ZIHS3d 10-2007-0089993

G (19) d&=573]% (KR) (11) Z74HME  10-2007-0089993
- e A o
‘ (12) ZAESZHA) (43) /LA 20073094044
(51) Int. Cl (71) &
CO8K 3/34(2006.01)  C08J 3/00 (2006.01) 2D olwnlolE s S2AE= Y
o ’ ‘ u] = w ] 2 EFE 55133-3427 AIQIE E 3], o ut
(21) 294% 10-2007-7015462  h3a27 el AE
(22) =4LA 2007'307405¢ (72) are 2
- o =2 O
AR e wa Fet o
SR=% =X ’ = : _
tﬂﬁ?xﬂi%x} 20073074054 nEr 55133-3427 WM AEE AIQIE E X 2E ©Q
(86) FAZANE  PCT/US2005/038586 3 Hla 33497390 AlE]
TAELLdA 20053109254 EE N
(87) =rAlE7IAZ WO 2006/065357 )5 55133-3427 MV AERE AJE F E2E 2
=AFALA 200613069222 )2 vk 33427390 AlE
(30) S-AAF% Az 2, A= Ao,
11/011,538 20049129149 1] = (US) ) 55133-3427 MU 2EFE AQIE E X AE O
322 wh2 33427390 AlE
(74) =l
AA 7], A3
AA 48 & 0 F 28 3
(54) Y=53A o Ax B4
(57) 2 ¢
SGHE 7l S84, AskA 2 A gl Aol E(layered silicate) S wigsla, 47 @RS 753 S84
g Hojx RpHor wnEAs] HYgAS FHA. 47 BEAZ FTA FA wFshe] GBS 34

fsi3 /’\ oh;‘l_.



10-2007-0089993

ol

=

=

H
SAZA, A7)

e
=)

L
o

st

°©

1
H

k<)

il

% (pendant) T2 B3

P
-

7 FAmRE @

1

58779 ¥4
379

=

o

12kl &

sld N, 0 == S 9

w3

€}
=

1g] Ao Eo &R

T
T

[}

=4
A7 2
AT
A8 4
AT
A+ 6

BN

=

dr

of lojM, SAskA=

3}
2

A1

3T

23]

2Ex

shAl =

244

ol SlelA,

AT% 8

&

A1

!

of lojM, EAstA= B

z‘%]_

Al

371

—_L
=

ol 2hefA,
11

A8 10

%
1
&}

[e]
1

[e]

ko)

Chay
Al

A 1%
BT

21

sd FA47= B

of AojA, x

&

A1

)
ToR
2]

JEDIES &

 oln7], mEH ofFwy] Ei

7], B3

23]

it
o

o)
S

)

A3 12

z=
frl

p—

A
o
oA
o
el
<0



E, A}
F o] A}o]

1

k1
y =

Ezol

10-2007-0089993

[}
E a

=

=

H

e

HE, vjd oH=, A 1,3-Hd, AF
, o] e}l

Ea

)

s-&dd, vid ol

A, (ME)opaH ol E A, ol Ad2YEH, HEGEFRAY

A ek
& 14
3

2738 13
AT

A1

23]

wi

| == Aol

S|

E
—

A8 15

b
frl

™

I

2319 30 % o) AS

KR
T

&

L
o

A

H 3}
=

16
ol 2hefA,

A8 17

18

5}
1
%

[e]
1

o

AT
(masticate)
AT
AT 19

A1
A1

Fe 53] 60 THD ©

&

YA E A F(platelet)?

=K

b
frd

—_

[
™

I

—~
o

jozel

el
,AO

20

5}
iy

AT
A3 21

A1

)

2]

olm™RUEY

€}
=,

2l okA

’
3E
y =

A

H 3}
=

o lojA, S A

22

ol 3AoiA,
24

A3 23

T
&
T

S,

25

AT
|22
=REREIS)

3T

A1

23]

ijl

o lojA, A A4

2y

A3 25

|22



10-2007-0089993

o7 1 5% WA 5

=
R

=

=

H
7]

e

20 WA 2009] =9

L

L

A o] Fa]

=
T

A

A

Ol

i

k)
w

27

2

AT 26
3T
AT 28

A 22

el
fed

)
o
ToR
2]

N
A

=
=

A

=
K3

7 A A
Hl F 7] €

<1>

TR

il

e aevle =)o) 1ol A4

Jl=

Z

b, s

S

gofell <

A H.
e g4

A g Al E AF(platelet)o]

=z ]
=

E

e 34 727 Bgsle], )

)

i

i

k)
w

o]
T

o
o}
B

<2>

tel, 7470 A2l Aol

o

1 2%

A AE A% Fto] I3+ "Aeg F7t(gallery
3]

A (intercalation)"o] 2} 2

H| 7} ¢k 100°0] T},
kel
7F S
, A7 AN A ACIE Aol H Atk (exfoliated)" B DB =T

]

%

[

=

2 AT S 1 vherlE o],
A7}

<3>

7K
o
e
~
No
]
i}

A7)0l

/Kol

TPA= S

o)

=il
2]
my
2l

=

%

jmyl

o, &gl

P

THEA (A=

jozel

R

B
>

b SAl, A A

pud

—= O

[e)

S A Aol Egte] A&
FEf ol A,
H3 7%

€
=4

<4>
<5>
<6>

=K

=

0SS

I

TR

I

B

0

in
)

%

[e]
T

!

e

!

PN
T

il

=
=

<7>

gr3se], N, 0 B S datd] 6243

T

glso] A,

=13
=

=

<8>
<9>
<10>

;O.._
.6D
2]

N
o

3k dAE

A

A=

pud

@ F¢

o §H3 JbF

A

bof gt

o

g

=

<11> =] <}

<12>



<13>

<14>

<15>

<16>

<17>

<18>

<19>

<20>

21>

<22>

<23>

<24>

ZIHS3d 10-2007-0089993

2 =
3, A8 BRI FHAE JeATAZ THAE A § 8N,
H

Aol HEH vhsh 2L g "YHE b L HEH'S Belojo]u;
gl "guEH FPA'E HoE FRHOR GusHel, N, 0 BE S A4 FHATH £4 94T TR
= s oo F471E AASE FHAS sk

go] "(ME)et" e obd B/ HEadS EstaL;

