uualasususwesd
madunszviuun Insususwes Ine3t 1919151l §AT e itiaston)lidodunafle

1 #SinlffseildlhnlffSemetedlnaduimensdie  WudSinlfforidiu
1 d 4 ] ] (K [] Py
losouwan uwas lessuay exdesiingmbmmmziiegilawaelyliieslvedfnse
a - ' P d @
wodiwed lsiwdu Filinghmhfimmziosdewamdnuazvewunlasusused
@ S a ooy L) I'4 < t [ o e a
2. wAwnifielfisemedes lnaduudanun ﬂmamu'lemzmannumzﬂswmnmﬂ
ssqauegdufoniilonefiued( tiving polymer ahuSedeudumsiedlaWininzay

W ﬂlﬂiﬂulluﬂTﬂiﬁﬂulﬁ 89 ‘vmmaima natvuCay

S o ad |, A
48$11AUDIIT initiation AB
¥ A aa d ' P o 4 e v:
1. @enyilavesdTiFulfisnldinunzes Taefingihmbinmevesddisulgnseniu
fodlidnehvsufiSomediwes lniwdu
- ¢ v aa o na v w Jdo A
2. auguilSusivesweuswesuasdFsulfitnIdduiuitwRenruquanuenvesas

1 = ) A
TenedweiuastSnamyimihiimmzanudesnms



-14-

minfizd srasnifusrevinnlnssevenedlaadngiidedl dsziamlessuau 12,7

Monomer Synthesized by initiation from  Synthesized by termination with
Styrene CH,=CHLi** CH,=CHCH,Br*
CH,=CHCH,Li® CH,=C(Me)COCI*

/o)
/\ , CH,=C(Me)COCI"#

AP

CH1=CHOCH2CH2C1‘

O .
/\ . CH,—CHSi(Me,)CH,CI"
;

1
cn,=cn®cu,c1‘
o |
A enmend Vena

Methyl methacrylate cﬂfc}]@m;cl CH,=—CHCH,Br}
cn,:cu@cuz Brl

CH,—‘—‘CM@CHZBH‘
Ethylene 6xidc
cuz=cme©cr{,ox° CH,=C(Me)COCI-™
O vl Dener
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Monomer Synthesized by initiation from Synthesized by termination with

2-Vinyl pyridine CH,=C

LI %0t

4-Vinyl pyridine

Hexamethylcyclotrisiloxane

o
/\ . CH=C(Me)COCI®

CH,—_—CHQCH,CW
cn,=qu®cu,m°

CH,=—C(Me)COCI® ¢

CH,=CHSi(Me),CI* t
CH,==C(Me)CO,«-CH , )5 Si(Me),CI**

CH,=CH©S'1(Me),c1" )
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CH,—CHCH; BF ¢

;‘H:"——(‘HQONa"
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@CH_—ZCHCHIOU‘ ~
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1.a13aannuies1210uf organic halide (5]
o
Allyl natide Hozlaides lrer§Asemedwelawdu dufiufunanslumshandh

Faennuieslaluits
11 awasanula fie BrCHy—CH=CHp
Allyl Bromide
mcHZ—(l:HeNa“’ Y CH,—CH—CH,—CH=CH,
¢ ¢

4 _ = )
U211 uemnlfffamsduasev Towm-usSansdalniu nunlasueuewey (-atyl

polystyrene macromonomer )
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12 asaanyl As wuda anel56( Benzy! chioride )
cc-’—cuz—©-cu=u42
p-vinylbenzyl chloride(VBC)
T

J CHy==CH ~~~~CH;—~CH—CH, CH==CH,
g %& |

o CeHs

MCHZ—CI:!‘l Ke""
CGF{\S\\I\\ . R . .
T T™CH, ~~eeCHy—CH— CH;— CHOK®

CH,Cl

d L4 oy o~ - oy
qii2.12 uaasmsdunszd Tem-laflauudaalada wedaladu uunlnsueusines

an < 4
nazfnsendrafesiiiadu

wundld vee Wumsannnuies]ives tiving polymer ud20zifiamsuiiduves

aca a4 o ﬁ ﬂ a ¢ P s

Ufnsounatumuaumsdnduy aums @ duaunmslumaeisuuualasususwedmuh
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goamsluvmsiisumsa  Wueunmsdafesilidesmamazndadusivenl)ifede
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Asami (81 lAnuml§nienTlaeld vBcdlumsasnnulvesulfifouauenlums
tda UfnTen i) Famrrhlumasdadie T
1. VBC:living polymer lusn31a2u 10:1
2. solvent = tetra hydrofuran

3. leasuilyzqasadra(counter ion)
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wieowezidannsdwieliifde @uL1-lafliia wnEfuc,1diphenyl ethylencits
Taernudnsldwlawilieslavesivanedinedqiving polymer) neufiosinlfnsedu
vBC FuileanuieslvesduitioslanasTemaiefednliise ) Suleensdaeds
AUMSLT]

AT 4 CH1=C ——— u\/\C}]I - !
Ph Ph

Ph -,
g =
h.

