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g Fo|A LH == LH - HZE CyMZ,n(A), 3 %33to=x A

x
06-20 o} 712 9nslar, A, p 2 nd A7 AF
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1,4-x=utdl, 4-od-1,4-=4l, 5-dE-1,4-=ut]ql, 5-#d-1,5-=urel, 6-He-1,5-=4t]ql, 5-4dE
-1,5-=yrdl, 6-olg-1,5-=u1rd, 6-#E-1,6-=urldl, 7-HE-1,6->=1riel, 6-od-1,6-=1r]<l, 7-9]
g-1,6-=uddl, 7-wg-1,7-=1gql, 8-Hwe-1,7-=uvl, 7-9g-1,7-x=vgl, 1,8-x=vtal, 5-wE-
L4-d7tdel, 5-ed-1,4-w7kHql, 5-#E-1,5-d7tt<l, 6-md-1,5-d7k <, 5-o"-1,5-E7te 4, 6-ld
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=459,

F2 ol (Fourier) W3 Holxd &
_]

FEAY (FT-IR)S AHgshe] & 7)&itokol] FX]
2445 AAsAY. FI-1 o

&A1
dFA el 242 A 2= HE T AAE Sz AT

=}
i
o
rl

o
o2
(o

IHF A= (V) (F 36005 SuzAMe dgosl=zuzgdl FoA 135ToA ST ($H=
(Ubbelohde)). IV (& 1-2)2 Mw ZF (SEC-IR) . ZE-E] My (SEC-IR 160C) 2 IV ($-HWZ2d 135C)= A

A gels #Fxslo Axatslglth.

I E [ = 4 35tEe 3

SN
= = oldA 297 stol T &9 (Schlenk) #FQl = tlo]-ukAs 748 AFRSlY] 5
gk, gulE oFAxE EZrAoRN dr|stal, HHI HdzAe Zyle FTHAIFHoZH HAZAF UL
EFds 1 SFA71L, TFRAAY. T5423 &S5 ZF (CDs) T+ PO (CDCls 2 CDLCly) A
ol AxAZIa, 7% sloll SFRAIZI, HEE ¥E dZ YoM o]dA4 dloll AFA3F T, NMR MZS Ao,

% 5 mm €u=Wilmad) 507-PP BB oAl o] A dhol Alzstolct. H 2

o,
O
-
(e}

[y

=

%
=,
el
il
e,
|z
il
AL
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[0151]
[0152]

[0153]

[0154]

[0155]

[0156]

[0157]

[0158]

[0159]

[0160]

[0161]

S=50dl 10-2506178

o-{1) 2FEGS 39 exdA JEaa, AR ZzEle-gn (M) == g0 (C0) W W WE 2z
s, BlEddgAde (d = 0 ppm)ol Bla) Histgth. F8H o]ES § (ppm) ©HE, AZY A5E W @

=2 ALH U},

e 2 24 g §4

Y= A (2-(Fd)-2,3-H 3 ER-o| & E-1-d e dlolT)

#9493 Frd 234 &zﬂ ol p-Al®l (50 mL) Foll &si® obd¥ (5.000 g, 53.69 mmol) 2

-(BREYENNZYUED (10.526 g, 53.69 mmol)S YTk, o]= 150ToA 16A13F Bk e == TMB}
(e}

p-AHE ool ofs) APE WA FURRE AAsdn. EEE I AEdE AHEEe] 3 x ~50 nl =
of o]ojd n-31k (3x50 mL) o= AFHetar, A7 n-FbE g el A|A st el ‘:EHEUPOP: i

14.33 g (92.3%9)< 453, 'H NWR (300 MHz, DMSO-d’, R.T.): & 10.20 (s, 1H, NH), 9.20 (s, 1H, NH),
8.46-7.58 (m, 9H, Ar-H), 5.35 (s, 2H, CH,).