Tl 485 mhel e gol "AY) = TS TS

T

o) YA
Ekis AeEACIERE, dE 50 Ad d2dgAolE, 4 d2dgdolE, 7] /HdE A= Aol
o =

=
s [e} o
o], F7IAE) ¥ olE9 XHFES E F A

(el

(M do g
i

i

@ Pz A ES oz suElo]E % sueolEd HE, oy ERARblE, RER S, HIE
o=, WoldetolE, SEetelE, AELbolE, Ab§mbolE, FRo R ol E, 2ERAlo|E, BEsmo]
B wbHelE, ArbelE, RrelibelE, AmEwallE 9 oEe HgAE & & o

st d2AgA0ES o 2E va 53] A3,252,757% (Granquist); A|3,666,407% (Orlemann); #|3,671,190%
(Neumann); #|3,844,978% (Hickson); =#13,844,979% (Hickson); #]3,852,405% (Granquist); % A|3,855,147%
(Granquist)oll Al vfe} e A5 Wil o3 Alxd S & F Urt. B 34 T2 AET} AlH
Ha gon; o& Eo] HALAF Z2Y A~ (Gonzales, Texas) A2A 9 Southern Clay Products, Inc.oll <& A
=7 "LAPONITE'Z uj=lar k. o 24] "LAPONITE B"(3A T4 SF =24 A0E), "LAPONITE D" (34
= vladle AElAle]E) 2 "LAPONITE RD" (34 S4 AeAelBE)E & 5 3l

mﬂ

Loy

F7IAEE ofut o] el Age S AdAS AEIE GEntgete] Alxss 2HEEY HE EE Ao
EQl Aol AP Aoltt. A7) T3 AdAE T T oA F e 71 sfEdd Aol dFHed. T4
F71 T3 Al d2e 54 e, A7 o=, JdxHE, H9E, YEY, feof, Jt2RYE, ¥4
HAolE, EAFUCIE, AuolE, d¥UelE, UER 3= & & F dth. T4 77 S AdA= &%
A, s, FFAL = o, Ao Mol @ oS s AFskA Fa FAARS T 47 HES]
Tom T AT 5 oSl ARE o] 24 T3 AdARE dol2A AWMLAA, dd ANS, BFS =
= AW opnl, 2 gl dufeluo] R F(1AF, 22k B 32h), ¥A2¥F EE AXF FRA% 2 2w 3
s 5 F U ow SAFERe, dE 5ol 43 A4 Aol AFE st o) A ANF V(s &
of, Setdd, vg2d B oHd)E ?:H"r%}—b 42F FEH 0]%% s T %E‘r T7IHE R ool Alx W
= =

g frHEZ AU TEUde2ZRE o875 3d e, & E9], Southern Clay Products:® %4
"CLOISITE" (Z7 vkl &Fnlg AeACIEZNYH Fx8) % "CLAYTONE HY", "CLAYTONE AF'S& ®]%g
"CLAYIONE' (1 YEF WEUoEZRE Fx%), "CLOISITE 6A"(7/H2 A &% 140 meq/100 g), "CLOISITE
15A" (N AA % 125 meq/100 g) 2 "CLOISITE 20A"(ZRAA F% 95 meq/100 g) o & T3 F7HAEES AF
T Es T3 Aol 4 E FFo]=(Arlington Heights, Illinois) AA}2] Nanocor ZHE, o=
AF3E v "NANOMER' 2 hwf T},

ARAon, T4 A EE -4 HARD) R/EE T3 AR @AvAIEDH 2L FAD W6l o8 =
[e]

@e?;ﬁi&%{ﬁﬂwmsmmwkzQWﬂWm%%%ﬂﬂéﬂ,%Eil%ﬂﬂﬂQQJWHéﬂﬂﬂ
E 5 Abele] S3b Atqle] Al wt, AY] S50l R WA EelEe] olgel vreHa, d-3 o] XRD
v TEMOl ols) A &2 w7 —%— AL FrpRY)

37 gEE bed A dFHa ned SV A de FAE dRdY. GRS A, HE
" S471= N, 0 B S Aol A%d 74 dAE dshe 54718 4. dE 5] t-FE olzHE
T Sl A sell gREH] FEehE tERAL B o] ElS AT S ATk N, 0 EE S Al #



<25>

<26>

<L27>

<28>

<29>

<30>

<31>

<32>

ZIHS3d1 10-2007-0089993

FATE T4 dAE FHsteE FA4719 dE2E -SH, -0, -COH, -NHOR, -NROH, -NHNHR, -SO.H, -SO:H,
-0S0sH, -0S0.H, -PO;H, -PO.H, -C(=S)0H, -C(=0)NHR ¥ -SO.NHRS & 4 o™, 9J7]4 RS H e do=z A

S 97, old, 9o Ei oh@d /1% UE. B8, F42 N, 0 B S Adel FHATE 54 A4
T we TYNE EF AT £ At A7) TH/1Y QS B, 27 & G, 9e EF
=

K 7?%?‘} 0}‘:’]57] BE—*E ol 2FES & F IdH

GRS Jhee TEAE Ao A Wy, d7d dscte A FY 3478 BREste] Az ¢ vk
APHoZ N, 0 e S 9o ZFH 3l o]t 4 X5 FFste 4718, 4719 jkgslol (S5 1
Z3te]) o]l& N, 0 =& S dAd A3d 54 A7 e FEH Ev o] doi HIAIIE AT Al
HEEAI 024 GRS 7 FER A 5 (S BHEE 5 dth). o]F grR3E Y9 S47E
AT N, 0 e S 9o ZAFH st o] e FAYAE Fhdte F47E BEaste WY ¢ dsdte
Hod FA7E gHIsE Wye dy FAHo Jdar, oF o] FE[PJ. Kocienski, "Protecting
Groups", 3rd ed., Stuttgart: Thieme, ¢2004, 2 T.W. Greene % P.G.M. Wuts, "Protective groups in
Organic Synthesis, 2nd ed., New York: Wiley-Interscience, c1991]9] 7]& =] dt}.

H3H 3| =F478 Fste =9 d2 dH 2, o3 tert-F4 oHZ, Wl dHZ, p-wSAWZ
olH 2, 3,4-t]-HEA A oH 2, EFE 2, &4 ez, fd o HZ, %i‘*]”ﬂ o E ]E, WS A W E
AHZ, 2-HEA N EAHE OﬂEﬂé, HZdSAHE g2, p-HEAHMASAIHE 2, A8 JdeEZ2(d8 &
of, _E.E]Dﬂa)\]a JdHZ, Egoedd JdHEZ, tert-FEUHEAH OﬂEﬂé, tert-FEUH AL oHE, E
oAz 2dAY oHZ, todolAZaZAAY e =, gAryedd JqeE=, Eguddd deE=, o-
tert-FE g % OﬂEﬂe 92 2-(EY %@"é)oﬂg/\]‘?ﬂ% AqEHZ), HEZs|=23gtd JdHZ 2 vWdEE

g oHZ; o ~HZ, o7 oA HE o ~HZ, HZdolE dqAHE, 3L oE o AHZ, HEA A
O|E o AHE, FEEoAHCE Oﬂ/\EﬂE 2 PEYUYolE o AHE; W JFERYOE, ALY #HA 2R
OlE, prHEREWHE FtEHVO]E | tert-FE FIERUY|E, 22 2-EZFEEqY

T FEE HIVRE, A5 E9

Aol a}e_wom A

CREAZAERYSA, -REARIEE R B GUURA AE E 5 Ao -3 REAAE 5O, -3

g dzdz, -7g ﬂEiLﬂO]E)—t—, AgH 0w golahl AAY 5 i 7% FAE(l2PDA)S 7]
o.