4 [ o) i) -,
212 uasalfifemsduanziuunlasususued Taold 1,1 Taf iaenddu duens

4 4 1 A
ananudsd IdnlawiideslvesdWinedwed

2. avaanrdeslnlazian eyWutiveanta (Acid derivative)
2.1 wresndladanas’lsd (Methacryloyl chioride) mangl¥dmsuiluasasanuinsla

voaveda lnf uuaznedionsau eenlyd wufu

0 O
-+ 1l Il
-~~~CH2—|CH K +CH2=F—C—C1 > ~ CH2—CH—C—(|: =CHy
|
CeHs CH3 CeHs CHj3

:{ S - - a 4
213 uemnlfiseimsdunsied Teiwm-szadladanedaladu uunTasueuswes

(®—acrylolyl polystyrene macromonomer)
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3. avsaaamadesinszianlanay (Silane)

iitesvinmylafialedacvinylsity! end group) ‘l‘f'iﬂﬂ'ﬂun‘liﬂ’lﬂﬁtﬁﬂﬂﬂﬂ nyjiiweyu
Huniuemucleophile) 384 TutuRetuiuLFuavy laflacviny! group) gofumn 1y 1duwn
Tasueusmed mufisdesms 5¥desanamudeslveanyjmeiiveuiiunden fidedla
Awastszan 1,11al Haensiu ivu@eriunsdlves msasanudesInlszinn vBe my
iH1&nanuudadhedy

sananuans lksuanlsau 1ldun

3.1 aaelnyialawsalailaleeu (Chloromethyldimethylvinylsilane) [5)
f“a
€1 —Si—CH=CH,

CHy

32 aaelslawdalatialaau( Chlorodimethylvinyisilane )

?"3
cl -CH,—‘.l;i—.CH=CHz

CHy
Mc .
/Ph Ph cu,:cu-_sgi—Cl Ph Me
v + CH,=—C —— wnCH, i Mo @Cli Si

- 2 —St—CH=CH,

Ph Ph h Psl'ic
() -dimethylsilane polystyrene

iiz14 uaanlfisomsdunsied Tewm-lawsa laeunedaladununlnsueuswed

(M —dimethylsilane polystyrene macromonomer)
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wennniudremnsawien Tewm-uialununseTowm-lawdaenianedalaiu
((-dimethylsilane or (0-methyldimethylsilane polystyrene ) Tpe'laidnald 1,11a¥ Hatensdu
fumsannnwdslaves alnFanmfuuuloosucyryl carbanion) iedlestuilfAsedhs
Res Feeunsnmion1Trelannsiiguugifedesnh 75 esrwadon

2.2 J§jTenfarhumyiidestnlszian Teseuuan
A o~ 4 e : ] d
WelfdTemedwe lawdufariudunsumsurveroudusroz ldnedinofadl
1 c‘ ' o ﬂ'l d '
anwied lgtiving  polymer) InofitlnwaieTaithulessunn Aniuaiiaannudisslves

t 4
Tessunnilfeesszianweviiunden( aucleophile )

el msasnnudss hiszianveviiundeaeinluidudiunsanrated  mcleophile
. o '4 R i
deactivator) fnfumsdunsizvuun Tnsususweiniunygiiies Inlyzsion lessuuan
o o ' P a
1. mydunszuualnsueuswedninghuihimwzAenn-lilanie vinleTanse
ﬂ‘ﬁ’ﬂ) wudaian (p-vinyl (or p-isopropenyl) benzylates) [7]

fo o
= (CH,),—0 SbFg —— ~~~—~(CH,),—O0(CH,},—OR + K®SbF?
¢
+ K%10—R
R = —CH, C=CH, R,= H, CH,

I
R,

P Aan @ Y a o
215 wamulfifenmsdunsied wist-latiacvde win-leTansefifia) wudian
wodnnse laTasfausu uunTasususiues (p-vinyi(or p-isopropenyl) benzylate

polytetra hydrofuran)
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¢ P A ad a a F
2. mydunnziuuninsueuewes laeldnfefifiouvesduuiiia uonesed (Lithim salt

of Cinnamyl alcohol)

—LiSbf
~~0(CH,),—0® | +Li—0~—CH,—CH=CH—CH,—

SbFE

P | ane a < a
qii216  wemulffSeimsduasizd Tewm-SumnilanediansslsTasfausunualasue
usiued (®—Cinnamyl polytetrahydrofuran macromonomer)

3. asannnuied 1 A vin-lailaRdAu (p-vinylpyridine)

(0 —CH,—CH,—CH,—CH, ) —0® ' -

(<]
SbFg

@
w~~-o(CH-L,),,—--O(CHZ)L-——N\/Eiz§>~—CH==CH2

SbFg

o a o a a
1217 uermnlfifemsdunsied Towm-onn-hilaaaw) wediansslaTasfausu

i IA10UBIYBF()—(p-vinylpyridine) polytetrahydrofuran macromonomer)



2.3 UjTeunanwinmelsziom eyyedase (free radical)
mﬁuﬂﬂzﬁuuﬂ’lﬂsuauawas’rimﬁ'mmmqqaﬁaszﬁﬁznﬁﬁﬁm 2 fumeu A
chain transfer HAY end-capping MWL fhu%’uﬂ:jﬁ?ﬂ‘uﬁﬂmuﬁ'znmqﬂizmﬂif'lu'tﬁﬁ end-
capping MieufumTierudnaedszian leseunn lessuay ilesn Temaiiia
syyadaInia MIsawdmuy 2 Tiana (vimolecular termination) ﬁuqa midlduualns