4%
FEAZE BN = B Aol 53] F835

Hod H&rlE FRdte sEe] dEs 0,0k, o oAz zdeldl opAle, AlEEAE
otAlE, AlFEEAd obAE, obdvdl opAE, wi”dl opAlE Bl Y E Rl opAlE; 1, 2-HokAlE, o
A 1ai§1"&—1,2—"4°}*115“;‘ P2, 3-HokAlE: B A-R FEA], o7 1,1,3,3-HEHo] Az e Ay

A YW fFEAE 5 5 .

l

Rod HErE st
E

= gy 7 tert-Fd EloH =, Wld 3 A WA E
AqHE(dE 5o, ETE E| Lol +

= R
) 2-(EM YA N E Bl oo E2; a-Aloh ol d Bl oodHe; o-%

e ol ~HE, tert-FE od2HE, WA ozHE, & 2, v ez, & | =
AxdHZ2, 2,2,2-Eg|E22dd o2, 2-(EWELdD)od dH2, 2p-EFAxddd g2HE,
ELddd dagE; 9 2-X3-1,3-SAEH S E F U

HoH XAFolEV|E dfdte g d2+= ¢ d2dHEZ, 4709 HE o 2~ |aZ2 o ~HZE
2 tert-5FE ol2HE; WA dxdHZ; 4 o 2HE; p3EFAH YA o AHE; 2-Alofo € o ~HE;
-ZFoddd d~HE,; 2-(EgWEAd)od o ~eZ; 2-(eEdxd)odd o ~HZ; 2 2,2 2-EZE=

2o g o~ Z2E & F UL}

BEY oher]E FHEE HERe Azt ovE W opu=, on) Zeed ¥ HEFIFZZTGRY o
e, HEelgAd olE B EelER o ol Eolu|=; sh2ubuo =, o) WY stzubue] =, o s
SO, tert-¥8 ZA=ubvo]E, WA A=ubvo]E, %Y s=ubvo]E, o-EFeddrd euvol=

_6_



<33>

<34>

<35>

<36>

<37>

<38>

<39>

ZIHS3d 10-2007-0089993

2-(Ee WA NG Aol W 2,2, 2-E FR 2 Y 2o E; MY FEA|, A ofP U Eo}
ME()E Fol, pETAMENIE); N-AAT FEA; NO-obAE, et WEA ol EefobA i
AT 13-El 15,5 B elob A W2 Al Fd, A N-Ee R Adob f2l, 22,5,5,-HE

el g-1-ob -2, 5- At F2AT FEA; 2 oolm W oubm fEA, Y N-ul(PE L)W E ol

2 N-Usde el e E S g

9% AYFeD, A7) GAL LEE FRAT St I3 AR} wd 249718 .|

U PSR BIAEE Tk AL S A A 0 Rol S oIl wid IH1E B
H
&

=

st ol el nsE F471E
(ME)otaAte -3 e EYAAAY daEE 9
T 7hee OFA; BRod s=sAY], A7y s=ZALA (ME)otad g o] EL] Hd
o]E tﬂ Na oﬂEﬂE _01—71 oﬂ g, LI
gz T 7bed 9 Al BREE otvwr], dAd t-FEvtERvEI R (HE)ota
d-t-F8 st2utv o] EE FHiete A dHd T 7bedt 9 Al BREE ofv| =T, o
A)(HE)etAadopr = N--N-Egjd A (F E)ota ot = 31 3 iﬂr?}é‘%a

oo
N
il
g_g
o
prL
rr
2
£
k)
o
)
ofN
m?(_:
N
olr
=
L f
ol
N
1o
2
fetl
rr
f
o fol
i)
Y
[l
i
N
2
e
2

£,

[l

1=}

-,

[
-
)
1n
HU

o)
i
il
2
!>
g

|
ﬂli
U?L'

im Jo
prL

ol S 2
o
> O
I,

o
o
ol
ol
rir
)

TR .

E] r= 01—37}\]01—71 o E

—_La

_{
R Ll 5&
=)
%)
m
g

=
5
=
I ¥
m =

ﬁﬂ
)
o
prL
rlr
R
Ho
o rfr o T

= : 27
R AFALA oHES diets sole T T ‘i‘r%‘ﬁ’ﬂ, iiﬂ O}Uliﬂ GﬂZiEH t-FE 7= Ed
(UﬂE)O}EL golE B N-Hd-t-Fd FtEnt o] EE fdles ol T s 9RAl nog ofv=7)
A NN-HA(EYLALZ) (A E)oadopn| = N-dA-N-E| G LD-(WE)otadetv =, 2 Ad 319
s @T"r’é‘}—t— ol T 7hed dHA; ® HoE HAzZs|=gy], g7l Az =gy (UﬂE)OFia‘ e ©]
ES AY BlodH =, t-44 FodHE % dFAL HoodHEE didts fol2 T Ve e GEA
s 7+ Ao

(

=%
o
2 oy
ﬂ
oz
frtl
e
2

Holl A, ofv| e, S EFA e dxs|=g 7] §
%1 }(Mlchael addltlon) A& 2L

, 0 e S Azl AFE st ol 4 dAE T
a‘ X—LO_E 7H/\]Xﬂ /s A SEA o FA A A7

v
Py B

2 b fo
ox
o N .

o

4 2
%
K

o met o

o= < o ] )
(r 1
=
o
£

o g pot

o
A
o
A oy

rlo do
v 2
%
)
s Eg %
S 1o
o oﬁ

off 2
o

ol

_7_



<40>

<41>

<42>

<43>

<44>

<45>

<46>

<47>

ZIHS3d 10-2007-0089993

ol @AY BbsE 5+ Aok,

SH3 s FA AxE AT Fre] W B AT, dE 5ol v
Al(Nelson )l 7|&5 o] o}, o & &
WNE B3 g7, By wkg ], wgk = ,
A FT A2004/0024130%. Al(Cernochous A2003/0035756% Al(Nelson & )ol 71&€5 o] A& npe} 2
25 Ale] mmyk By wkgv); d71, A& FZ 9kgY]; hEV dE EY v 53 A
5,814,278 (Maistrovich )el 71&5 ol = vk} 22 Y7 4% 7] (shrouded extruder);
96/07522(Hamer %) 2 u|= 53 #5,902,65435 (Davidson 5)ol 7]<=o] & uie} #

%E olo

44
]

oue
o
ot
3
oo
A

i)
-
pass
ne
i)
f
}O(l
N
)
olr
S
of
oot f
i—’?
>,
[>
o
o
>
N
_O‘L
rlr
[
ol
ok

24 e 2944 FAA 3
ol Yz ¢, 719 HI-E& A& A9 F&(reversible addition-fragmentation chain transfer

=
polymerization), HESHA = YEFAZ(IAF 24 ddzd £ A% d02d) vl 388 5 & o

¢

dEAoR, BRI e T8 8310] oty &§ ZheAelolof . dE S5, V] BRI Jhsd
TEATE Gl 7F8AR A5, ol F BT AR A7 &vjel Mg 5 . Y] 2RI Vbed S3A=
dole] e, oAl A4 STdA, HolH P (tapered) E& FHlE
(gradient) &3 ¢A, = &5 ¥ o] 5 TsdANLE # den, o
Ad, 9E, Aadd 2 8ge 23S 5 e, & o 7tk &8 7t 8 7R = obd 33k