“ 1] o
usueied Ailnyjuansdnyuzinmzmudeims

fsdnuaasmsdunneiuua Iasyeuewefiudinarnlszinn ayyadass [9)

A137éheee 14 (chain transfer agent) Aonya'lnTelnanas@n(Thioglychiolic acid)
uasSFulfisemedues ladunediufa wilaan (poly(methyl methacrylate)) Ao
AIBN «‘i?mﬁ'wmﬁéuqm]ﬁf‘ﬁmué’mz‘lﬁ (®-carboxyl prepolymer o0l prepotymerft 16
1115 end-capping iU glycidyl methacrylate AITUMT

Me Me
/ HSCH,CO,H é
n CH,=C S HO,CCH,S—H{CH,CYH +
CO,Me ‘ OMe
Me Me
/ —_— o Me
CH,=—C cu,-_—:c\ é
N\COCH,CH—CH, COCHZCHZ—OZCHZS—«{CH, }_—H

\ /
0 y) H 0,Me

d = oay Ll = =
11218 uaanlfifnmsdunsizd Towm-lned@aws lnaan wedwsa wnlaaian

4
uun Insueuouey

Y ar
LGLAT)
[ ar r.{ Qs ]
1. ﬂquﬁmanumzmmwmuuﬂ’(ﬂiusuama‘?nmsﬂﬂzﬁummmsaﬁﬂ’nmm'l’mm
] o 4 1 A -~ 1 Y t
ﬂmamaiqmﬂamsi’mm'l'ﬂﬁemﬁwﬂﬁﬁ?mmamumnmq‘laaauﬁu asasnuies 1l

daeawle dlu srslssnnveudeansousiialiduda unsaturated electrophile)
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2. dlfffeufarwdinartssanlessumnnmsasanuissiawaely  duais
dszney Uszinnweviiunfoasyiinlydudi( unsaturated micleophile )

dediia

1. swesrudeshit i lunumsiidesinmanmnzaufuneswefusnzlysian
Trefnghnifiamevesamasanuisshildechifmigisemeswe awduiutaw
muleitdedla

2. finsanyiievesinhasaw uazlessulszymssduiissnuegiivmeneldnedued
(comnter ion)lfiminzaufuriiaveanedwed osnnididnharasuaslessutlszqnsa
Suilfenuusaiullesfedussudussiulaemeldiieslaumudoduos1ld  uve
Trsususwesiingimhfinmemudesns

3. ﬁwaumjﬂ«{%’wa«mﬁ'lﬂsusuawns’éumjﬁ'uﬁ'ﬂm‘s"wawzuéuqnﬂﬁﬁ?m T
mzlunsdiveanedwediamdedlathlessusuiududenmsasnnuischitdany
un'hinnvhlﬁﬁ"uéuqﬁﬂﬁﬁ?unz'lﬁtﬁﬁifuﬁq&ummﬁan'l*fmmﬁmw'im'hﬁﬁﬂ'nmm
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nvnsauimunsangannwles liindawlaiuld



-24.-

i 23 uemmmdanreinalaevenedlasruinmaliziamlessyay e

7% End-capping [10]

‘Monomer Deactivator Product
Styrene BrCH,—CH==CH, WCHz—(lZH"“CHz—‘CH ==CH,
: CeHs :
'Styrene BrCH,—CH ==CH, ~~ CHy—CH—CH, — CH==CH
CeHs
CH,
MMA BrCH,—CH==CH, =~~~CH;—C—CH,—CH=CH,
CO0—CH,
CH
Styrene Cl—Co—C “"""CHz—CH-—CO-—C\
. CHj
l CHs CeHg .
//CHZ ' /ICHz '
Styrene CH,~CH, /CICO—C ~~~CHy—CH~—CH,— CH,—~0—C0~—C 5
0 CHs CH; |
CeHs
Oxirane Cl—C0—C ~~~CH,~— CH,—0 "‘,.CO""C\
CHy CHy
CH3
Styrene Cl— CH;—%i —C ~~~CH;—CH—CH,— Si—C= CH,
CH, CH,
Styrene Cl— Si—HC ==CH, «~~CHy—CH~— Si — CH=CH,

CHy

CgHs CH,




Monomer Deactivator Product
, ~ . 2
Styrene cu-—cr12—<<j/--tl:=c|ﬁ2 ' MCHz—CH—CH2—©—CH=CH2 | gn.
H(R) . C|35H5 ' é.
Styrene =t / ClCH2—©—CHéCHz WCHg-—(I:H-—CHz—CHz-'O-—CHzC_H=CH2
0 CeHs
CHs
MMA BrCH2—©—CH=CH2 mCHz—é—CHz-—@—CH=CH2
) | 'éOOMe |
CH, : CH;
D, Cl-—-SII—.-@—CH=CH2 MPDMS—£I—©_CH=CH2
(I:Hg (|3H3 ‘
CH, CH,
Cl—Si={CH;)30 —(CH,), 0—C~C=CH, ~~PDMS—Sj~—(CH3)30—{CH,); 0—C—C=CH,
(|3H3 0 CHj CI7H3 ‘ g (IZHg

.gz.
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AN 2.4 HaasuRlnTIBvBIIRTf IdnnmIFunTievinasuianasszism leseuay

Macromonomer

uc-au-(—cazcu-}-cmcn,oco’ CH-
. QH: -

~ CH ' -
I
CH;;C@CH:O-{-CH:CH:O-};—CH,CH;O_H

_CH, S
.. l -
cu,:c@cmo+cu,cu,o-;,-ca,cmocu,c‘n,

(CeH ) ,CH+ CH)CH)O-}.—CH:CH:OC()C.::CH:
CH,
CHOCH,CH;0+4+CH,CH,04-~CH -CH:OCOC’CH)

HOGH;CHy4+-OCH,CH; +o@;> _
CH\OCH,CH, 4+ OCH;CH q—o@{-)
R

CH,=CH O CH:CH:‘\'CH CH,NH-{-CO(':HNH-)—COCHNH: T S T

-v-'

N -C”'C”zCO:CHGH« S o o
~ +cu,cn-}-cu -C-C H—gH o o
o

T

- CJHS C)Hs q:H: - H
ca;:cucu,cn +N -CH,CH)-N- CH;CH@CH:CH:-}—N . CHICH-N-CoHy —
//\0 5 /\l r\o/ \o/ﬁ '
cn,:cu@cu,cm-;-r\'\ N-CH,CH; 3N NH
\ o) 0\/l . \\/O 0\// )
.. -3 .
CH,=CH CH)CH14-N N-CH,CH;, \’j, CH:CH:}~N  NH
_/ / _/

sec-But-CHiGH- CH,@CH =CH,
CeHs

_ CH=CH,
cm+ocu;cm—y,-ocm@ '
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1IN 2.6 llamuunTmueuame'ﬁﬁmnnﬁ&’elmwtﬁmdmﬁ"mmﬂszm Teoouuan

Macromonomer

Et-{-O(CHz)w}-"O-(-CH;-)-‘O@(‘,H:CH-z

Et4O(CH,)4,0+4CH,5, OCOC'CH:
CH,

CH;CH;CO-[-O(CQ:)‘—}-,O-(-C!-I:-)-OCH‘@?;:C!-!:‘

H;

Et4O(CHakt, o+ca;+locuz CH=CH;

‘CHs=§-CO+O(CH:+ ¥, 0(ca‘+oc‘us

. CH,
_.CH)-[-I}}CHzCHz-]-. NCH,CH,0CC-C=CH;
' C(CH;), é(CH))J tHJ
CH; CH;
QH:-C-{-CH:Q—} CH:CHCH:OCOC-CH:
CH) CH) ACH) CH;
CH: (FH;
CH:-CCCOCH:CHCH:CH:-{-CH:C-} CH:C—C]
wH; H, g CH) CH:
CH:  CH,
CH,=CH q-{-CH:-C-}- C(CH,)

CH; CH:
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MIN 2.6 uravnlaTievenedi dnnnnduarzilnaeivdnmalizion eyyadas:

Macromonomer

(I:H’ QH (‘:H)
CH,=CCO,CH, CHCH:O%CH;S-{—CH;C—}-H H
O 0O:Ci7Hjs
cH,
HO;C(EHS-{—CH:?—}-N H
CH,CO;H CO,CH,
. (':H,
HOCH:CHOHCH:S-{-CH:?—}- H
CO,CH;,
cH
CH,=CCO,CH,CHCH:0,CCH{-CH,CH}-_1
) H H;

CH,=CHCO,CH;CHCICH,+{CCl,CH,},CCl,

3. Chemical Modification
miduassvuuaTasususiwed TaedimanldounlasTassadnamaniveaned
mo‘fﬁﬂmjvh14ﬁ"lﬁmmz‘lnqﬁﬂmsawhﬂﬁ'xﬂungimnﬂﬁmmzﬁﬁmmﬁu’fu
wrdeudensiiavesmsitingimhiliarms Wilanu lamuzausumediwosudas
sitasantnin il
1. msduanedusn Tasueuswesfidnyhmhimmede lawserailada

(dimethacryloyl)

o
HO(CHy—CH=CH—CHq)4OH + CH2=c—Ic[—c1 —>
CHg
0 o)

I I
CH2=(lZ—C—O(CH2—CH=CH—CH2)-nO—C—C=CH2
|

CHj CH3

oC, (0 -dimethacryloyl poly(1,4-butadiene)

qlfiz.19 usmnlfifnmedunned oc,0-lawsiesadTadaned (1,4 fmelady)
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d ' < a -
3. ﬂ'ﬁﬁ“ﬂi'lz"llulﬂIﬂsuﬂualuﬂiﬂﬁﬂgﬁ']"ﬁ’lﬂlﬁ“'ﬁﬂdﬂ ﬂ'ﬁ'l-‘l'luﬁu]u‘”ﬂ

(p- vinyl benzyl) [7]

w3+0—CH2—CH2'—}‘TOH + Cl—CHZCH=CH2——>—
CH:;{—O—CHZ—CHz—in—o—CHZ—Q— CH=CH,

p -
q#i2.21 uemal§ifoimsduanizd Teim-wisr-Tallauda wedienddulnanea uua

Tnsusuewwes (@-p-vinylzyl macromonomer)