THA UMEHAS FEeHA SFotof .

e oy
N
1 1
P
N
N

SnE YRS dnHoR Ay 54 nislel we geba, A8 Sof sht o4 ni® G471 A
togdy] Solo] o)@ RS W/EE AFRAE £RT 5 Ak A7) BEe AgAom YA, Ay B
S/EE A EE QY] S mE NS EE S TIeT A7) BdsAle 54 ek 2gAt Tl
oJEA 7o, Adwrdowm pE® F47]0 GuE WA HEE T 48 @ 47 BHsA 54
e, d% S0 UHE Jbed FIA del 54 wE® FAle) Wk W 4 ek, SAFA ] witel glol
A OER W /EE e A8 S AT 47 258 F4719 grs Fol AF wsol 9 Atk o
Sof, Tel(ME)ota@A ol sHlZe] A Fulo] % GolsHEE i A WgoR TeuEAALNS G4
W F, HF wsetel TWBARA TLES G4 5 QA GNE WEOR wEH /|8 o Fe] F/=
WS AA, dE Eol ¥EE UREE F4vld adxdgend fEA 44ES ¥4T ¢ At

QAR NGl A, BABAE S, i), Fola 4 EE Fols @Y]E HED HAsHE 2 L nes
HE @719 5 gtk B 3gol A AL E e sk o], §of "HAsEE e A FlAZA A48T F 9
E Aol B4 Ei 0|24 HEFL Austa; §of 'Folx e AE FEAA 48T 5+ Y A
o BAA EE 0|24 HetE e onainl; go] 'HAXHE AV'E PR FAARA 28T 5 AE A
o BAY E oled HAFS SJu)sa; §of "Fols W AR FAMZA 48T 5 A P9 w4
qwe oled HuEe vt

3+ 2+ 2+ 4
Folx ate] dmi glele] o AM F& ole(dE Hol, 1, R, NiT, P, Na', KD, Bl B,

=
Ak, Qb BEShpadt Boole] i F3kE ), A7l E S0l AL, o EAL, EYER RolE
Ab, EYERROHAEN, EFAAEN, QI REEA, AT EA, A-FEAAL, vEdEA, e
3}, R Es, EY SRR E2A, A2 8 ve-E Rl E) Bl o5 2% es 5 7
oh;]_
AA .

¥ A(elE 5o, Holdeony o EE Edoddxy ) 5 4 AT

(<0

2ol 917)9] e PRy PCly; 9ole] S0 atdE o] &(e]E So], Br, O, F E=S0,) @ BE By

_1



3

=

10-2007-0089993
=i

0

5

0

=

=

JH

e
=)

29—

Br; Cl; F; OH; 0.C0, ; Ny 1, 2

& ohrh,

7

L
.

ShAI Rk, o] Zo] e 2

HE= 7] o=

tofof

°©

1
H

k<)

=

A
=

d SHA

3} A]

gl Al o] E o}

=

2]

Aurg oz,

Eal

<48>

TNR W Mo TwET TP MTE LR TR "M oo %o H KT 5=
MU zo o o 4 - o © o sz | 3 B U~ oy wr 5 %0 T8 - o = e T o W
™ —_ 3 O# oK o piw o s o — = o T T < o i o5 0 03 K Njo
oy o T I = e TN GRS "B OUBN o= T :
R G e o T ¢ W ko AF TxB% 5 shnlT4 BEF
- o _ =
~ " o W T HTMmﬁﬂM%ﬂ Emmu W o g WP T g R M T <Ay <
A i o] = = - X > o W —_— Ly iy W % . N g
<O [ v o o T ) A ™ N~ X T BE R M -~ R o So = A HA| o o 0ol N o) o =
- T 5.0 = 5 R ,DL < X0 ~o A_I = = . T W.Ml = oﬁ — = = N n 5.0 0 O# _io ol ~ 5.0 o
FTF gET TRUSDEL cET L FETR Sppg ol dadtEe w7
T N A o W D <o E = Mo X — AT YRR S
B < o 2 o o N = 2 o TR ooy 8P Bogm o B O ~ - T
_ — 5.0 oR 03 _zT ot D W _.#o MM ﬂ o N 111 o Lf b _z_:v —_— m_m o o XL ;o.# — =R -
= N oy | frosa %0 ME mr X0 oo o Wi A o ol g O N b | Ll R P
N R S Ak o o T a2 TR AR MR RgWaz = | REMOT g No &
O# OME — ;L.OE LO»O o~ m 7L Dr.c Lf c.: M - ﬂe o Fi #o.# o ,IV_I Zt o ,IV_I M m_mo . 1_”‘._ HE M# o ﬂ o ]__/l
PR Sey po BT E B 4hoT =aTo Mg kFEogo T
) - - = ~ vy ] —_
Aﬂ g e SN TRl B®E Mﬁ B M e ﬁ U o B g, % o
W o o T PR e g1z o W N L FTH L = o L =
EE = m_m e 5.0 ;o.# — 5.0 10r <P o N oKX —_— &o o 9 [} "R FoEK SRy
e WP 2T ey ThyE el TEDE by op EHT @
TRF Zen BURELZy bedF T TE omiag 04 Deiigy £
foPme EXE g RETLET glmg BEET HETo ook =izt gF
s, eﬁ o} mmm M iny ﬂ_ﬂ %0 B mﬂ_ K T A= TN w < WE MM ©oE ﬂr = ) Mﬁ = Np ry m _1#1_Q_M %/F = ﬁu,u_ o
[ S - Pl o o A o g N D
NS S R G R I ° LI o X = NoNemE N L W R
— = ol
NyT %M% ﬂmwﬁxmﬂﬂ% %wwmm Ewgaﬁﬂ %Wova mﬂo_owo %%ﬂﬁ%% ﬁa
ol 2 T & N — oo mu A — ~ — o UM e = T jadd G Oy 0 e
o No = o RV o BT o oy 2 Mo o o X =
He®, ~22 T el 5T FELRp® Tl Kl s
5 7o M s o oo ooy SO o RE O = 2 i Mo ol w o o ; T
! R = WO g RO oy XOX oy e < o — NB o o— Mo M o
o " = wrm IO Mm R o M o o}l % o MM 0 u_ CIES Mm v W 2 &
N — il ) TN T . AN Y X -
e ex P EH L TEF B g g T G BEE @ s My e oo
w 5 = - <H S = Mo — < W o= %
5 0 % oy BT e o B W T e e = T o o o N L e N a o fo © N CURT
2 - Jjo ol o o nn = = = © HAA ™ Mo = ™ o fo Mo = WW Aoy e = =
e T = - - Gty DR o AT e ) ) oz o i~ =0 ©
Tre®d N2x BagrgPel Zoy Troim Bhal zex ZELTal  E4 .
~ ~ [ .o = o 5 " o = % )
CH gk HEE CTog T LN aiw, R PE TR Bl o PELE pag
—~, X X —~ ) — ) o~ (e
<0 ﬂ.l . <0 No 0 cé ‘u| T N To = == iy o’ Ty N K 5.0 ‘D| oly ﬂrﬂ
wEEuw Phes e BB LU SRIT 2EEUe oo 2R ovadaT ERE
o= L ol . Sl i B A _ SN s ) %o 5 =
WT# _&.N JHI ﬂM % o ﬂ/m i ] = S ) 51 o T MM W E N B = ar MW o] ,,.AMO o QU Wo S R .M .Xo Wﬂ m/,x 0 ,w ) = o
—_— i < ] = K ) o larad - — 2
E.&W.E ﬂ&miﬂﬂ%ﬂﬂ%ﬁvdﬁww aﬂﬂoMu%AH%&mMﬂ HL_,ATW ,Nromm aaxL&maEMo w/,ﬂoo
- 2 %o N L o N " N X s —_ S = ) —_ Sooul o . R e
B0 5N oy 3 No ~ - ol W o . 7 B K
bo N HL . HL o9 ™ TO 111 ol 5.0 ~ Wy o AL LN ) — 0 Lf X ‘m_mo S
LT PHaT PORS B o Bhoh PIL e wwmw ) TET w Ry LR ME me
) o ~ ™ B Mo L o ® o iy TN N K oy = No mm 2 ¥ mw/o =3 ~ xal =1 o
ol o o oAy ) o 7 <O oy B ol b = ol do o i W o] T =) il N mK o WS- g
= oF RO <0 W = N Ao NoOR TR { N - 30 N T H ajo ) = el X Wy o = 7o =K A ©
ﬂ%i q ,Jx.WPL ol - e — o £y ymwuﬂoou o o =3 4 F o AT Eﬂu]ﬂﬂ
oy oo X aK Tof o oy I P B o AP — E - B P e o
! ] i B b | e N o o W ] A
X0 o o Lo D, % g 2 ofu ) ! TN K ajo o R ol — o L omM o
W T ou of o W wE oW Jo o o = L Mo mm SO\ ~ o] B Bk of/ i <° oy = 2w 2 U
=T "o ol =T o x < e X = o) ™ o . 9 o o Y IR R g T
NOE W w RN N M N W A e W N de I B B T N N Bl IR WG W B N
RERN FWRH RPN AET T L RN EFHT PO AT TN ERT WGP T
JAY JAY A AN AN A AN AN A
N (=} — o o <t Vel \O o~
<t '] '] e} e} e} e} e} e}
\ \ \ \ \ \ \ \ \