Y <
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o a aan d P ' ' P
1. TemaveziedfiserdfesingmmibhiiamzlawaeTadeoninith 1
aunsnmiouuwn Insueuswes Idmunnudeams

oy
ﬂizﬁnﬁmwmﬂﬁauuﬂlﬂsuauamas"ﬁﬁzqamﬁ?auq

Eol o

A
aranuazsaasanilesnn lideudonarlumswTovuua Tnsususiwes Widanuen

voaie Tamudeamy
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1. wedwediinsdanuuSqniga
2. wiinveswedwedidnyhnhiiamzides
nnTimaeiouunTnsuousmedinanuudadednls 3 FEwwidimanden
ulpamanilueanedinef(chemical  modificationy 3T fimsminuasldilss@ninmaiiqa
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thuf 2 mifFuarevnrmininianodued

nswiiTanedwed Aelanedwesdalssneudavmolandniule Tunediweduas
a - Py Py - ' a e
Snmvuendhmeduesdnviianil Teenmiiv Tanedwefidannmsiiyaieslufintui

| @ g od ' a Py 4
TueneTandnlulveginlae Tdudufvueuswesdnyiianiiaslyl

SEnfunrzviniwhilaneded nidldilu 3 58Inajqfe

1. Selective Generation of Backbone Initiation Site (Grafting form)

Funou : wionlddnihniidumphuhiiamsvesmelondndadunyidedlde
matfrlfiSo Taindananiid leesuwan Toseuay wie syynduasTaoldmiisy
UiATeiiamannmiuild Tnveuewedsiiafimunsnifniferfumyitieslavesme

Tondn'd desandrede i

0 = Tawediwed Idewn
o - wodwesmuTandnifidauiiies ldemadmigsen
Fy = UmeitissldemaialfizoweslgmunTanedwes
F, = duities lrsufAsovesmaTamdn
qi222 iamsrumamsdunseins iy TanodmedH3s Setective Generation of
Backbone Initiation (Grafting form)
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1.1 ierulesovan
1)

~CH;CH:=CHCH,— —*, __CH,-CH-CH-CH—.
ITMEDA

| 1w stveene
l‘.’l CH.OR

-——CH;CH=CH-(|:H—-—
(CH:CH -,
CsH;s .

< - ¢ & ' o Iy
223 uamsfiFmsduaneingwi Ianedwefssvin nedalaTuuazvediing

ladu

2)
BuNFOHT
—-‘—‘———.-——0 - + l'l)o .
EO:H TH CO;Bu.N@ CcH
O .7 1 !
’EO]OBUANO -+ n —!—'—0 C()l'{‘c‘{l(-'co"*'l‘ N
O tHl

4 o3 ey - -
qilfi224 uannlfifomsdunnizvnsvisi Ianedwesveawed(lnnTauanTaw)

1.2 harulessuun

P-X + A = PO(XA)©,
POXA® +n+1M— PM3 MO (XA _tin_, P+M3_, X+A,

termination

P= g lainan

A=0Baueda(Lewis Acid) 19U BF3 , PCly
X=811a1ou

M=upuaiey



1) Hydration
CH;  CH, CH,  CH,
P+CH,-2+,CH;—(E’® EGAICH® — P4CH;i-G+,CHi-C-H + CH;=CH; + E1AICK
H, H, CH;, CH,
qfii225 uaealfiisen lewsdu (Hydration)
2) Alkylation
H, CH, H,
P+CH,;-C+4,CH;- Q(CH)hAlClO —— P4-CH;- '-}-,CHa-C(CH))) + (CH))AIC]
H.l H! CH)
qUil226 usmnlfiser sofniadu (Alkylation)
1.3. ifimchuaypyadase
nalnausaiarueyyadass
s &
YuSuA (Initiation)
. hv #3801
P > P (1)
I'M > IM )
s
VULAUYE (Propagation)
P+ oM > PMyy 3)
IM- + (a-)M > My C))
Yudwew e (Chain Transfer)
PEMy, + SH > PMj)y-H +S. &)

My, +SH > IM),-H + S (©)

83-
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Q) . ) iy A - 1
mamaﬂgmmmnﬁmu Free radical

3.1
o MotCOy, n CH,=CRY
tc———  AAAAAAAAAAAA > AA
| Ao or heat |
X (CH,CRY -~
X= halogen
R= akkyl group

P a a av ¥
7112.28 urmsmsSouns i Innedwe{lavld wowzamsueila Tuduiy dud

35ulATen
3.2
OH OH OH
(l: Ce** C 3 + + mé " n N-vinylpyrrolidinone , m(:;m
~ H (CH,—CH);-

& - l) £ By
229 uamamaeSouns v Tanediuesuss Bu-laiialnIsddTun

Y
Y

1 1w [] «: -~ -; t'4
1.mﬂwmvlaizmmﬂmlmmtﬂqmanuazMasjmhmﬂnuummmuﬂu

A ' ' s P ) ana
2.azmanuazsad uilesnn hideundeuae Tvmvineunosldas luvinlgngen

fiuae Tevan
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A o a ana a o W e .. v &
vewfsdlostummiinlfisemedme s lnwduiuiuesomopolymerization)daiu 151
desnuguilSunaveidiFulfifenldmanzay
» aa aa r [ a <f '
3. wilavesisiTunlfiteweusuedi ldiiuene Tawwasnedwesnitlueely

[ b4
namiudssausonauihuiiodeiuld

2.Coupling Procedure ( Grafting onto )
. mafinfieansodaiuduneude il
1. deusFeuTdmuniianwenmudesmauazh dnalaedionden
TosfumeTendniuthimgit e lremaidnl§isn Tasihudnariidiuleseiin
2. uminhmelsmuiisden iddnil§isnmeTendnfinghnhi
Immsilmangay
Faegnmawdeuns v Tawedwed Taoknisail
1. n5ou Tomurulessuan (10
11 fCHoCH=CHCH}—fCHy-CH}
cH
o
1. MSi(CH3)»Cl

2. Pd cat.

3. toluene 110°C

fCH,CH=CHCHo1—fCH,-CH}

|
I CHy
I
CHj
f
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Vinyl-terminated polybutadiene (aicd)
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Vinyl-terminated polybutadiene ( base 24 hours )
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Vinyl terminated PPG 16 hrs Base
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——— =yt T 8 PB O TT s v 6
~—=-~~— = 4t Deriv of file: PB (PB)
’ X = 97,661
100 L . -
' N\ 5= 68.685
A d
From: 369.08 C %= ’

" To: 424.93 C
75 1 % change = 8.875

(X)

From: 424.93 C
To: 534.37 C
T X Change = 88.285

WEIGHT
g

O o wooo Hh.0  200.00 Z0.00 3000 o000 4000 @000 5000
Date: Feb 02, 1895 4: O6pm Temperature (C)
Scanning Rate: 20.0 C/min
Sample Wt: 13.940 mg Path: a: \ )
File: PB NIPON rPerkin—Flmer TGA7
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= vipb7 (15feb) (15vtpb?)
——e-—— = igt Jer:. o’ < lar 2 . ’
100 T L e S e e e L -L‘.’.’M 9\4.'363,‘_\

From: 330.42 C
To: 510.67 C
75 4 X Change = 90.161

E From: 612.34 C
To: 579.94 C
T X Change = 3.475
[,
X
=1
w % T
=
5 -+

* hw  thw  the  EHw e 7 RS X R
Date: Feb 45, 1995 10: 33am Temperature (C)
Scanning Aate: 20.0 C/min
Sample Wt: 10.386 mg Path: a: \ .
Flle: 15VIPE7 Perkin-£lmer TGA7
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Sample: VTPB16A Run: 18

Weight (%)

Size: 13.6600 mg Kcell: 1.0000 A
Method: VTPB16A TGA

Comment: N2
120..,,.. . e et she e ee e e s e en e mer 4 e cthtees e vt @ o1 o e o r e arsom e o

Operator: NID

'é“ - L s aid S - - -4-66 . — g ——e IRy e
Temperature (°C)
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Sample: VTPB16B Run: 17 ‘
Size: 15.8990 mg Kcell: 1.0000 '
Method: VTPB16B T G A Operator: NID |
Comment: N2
100T—— - = --—T40
: i N
:
E
80 3o
] - |
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c
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o0 £
60 ?-20 N
i
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1 ~
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-
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g e - +1o
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200 T T 4bo 800
Temperature (°C) DuPont 9000
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Sample: VTPB24A Run: 22
Size: 25.4200 mg Kcell: 4.0000
Method: VTPB24A _r'CS /\ Operator: NID
Comment: N2
120 40
i :
i
100
—-30
’- —
80 £
£
] +~20 =
60 L o
i )
J ©
—~410 >
o
40+ é
~— ~0
20
] -
0 — —e - 10
5 200 400 600 800

Temperature (°C)

DuPont 8000
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HEIGHT

Date: Feb 02, 1995 4: 17pm

100

191- |

——— = vinyl-terminated PB (24hrs.base (VPB24BA)
—--— = 41st Deriv of file: VPB24BA (vPB24BA)
X = 98.878

From: 338.66 C
To: 398.38 C
X Change = 5.752

From: 398.38 C \
To: §32.49 C ’ ¢

F X Change = 82,353 \
1

1

e n 4 S, 0 4 At ¥ O

3

“80.00  100.00 .00

Temperature (C)

Scanning Rate: 20.0 C/min

Sample Wt: 20.293 mg Path: a: \ .
F1le: VPB248A Perkin—-£lmer TGA7

3 d d a 5 ¥ a
711 61 nanduaasmedininsunsa szrhanlediduanigyidiavesimiin fiv gamgll

Y83 OC,0 Bzailada weailnzladu
as aaa d
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= vinylterminated PB 36 hrs Acid (VPB3GAC)

X = 99,080
100 : I
]\L- 87.484
T t
From: 347.84 C
To: 402.29 C X = 87.4

75 4 X Change = 11,595

(%)

From: 402.28 C
To: 529.09 C
T X Change = B86.263

WEIGHT

" Hhw ihm e e Hw S diw 0.0 50000

Date: Feb 02, 1995 3: 31pm Temperature (C)
Scanning Aate: 20.0 C/min
.-Sample Wt: 37.916 mg Path: a: \ .
File: VPBIAC  NIPON Perkin—-£Eilmer TGA7

g1t 79 nyminsaamedinTasunsy senhanledidudmagaavestimiin fu gamgh
v8e OC,( Byf3laoa wWedl e ladu

aAmEaIMNARes 36 ¥ Wit nsadayin 08 %



100

(%)