<58>

<59>

<60>

<61>

<62>

<63>

ZIHS3d 10-2007-0089993

o

oo X,

T
%

2

o

ofy

%

2

&

X

o

(o

el

rlo

>

(M ofl

o

Sulel &4 9 ohE, WU W £EL & 4+ At
27) WA el A fAl FFA FAS s, oln FE =Y
W) w5 AE FACIE Fol, £8) B 2IL I

Z 180T Mol A& g AN, o] W o]9fo] 2mE EI A

o riz

L Lo
[elf

e R

N
S

5 M
U rlo
r2

==
)

ol
e {
o
o
N

%
5
o

o i ofN
N

ich
X
o>
= oo

TR

o2
]
4 o hu
N
o
i)
s
fol
N
N
ofr .
%
ofy
)
2
i)
ox,
ot
2
e

ox ¥ o\
TS

s
£

01]% % : *JWE g o 2o 24 54
1 ! o=

i
i
i)
X
<
il

4w
alos
o
o
oS
o
B

i
a4
2
=

2

2,

1o,

1o,

I O‘W
%

2

oo
>

Ll

f

T

L

o

>,

>,
=2
>

oo

]

4

ofl
)
o
ftl
r so
i)
o
2

il
= Y
M

& A g,

T&3 D7taA THA FARE, dF 5o EFUGE, Jddd FYETEeE) B FYUtEEEE); 29§
glet, o Elo]/\/\lohﬂ ojE, dldf 1,5-1= 2R tojiAlotdle|E, p-# il tlol Aol E, n-d
ol 4 4,4'-gd g goliajello] £, 3,3'-tmEd-4,4'-t] 3 d
] & Elolif\]c’}ﬂl ]E, 3,3 Elﬂﬂ'é -4,4'-H]3d HolaAlodle]E, 4 4'-tudeo] Lz 2d e gl o] A ofy]
1E, 3,3'-tuld-4,4'-t]dd tlo]irfetvle] E | 3,3'-tiWd-4 4'-t]# dH gk T]o] LAJof|o]E | 3,3"-T]H|
SAl-4,4' -0 ol aAjopr]ol B, toly A HolaAlotd[o]E, FFold HoliAloldlo]E, SAvERl ¢
V\/\IOPLﬂ OJE HEi= 4,4‘—El°]i*l°P%EElﬁﬂétﬂ1%ﬂr A9 A "2, 9xd ZEESER ofr o
Z(gd otdselE), 8 (1,4-FEd oftdo]E), Z (L AU E), Z8(2,3-FEd=A
Lﬂo E), E9dHE v EJJr«] Hheo 2Ry fid Ee g ZYvtERvolE, dqid (v vl
(4-39d) 7t2R ol E), &2 (1, 1-H=E H=4-3d) 72l E), S (Y duet v 2= (4-9d )72 By
15), Z(1,1-A 2280 v 2 4-9 )72 R0 E) = £2](2,2-(A| 24-3| =5 A9 d) T23) 7t= W
1E; 224E; ZddEe oz A Zdeotn=, did Z2(4-opr mRE22d), S A el ofr
ot =), Fel(6-otr|:mdatl), Eel(n-=L 2= ofrZotr =), ] (p-A A Atopr| =), Z (v ek d

>.
>,
[
2
££
Tn
M
,4;
Hﬂ
i
=,
a -
_O,
>.
>,
[
2
=
L
i

[

[

[

olaxeolnz) 2 Zg(p-vdd HelZeoluz); Zd2HZ, AW Z(NEd ofAoE), Z[(d
gal-1,5-UzegolE), Z(ddd-2,6-ZEeolE), %31(1,4—/4%&5‘4*& O gd gy zgelE), &
HoNgd#d SAHZolE), 2 (Fe-3|=EA MlZoolE), ZE(1,4-A1F2dAd trdd gy Zeg o]

E)(cis), EYQ, 4N 22289 tvd gz 1E)(trans) Zoogd gy zgeolE ¥ Z|rd
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2o A 5 FH% Bl Ak, FASHAE, 45 AAGEHANA, EA B Y53 F S A A0 Eel
st vreld A A E A3 FgH|7F A% 1, 2, 3, 4, 5, 10, 50 o134 4 AA W, By} o FFH| B
w3 gg3 4 9l