WEIGHT

198

—— = vinylterminated PB 36hrs base (VPB36BA)
~—=--— = 4gt Deriv of file: VPB3GBA (VPB36BA)
X = 98.543
] §ql.x_- 93.669 ~t
- . — 1’
I -
!
1 X = ’ 4
From: 342.84 C !
To: 386.29 C H
75 4 X Change = 4.874 ! 4
(]
From 396.29 C |
To: 523.85 C {
T % Change = 93.073 | T
50 T i’ +
35 4+ -
- o
° Thw Whw e oo  Hw  Hiw e an S
Date: Feb 02, 1995 2: 59pm Temperature (C)
Scanning Rate: 20.0 C/min ,‘\l VY
Sample Wt: 418.342 mg Path: a: \ ]
NIPON Perkin-£ilmer 7GA7

File: VPB3684

3 d a 4 - b4 o W % ﬁ
91/ 81 namluaasmedintasuny sewhaledifudmaggnavesiimiin nu gung

A

weq oC,® ezadlada weddnzladu
d
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——— = PPG (pure) (PPG)
—--— = 418t Deriv of file: PPG : (PPG)
i X = 98,940
100 i ——— e, oy gt W g5 "4-
\
\
s
T . \\‘
From: 247.80 C X \
To: 375.84 C \
75 4 % Change = 98.968 \
g . .
1
£
o
H o8+
=
a8 +
0 80,00 40,00 3000 190,00 210,00 20,00 340,00 7.0 39060
Date: Feb 03, 1995 2: 00pm Temperature (C)
Scanning Rate: 20.0 C/min
Sample Wt: 9.787 mg Path:a: \ .
File: PPG Perkin—-£lmer TGA7
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—_—= V (15vtppg?)
—————— = 4G Vv . L
% = 99.091
100 = ] . e e e e .
|
From: 255.36 C
To: 434.82 C
75 4 ¥ Change = 9B8.766 J
&
T J
+—
I
S o ]
w T
x
% T -
i 4
o 1 1 1 ] L A1 L L L 1 l
50.00 90.00 130.00 170.00 210.00 250.00 290.00 330.00 370.00 410.00
Date: Feb 15, 1995 14: 18am Temperature (C)

Scanning Rate: 20.0 C/min
Sample Wt: 21.099 mg Path:a: \ .
File: 15VTPP67 Perkin—-£1lmer T7GAZ7

W é P : .73 [ -
71 109 asngasmeiinlasuni seywhalediudnIgauaavsnimin ny Qumga
4pq oC,M eAilada neanseRdvinanea

gavizAInaaely 7 1.




Weight (%)

Sample:
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VTPPG16A Run: 45

Size: 15.6480 mg Kcell: 1.0000 TGA

Method:

VTPPG16A Operator: NID

Comment: N2

120

100+

80+

60

40—

40

)
o
Derivative (%/min)

200 i 400 600 ’ 800 =0

Temperature (°C) DuPont 9000
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Weight (%)

Sample: VTPPG168 Run: 20

Size: 23.3700 mg Kcell: 1.0000
Method: VTPPG168 T G A
Comment: N2

Operator: NID

.197-

i i

T

80 ' \(\
40
c
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8
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- Eal
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i Q
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20+
]
0 - — — — -
0 100 200 300 400 500 560 0

Temperature (°C)
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= 2-2feb (K02) we s nie
—=-~— = 1st Deriv of file: KO2 ' (K02)
100 X.=_93.888 T

S .
| = /

From: 298.68 C
To: 430.73 C
% 4+ % Change = 93.632

(%)

l—.
T
B 50
o -+ -+
=
T 1
3 + 4
+ +
o 1 1. L L - L 4 1 1 1 l
5§0.00 90.00 130.00 170.00 210.00 2580.00 290.00 330.00 370.00 410.00
Date: Feb 02, 1995 12: 49am Temperature (C)

Scanning Rate: 20.0 C/min
Sample Wt: 417.668 mg Path: a: \ i
File: KO2 Perkin-£Elmer TGAZ

~

4 & = H w [

511 184 aslurasmesinTannsy swwhanlediiudmiggSaveimun Ny QNG
g8 OC,® BTA3la0R neanseRainanea
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— = {-2fe8b (ko1) (R TT ivet 1
—--— = 48t Deriv of file: kot (ko1) e St ‘
X = 97.495
100 S i T
| .
/
From: 317.57 C {
To: 440.72 C [
75 1 % cChange = 97.315 ; i
= /
1
'
1 | L
; |
= / |
85 4 / i
g /
H
]
!
% <+ +
!
L
|

e —————

0

Date: Feb 02, 1995 412: 0Sam

1 1 | L [l 1 1 L 4 L l ]
80,00 90,00 130,00 170.00 210.00 2490.00 240.00 330.00 370.00 4£0.00 450.00
Temperature (C)

Scanning Rate: 20.0 C/min
Sample Wt: 43.537 mg Path: a: \ .
RPerkin—£Filmer TGA7

File: KOt

. d d 5 U [
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= vinylterminated PPG 36hraAcid (VPPG3GA)
——==—— = 18t Deriv of file: VPPG3GA (VPPG36A)

100

From: 324.86 C
To: 435.83 C
75 4 X change = 97.778

%)

-
T
=
w % 7
=

E -

o 4. 1 i L L 1 1 1 L \ L

50.00 90,00 130.00 170.00 210.00 2450.00 240,00 330.00 370.00 410.00

Date: Feb 02, 1995 2: 33pm Temperature (C)

Scanning Rate: 20.0 C/min
Sample Wt: 19.688 mg Path: a: \ .
File: VPPGIEA  NIPON Perkin-£Flmer 7647

4 d = : W W o
51 159 nsmluaasmedinlasunsu sswhaledidudnsgedavestimiln fiu gamgl
Y8y oC,M BAilada nedwseNau Inanea
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= vinylterminated PPG 36 hrs Bas (VPPG36B)
—--— = 4st Deriv of file: VPPG3GB (VPPG36B)

100 =

From: 317.13 C
To: 430.17 C
75 4+ %X Change = 96.965

%)

WEIGHT

O oo b o Tio zho  Zow  Hiw T oo oo

Date: Feb 02, 1995 1: 58pm Temperature (C)

Scanning Rate: 20.0 C/min

Sample Wt: 23.236 mg Path: a: \ ]

File: vPPEIEB  NIPON Perkin—-£Elmer TGA7

3 d d H [ 1)
31t 161 asvluamumediniasunsn snhaledidudniggdaveniimiin fiv gangd
U89 oC,® vef3lava weansoNau nansa

ar é
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= Jeffamine (JEFFAM)
—--— = 18t Deriv of file: JEFFAM . (JEFFAM)
X = 98.469
1°° e N -,' =T
From: 181.43 C
To: 428.93 C
7% 4 X Change = 98.274 1
8
'—
x
2 o5 4
w 4
=
5 - -
o 1 1 1 L L L L L 1 I
50,00 90.00 130.00 170.00 240.00 250.00 240,00 330.00 370.00 410.00
Date: Feb 02, 1995 4: 51ipm Temperature (C)

Scanning Rate: 20.0 C/min
Sample Wt: 45.990 mg Path: a: \ ,
File: JEFFAM  MIPON Perkin—-£Flmer TJTGA7

4 da d = S e 9
i 179 nandugmemediniasunsy sewhenlefiduimagaisavesinmin ny Qamigll

wes Tolo-Da-(2-ezilunsefinyneansoiavlnanea(arafisdiy)



(%)

Weight
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Sample: JEFF7 Run: 10

Size:

Method: JEFF7

28.2870 mg Kcell: 1.0000 T G A
Operator: KIM

Comment: N2
15
;
80
10
T
£
60 <
38
) N °>’
4
- -+
40 g
T ! bt
C
[¢3]
. [m]
0
20
R R Y F T T 600 700
Temperature (°C) DuPont 9000

Ui 181 nsmlummemedinlasnary szwhwlefidudimsgeBavessimitn fu Qaungil
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Weight (%)
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Sample: VTJEFF16A Run: 21

Size:

Method: VTJEFF16A

16.2270 mg Kcell: 1.0000 T GA
Operator: NID

Comment: N2
100 e : S 20
-
80
—415
’ —
[l
-4t
- &
60 =®
[}
40
2
prt
2
404
P
V]
a
1
5
20
L
0 - - = — -
200 400 600 800 1000
Temperature (°C) DuPont 9000
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FATILATINARDY 16 Y. nIadonfin 98%



-206-

" Sample: JEFF16B Aun: 14

Weight (%)

Size: 16.2780 mg Kcell: 41.0000

Method: JEFF16B TGA
Comment: N2

100

Operator: NID

Tao
b -
80— —415
1 =
-
N
60 -10 ®
(0]
] | o
o
39
©
40 -5 >
C
[++]
i o
20— -0
- . - ' 5
o3 200 400 600 800
Temperature (°C) DuPont 8000

711 209 armluaasmedinlaunyy wnhaleddwiniguiBavenimiin fu gamgh
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" Sample: JEFF24A Run: 16
Size: 44.6980 mg Kcell: 1.0000
Method: JEFF24A T G A Operator: NID
Comment: N2
100—‘~~.— e e - - - - - T i
80~ -
1
R so-i; .
|
- -
[e ] H
ot ; -
(] |
= 40—1’ B
! .
20—4‘ - - St e —— e AT ~—’:
i
o4+ C e e SRR — S S
0 200 400 600 800 1000
Temperature (°C) DuPont 9000
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Weight
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Sample: JEFF24B Run: 13
Size: 19.3990 mg «Kcell: 1.0000 A
Method: JEFF24B TGA Operator: NID
Comment: N2
120~ : - —20
T
1004
i
; .
5 =15
B0 o
- £
: : ~
1 B
60 -10 9
] z
: I
1 >
: - -t
; [
40 o
i [m]
2 -5
204
1
00— e Py T e - - RS R e Mbvavsa o JaEe— _X-,_"ﬁf - 4—0
0 200 400 600 800
Temperature (°C) DuPont 8000
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(%)

Weight

" Sample: JEFF36 Aun: 11
Size: 15.5250 mg Kcell: 41.0000
Method: JEFF36 TGA Operator: NID
Comment: N2
100 15
)
807
—10
1 -—
c
-t
604 i E
L3
1 S5 >
i
W
40— >
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| o
[0]
! o
._o
20+
’ s
0 \ : T -~ T ™ T - 5
0 200 400 600 800
Temperature (°C) DuPont 9000
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Weight
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Sample: JEFF368 Run: 12
Size: 16.1940 mg Kcell: 41.0000
Method: JEFF36B _r.ca Z\ Operator: NID
Caggent: N2
—--——T20
| !
i
}
[
4100 f
1 !-15
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] g
; i— E
. g10 g
i
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!
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OJ* T T v T - - 5
0 200 400 600 800
Temperature (°C) DuPont 8000
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