Eoado wE b (Y8t £3H)S A4 AH(dE B0, £8EEAY, B oo &u Fo| AdH)
2 AFzsta 7tFste Aol AP AHoAuE, o]E& TS, o FE Eo] W /X do &l AA Fol] mAR
A ARgEE § 9l

Y& T T4 FAE, A8 B d7FRAd 49 Ao Wa4sAY, A48y TFA 49 A$-
Ao FErxoz AHAA nyststAY Aske 5 ).

wrgol whel Al A=, dE 5o wiElo] A& (barrier film) e W B W =29 Azl F&3t
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Eodlhgo] iHe oS So] 20049 9¢Y 1942 99 v 53 &9 A10/931,7325 (Marx %) @ m]=
3] A16,448,353%5 Bl(Nelson %)°l 71<® A & o

7 d

& 4] o
Ge) WASA B A%, QA R AN A PR Fo BE R(art), WEE, W& 5L T AF 2
E

]
B, Axel Fo) ALEEE BE Aehe AuA 3t ¥

Y —EL
Missouri) A€} Sigma-Aldrich CompanyZ%-E F53GAY o873y

9]

at7] FAE A o] Aol A ARgSF3iTH:
ok X A

HC1 0.1 N 94k,

LS1  Southern Clay Products”} A%¥  "CLOISITE 20A"% A|#3+= 7] dE EZrdg=
UolE HAE(HE o AA, @& (tallow)(~65% Cis; ~30% Ci; ~5% Cu), 4xF Q3UR¥H); d-5 3+74 =

2.42 nm.

LS2  Southern Clay Products?} A%w  "CLOISITE 30B"® Al#3+= H7] /dE ZErdg=
3]

Z 7+A0] 1.85 e Ro=w Aztg.
LS3  Southern Clay Products’} %W "CLOISITE NA = Al#BE= HA  ERIYHZYolE A
E; d-5 A0l 1.17 mRl Ao Azhg.

LS4  Southern Clay Products’} A9  "CLOISITE 93A"=® A#3+= 7] /MzEE 2Rl =Z
Yol AE (MY, o]a3} BE(~65% Cg; ~30% Ci; ~5% Cu), 3% FAURE); d-= ] 2.3 ]

= A%,

P(1)-BPTMDSCP "&] W (living)" Z&(o]AZd)S vWeoln=(yue)F2z24H il 1-(3-Hzrxz
2)-2,2,5,5-HEgHE-1-01x-2 5-t A A S 2 et 93 FAs= AL AYsta, v= 535 716,448,353
S (Nelson 5)9 AAle] 100 7l&¥ o] A& upep o] dubd oz waty FH 937 Wi S o] &3lo A4t

=4
ook 284 ZEj(o]iA=xd); N = 3.5 kg/mol, PDI = 1.7.

P(1)-DVB-tBDMS ] 2= A< €]l tjilo] Algats, B EZGI 2T
YAYSA)-1- 2B ES ANAZA sec-F Dl F Ao A
9

o
- =
F(Nelson )¢ AAle] 9o 7l=H o] A= npel o] AnbAom Wity FH wkg7] WS o] &ste] e



<88>

<89>

<90>

<91>

<92>

<93>

<94>

<95>

<96>

<97>

<98>

<99>

<100>

<101>

<102>

<103>

SIHE S 10-2007-0089993
HEBRAHE/AEAHE t-Feeddea] 2o 284 Ze)(o]4=Zd); M= 5.8 kg/mol; PDI = 2.3.

P(S-MAn) AAle] 1 Axfell wha} P(S-tBMA) 238 §A 3 Zo(~EA-HE T -—co-F5E).

P(S-t-BMA) ©IE&F  FEHEA, ZUA(=HA-EF-t-FE degadyelE), w53 #16,448,353
S (Nelson 5)9 Al 60l 7]&=o] &= npe} o] Untx o 3 < o] &3t FAE
M, = 120 kg/mol; PDI =1.45; t-5F€ vlegfa D olE dFA] @] s ~gdle] FFH] 95/5.

P(1-BMA-MeFBSEMA) UEs I3, ZE[t-%42 HeEladeolE-EE-2-(N-vE | EF 2 1 gtd Fo
ne)d g deladygolE]; vE E3 &9 F7] A12004/00230163 (Cernohous 5)2] AA o 44 715 o] &=
upe} o] dubd o= wyHky FB 9k WS AMEske]l 443 M, = 65 kg/mol; PDI =1.7; 2-(N-WEH &
FowRedEzolnL)oe we g ol E G el 3t t-FE wela o] E] FaH] 80/20.

PS  ZgxEldl, wAztE uE@W=(Midland, Michigan) 29l  Dow  Chemical Co.7} A%

g "STYRON 615APR”£ s

PTSA  p-EFAMEEAL B3| EgolE

TBAF  HEZHI=2 ¥ T HEHFHLRER EF280)=9 1.0 M &9
THF EHEgs=zFa

Al&E HIFH

A% 9 e

A W A e A JF ARntEI I (GPC) Aol & Stk AE oF 25 mg% HEZs| =25
Z(THF) 10 mLofl &3 174 EFES FABAT. A7) EFES T 0.2 un ZHEGS T AU AR
Al HEl(syringe fillter)& AF&3te] o A3t iet. o] %, of7¥ & ¢F 150 uls A- J—E%‘%(packed) ZH (3
7o)l 1 cmo]ar ZAol7} 25 cmO]E%, AL S A = F off B 2~ E (Amherst, Massachusetts) ZA7]¢] PolymerLabs®] A}
"PLGEL-MIXED B'Z Al#atar )i, A Al &5 7] (autosampler) R HX 7} 0] E GPC Al2=¥le] AdF-¢])d
At t. 471 GPC= oF 0.95 mL/&9] F&ol A o] &3k THF &2 S AME3to] oA A AT, &4
AE71E AHE8te] w5 WstEs gX3lt. 37 E2AF0) 2 oA A (PDD) ALk ExlEe] 7.5 x

BESCE

R

nﬂo =N oR

10° g/mol WA 580 g/mol WS F tEAE

=]
AZE Yo (Polymer Labse] 43 "CALIBER"Z #n

)
éé

2TE o8t HASRATY. 47 AL AL
Pt

T

o=
olr

Z EE A v, © AA E Qg e 0 A7) FH (NMR: Nuclear Magnetic Resonance) #3319 &
Aol o] SIATEH. AlHE 9 10 %% X9 S48 S22X 5 &A1 7|3, AYxYols T2 dE
(Palo Alto, California) Z#§¢] Varian, Inc.”} 237 "UNITY 500 MHz NMR SPECTROMETER"= ujslar l+=

500 MHz 'H NR E3Ae]l TSt B2 ¥EE 54 22 AR 2dEsdd Jo dyonye AN

||
o

“Siommz s ASi MAS: USi magic angle spimning) MR 1S Varian, Inc.7b AHET 'INOVA NWR

eN
spectrometer" = Fujslil Q= 400 MHz oFo]= H ol (wide bore) NMR 3 AES AL-&3dto] =33} ).
X-A 314 (XRD

WAL 718k X-A Ak dlolelE 4 3 W E 3] @A (four—circle diffractometer) (%< D83253 #2249 (D83253
Rimsting, Germany) A #}2] Huber Diffraktionstechnik GmbH7} A7 "HUBER (424/511.1)"= Zu), & K-
&t AR, B AbRRE AR O Ad 547) A LEY (registry) & ol &8kl AT, dAF FHE 0.70
me P& FHOo R AFFATE. A8 A7) (step size) 0.05° H WEE A ZH(dwell time) 10 Z2E % &3}
0.5° WA 10° (20)°l A HEAL 7]5t8tA o2 ~E Faekqith. 40 kV 2 20 mAS] B1€E FE X-H FHY
2 X-A #AT] AAHAE AT deoje 4 2 93 94X $4& el xy ol #¥ Rl (Livermore,
California) %x#1€] MDI, Inc.7} &+ "JADE'= #vlshs X-A 34 24 SxESOE Abgste] SA 53l

__,

LS|
a

494

Hm
Hm

_13_



<104>

<105>

<106>

<107>

<108>

<109>

<110>

<111>

<112>

ZIHS3d 10-2007-0089993

F o] W3k (Fourier transform) &A1 E3FA (wjALFA=F 24 (Waltham, Massachusetts) 2#1¢] Thermo
Electron Corp.”} 233%™ "NICOLET MAGNA 750 FOURIER TRANSFORM INFRARED SPECTROMETER"CS 2 huj)E o] 83}
of B3 R ZF MZZXE Y 9k HFA(shaving)ol] thal] HLH ~AEHS 7|=51%cr. 24 A9 EH &
#Aak gt2rd 949S, Thermo Electron Corporation®] A& "GRAMS'Z HufjdlE E3H AT E o A9 EJ
7)15& o] &3t E4 (deconvolut)s}Sith.

ENED B ESa0 L L )

B WA AZE wAEA =T AE(Acton, Massachusetts) A9 List AGZF A& "LIST DISCOTHERM B6
HIGH VISCOSITY PROCESSOR"= #wlsti 3l A% 73 7](HVP: high viscosity processor)E& AF&3lo] 433
sk, A7) HWVPE B4 W7 AREZE(concentric agitator shaft)E ZHe e %5y EAE Lt}

) AREE ol Fu EF-EA A4 wbE PG U2I A (7] AZEd £4 Wgon AFHED)
A0, 14 F-Feje] vk g7) 9 WSel AR, 7] 14 e gr] AEE 9 g PAe
4 o5 Areste] ol5e Faal Hoh MPlE 27 WES 98 oF wWETs FusEe 3

HVPe] & F3&= 17.5 Lojar, Ag®Fe 12 Lok, k94, AFZE 9 tj2=a BAE 3 249 714 f\]*E“(hot
oil heating system)S &3] ZF 7FEsdh. 7] w57 W 4 t'”L‘%’izquG?mc’ﬂ\ﬂr L= HVP U9
3 AR ¥g7] J DA (FA(1), (2) ¥&7] 3¢ 0303(0304( ) 2 (3) ¥ ET GG (A (3))0NA
Aoletar RUEHETE. W& REHE Ho EF 1200 Nmoll A myby] AFZEE EEsigi. 7] AAE 96
A g (2) ] wgTle WE HEZE HASql.

o —

g

2% U&=, 7wAA #A (Ramsey, New Jersey) A=A Coperion Corp.7F 43 "COPERION ZSK-25 WORLD LAB
EXTRUDER" 2 FHujati 91, L/D 41:1°] ¥3 A3 25 mn 23 SH27](TSE) 2 ALg-3le] Falahgdh. A7) 37
of tha wjd g (barrel zone)< Zo|7} 4D(100 mm)olt}. A7) d&7|e EE AA YA F SX(screw
speed)Z 300 rpmO. 2 3}6] 320°F (160°C) ol Al 25319}

TSE¥= LS1 /%= P(S-VP)E wid FH(3)] =719 37tk &, o5& &8 PS A £43t7] 91 wid
Bl =4 78S Eé}f‘&ﬁ} A7) T 8l o)k 3pojar, B Eehg uAd Fx 2 FAG Fn
°of AE W FA H &8§ Ald(melt seal) B B v 348 AXd Z=e] g £ FAE 2§
thowld GA(5) =l Hol7t DY &3 E7FE ARESte], MY Q3R] FE HUME Q3 x¥H ¥
715 wi7)stger. A 9@ Bup £S89 Ag duyxE Frkstr] Y8, 39 dE £ FES
ZIAAT. 3.5D T LS wjd JA(5) 2 (6)ol] o2, 2.50 T FEL wlyg G (7)e] o] &¥H, 3D
23 e uE 998) 2 (9 A AAFTG. BE Ao, THAT WA ARG Ao gt Ey 5
A, B F HED, AdDG AE] AW £ FAE AMEete] A B4 B ] 23 o] o] FojA s 3}
Ak, wE 499 Wl 2D(50 mm) AE E7]F0l 52 torr(6.9 kPa)e] &S 7}sto] ¢leoleo] IUES A A3}
I 'ZME" = rujskal gl

7F @ =3& 243817] 98ll, Coperion Corp.7t %8
P&ttt wiE 99 4) B (6) 42
2EW 22 wyEHsa 71289, 1.25 %‘1(3.12 cm) 1% & 71(SSE)
(ZAEY AT 39719 (Pawcatuck, Connecticut) A1) Davis-Standard”} %™ "KILLION KTS-125 SINGLE-
SCREW EXTRUDER"® uj)Z A 2470¢] ZelolEr} A& 3.0:1 &% HE 23F7F #rE ¢E7]2 Abg3to]
&8 FAY TSE 949129 A& 4Es Fdsvh. 25 =719 wd 493 W vi7l= 7IgE 2D(50
m) YXE=Z [S1 Z/FEE P(SVP)E F38e A2 wAAFT FHER(Pitman, New Jersey) A#19] K-Tron
International®] %33 "K-TRON GRAVIMETRIC FEEDER, MODEL KCLKT20"Z Hufdlal =, E YA 2357
(twin auger screw)’} 7H|E F¥ FTF7]E AME3te] FAq3h. TSERFH O =58, =2 EgolvT9
3] 2] (Hickory, North Carolina) 2#]2] Dynisco Extrusion®] 3% "NORMAG"Z= H 3t Q= 10.3 mL/3] A

N
!
o,
ol
2
Hu
=2
>
ol

1o BEE el A TS, 1/2 AA(13 o) A7 FolZE Fal GEste] 2EWBE (strand)E FH 3G
9. 7] 2ENEE 5F 8T WA D A3sser.
A Aol 1-2

T4 LS19] XRD #4412 d-F FHZe] 2.42 Y-S YERNAT. F5 &4, (£ 1o vebd vief o)) THF
% LS1 2 P(S-t-BMA)S] S W3sA 71 A, THF % P(S-t-BMA) S &alsk &, LS1S H7lsto] Alxskodct.

Z¥7¥o] P(S-t-BMA)/LS1 &5 &NS, F3[the General Procedure for Masterbatch Preparation]ol 7]<3%F W}
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9} Z+o] 0.48 1/minoA] 710 FZE Eaf nHE 71F7]E FF8tQ k. HVPE 178C 2 90 torr2 AAHE AF
oA Ztdstgdel. A7) F Wk AAZEE 63 rpne] SR A myksta, wlE A3 FE 155 rpnell A ZEEH
o HVP W9 2% 77 AAdeA] dF frAEAth: 49(1) = 132T, 949(2) = 182T 2 949@1) =
175°C .

A E P(S-MAn)/LS1 EFAE XRDol 98] w4t A=E FAstar, dojd Egel 9 wetaditay) F459
e FAFoRR BAGAT. F BFAT d-F 420] 3.7 mel S AUACNEES FHae Ao &
39, 22k 9 37 3 d dEe Yepdrh. A" SdA e Ao B A 9 F5Ee] EATES YERY

e,

oloj A, E&[the General Procedure for Continuous Twin-Screw Extrusion]ol u}z} AAld] 12] 3:1 P(S-

MAn)/LS1 m}A~E]¥Wx]Z PSol] £dsldon), 7|4 PSE €853, 5.4 kg/hr(12 1b/hr) 9] &£XoA 1% o=7]
g B3 2% 472 Fusta, ARt vAHWAE 1.4 kg/hr(3 1b/hr)94 oA Y (3)o= FHYstsl
oh. AAE EE9] PS:P(S-MAn):LS1 =&H|E 80:15:59TF. B 6.8 kg/hr(15 1b/hr)QTh. U&E g5
2 HEo7 4EF3a, XRDE T EAsFon, ol U4EE U 4 AgAlES] d-F A0 3.7 mYdS
wamﬁq.
[ 1]
2N o] | P(S-t-BMA) th [S1¢] H] & | PS-t-BMA. kg | PTSA. g| LS1. kg | THF. kg XRD d-% Z+Z. nm

1 3:1 9.70 97 3.23 48.9 3.7

2 1:1 3.00 30 3.00 41.6 3.7
PADA 01 3

= D-79219 Z~E}F9-#(D-79219 Staufen, Germany) AA2] IKA Labortechnik Gmbh & Co. KG7F A% "MKD
0,6-160 IKAVISC MEASURING KNEADER"'Z Hujs}= gata;q A& 7}37](BVP: Batch Vacuum Processor)E 120C el
Al 7raekgith. BVP= &4 600 mLo] E# &71& TSk, A e %S 300 Ltk &71¢] Hie, W7} gk
2d F£EVE T MEHES st oot 3 9 FF BREE EstE R nAgE 279 £
| o) 2 HES W o] MEE AHH o= Fohfrh. BVPY F42 2Fo] 3449 4+
= XEQT. 160 watto] LA %Q% §< DC EHE 60 Nme] EAE AF3lo] 7]
ol oA ETEHH | stFwFor M3,
P(I)-DVB-tBDMS(100 g)& 471 &7 H7tetdith. 47 EF =& &FHEF ¢ %, LS1 100 g& &7]
AbstAet. 47 DS 63 rpme] HER wwksich. AV BEAE 30 B S
Z 30)& 53T o] AlFClA, PISA 1.0 g& 7] £ H7stlvh. &7

(A= < 3 2715 WHE33 60 torr
o] AF &L §X&UT. AHE BIAE 63 rpnollA] F7F 63 B o EIHEE 59T, 30 B F, BH
Z(AZ 3B)S AT, AZ 34 2 3ol thF XRD BAS SEAT. AZ 39] d-F 170 2.9 mYS &
AR, AZ 4B d-ZF 7+2o] 3.3 mA S ZAAGT. S 34 D BRIE S B hF Si MAS NIR
BAS w3 5591, EednAd-n5d s E2AY], (-RE-Si ()09 Hojx REH9 BRI I
o135} 1S A A AAEN G

k. 11.7% (3A)AlA] 10.9% (3B)R¢], BRa¥ Tohr| ¢} A FH(+17.5 ppm
3}

AN A 4-55 F 2] YERE BFel 2e BdA 6 os) A xd k. P(1)-DVB-tBDMS % THFE

P(1)-DVB-tBDMSE &3] &A1 w712 E3atgith. ojojA] 24 A Ao E(LS2 & LS3)E g H7la)

AL, g 3 B w7l x] ) 1 Al ZF B<F Ao A (shaker) AolA EEEE Y. HAHE F$-, TBAFE 4

E 3f g0 Hrtsta, A7) HAF S9ES AolA FollA 24 A T EHEHEES . AAdE Sdo B
A 9BoA AAYT. Hie] AB 2 AA ] 452 XRD = Si MAS

= X 20 YEITE.

29si MAS NMR #Aowx EfAANT BEH J=Z7], (-FE-Si(CH),-0-2 &4 4ol g8 detato]

Hlae] A-B % AAle] 4-5RFE Holw PEAQ Su It dol e s, Eeanue nid 3=

o
o
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2279} A7E +17.5 ppnol A9 S MAS NIR 29 Adl 252 237l JEuT

[ 2]
P(I)-DVB-| THF,g | TBAF,ml | LS2,g | LS3,g XRD d-& ¥4, mm 29Si MAS NMRO 2 H-E] <]
CBDMS, & +17.5 ppmell A €] &
A A= %
Hl o] A 50 300 - 50 - 1.5 8.5
AN d 4 50 300 40 50 - A 2.0 mm 2 4.0 nmE 3.5
Zh= gk
Hl e B 50 300 - - 50 1.1 6.2
2o 5 50 30 40 - 50 A 1.7 mm 2 3.2 nmS 5.6
zh= gk

Hlare] C-D B AAJef 6-7

of el vhe} e HEA

3 Joll ©]a Al z3t%lch. P(1)-BPTMDSCP 2 &vl (THF
S8 gAML WA EF
2 o]

gL SFATE. oo A T *‘El?ﬂ OJE(LS] EE LMHE
£ 1 7}oh, | F B w7hx], 1 A 54 Alo]A A EFHEE ST, HAHEE A4S, HCl
S HE 3 &0 Hrtsta, 7] HF 89S Ao)A deollA 72 Az F3 % HEEF SGY. AdE 89
of BHE MES FE3A, 47 EWE AT LENA A A
Hlale] C-D 2 A4 XRDE B3 #4stn 3(&7D) el Yeh A

[¥ 3]

P(1)-BPTMDSCP.g | &%l g | THF.g HC1.mL LSl.g LS4.g XRD d-= %+Z . nm

e C 35 70 240 - 35 - 2.4

A Ao 6 35 70 240 5 35 - 2.8

Hlawe D 35 70 240 - - 35 2.4

A Ao 7 35 70 240 5 - 35 2.6
2 odwo] opekst g E WA 7F E dwe] He W APFoREE o] glo] FdAtel o AAE
o, 2 dkgoa] oA AF3E oAAlA AA]d= B IS s A Y AR ol Fojor sy,
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