FA ZREQ U0T AR 4 N NOH ($4)2 AHEF SmEnevtols go) toddee gl F3h, £4
e AA D giek shel g B Fuel o8 £5a9

2)7F= B (HNC(CeFs) ('PraN))

AEZEF 2wl xUED (1.00 mL, 8.00 mmol)<
of Wolth, U3 &g=ol FAHAS ul, to
Faweln, Aeow WrE L

, =4 20 mL)¥} EtOAc (20 mL)
TS 97143k (NalH,

7] B8S Az (NgS0)A71aL, o z}st

_ﬁ_
53819t 65°C/0.6 mbardll A F& %

oL
k]
&

Cly (1.07 g, 8.00 mmol)S vlo]aA R g o]B njo]t
A71EAT. wlolYS miAE Wi, 110CE Jd%
AX 2oy (1.35 mL, 9.60 mmol)S H7}slsit).
Sta, W (4 mL)9] 7l 9s AMAsAT.
Abololl EHjstitt.  f7] A4S HCl &9 (1M,
4 M, $24)A 713, EtOAc (3 x 20 mL) & =3}

o TFAA AYAE (1.425 g, 60%)S 2 Aoz
SN A EA AR (1.35 g, 90%)S FE5A. AA &

m
o o é‘é
e r}oi: N

e

[o

w

>

)

i

e}

ot

¢

b
O}ll.; 0_1‘(_)4
Do
S 7
=
Z
o
u
o
i
ol
k1
I =
o
&
oX,
_{
_1\05

;3
i)
o
2
>
)
roh

a, g s

4;

'H-NVR (300 MHz, CDCly) &: 6.33 (1H, br. s., NH); 4.0-3.2 (2H, m., (CH3).CH); 1.9-0.9 (12H, m.,

(CHy)oCH,) . “F-NMR (282 MHz, CDCly) &: -142.63 (2F, m., QE2E-CF,): -154.65 (IF, m., Se}-CFs);
-160.75 (2F, m., ™EF-CFs).

E] ZJ‘E— C (HNC( 2 s 6_C5H3F2) (NC5H1()) )

A (20 mL) = Y (5 ml, 50.6 mmol) &Ml MeMgCl (THF % 3.0 M, 16.9 mL, 50.6 mmol)<S H7}s}

|NE B0CR 2AIZF B 7143 &, A2 WAHLEE &1, ANadts AH8ste] E54 (20 nl) 5

-OZEFeoWxUEY (7.03 g, 50.6 mm01)9] oz HRT. §AqS A2 16A3F st wRkg F

&S = (1 mb)Y Hrbel o8] A AT, A 5 wwksk & 75 SR EFS H71s o&,

< AHste] 9& AASUT.  olojA, T 95 dF (2 x 40 nL)E AlHT F, 7S bl A
=

nl

Ol
[¢]

mﬁJ%éa__ﬁ-{m

Me oo O N @
tlo

=
Astel 44 34 09 FEekgh. ololA, o] F7b wael WA (15 al)oE HHFL, 20T

sol o] Bz YAEe] AAIE FueATt. 8 = 8.7 g (77%). H MR (300 Miz) (CDCly) &

A

o)}

)
X
[N}
ru

I
(ppm): 7.24 (m, 1 H, Ar); 6.86 (m, 2 H, Ar); 6.06 (m, 1 H, NH), 3.33 (br m, 4 H, NCH,), 1.53 (br m, 6

H, CHCHCH) ppm.  F-NMR (282 MHz, CDCly) &: -113.30 ppm.

YE D (2-(A 2R SH)-2,3-0) 8] Ex-0] 20l E-1-d e dlo}

r2

)

2
-(BErAe)AZUEZ (3.00 g, 15.3 mmol) Z A FE2LEoldl (1.95 g, 15.3 mmol)E &1l gflo] A2 A
LTt WS A2dA] 5 min B FASST. AAE I AS YoldolHE (3x20 mL) = Al F s+
AAE (3.72 g, 11.5 mmol, 75%)<S WA nAZA F53GE. e = HFZelol= A8 EdEA o

gata. o)2 arle] s =48 H NR (300 Miz) (CDCls) & (ppm): 1.7 (m, 15H); 4.7 (s.2H); 5

E
2

_17_



[0162]

[0163]

[0164]

[0165]

[0166]

[0167]

[0168]

[0169]

[0170]

[0171]

[0172]

[0173]

[0174]

SS=50dl 10-2506178

(s,10); 7.6(m,41) 2 "C MR (75 MHz) (CDCly) & (ppm): 24.2: 27.41 31.3; 52.3; 56.9: 126.7: 129.4;
4 ZREQ = DE 4 M NaOH (F4)E AH83 s|l=2HZulolt o] tlo g2 fMe] Z3slo] o3|

2 7b= B (HNC(Ph) ('ProN))= WO 2005/090418¢] 71419 ule} 7o) #2349},
2 7FE F (HNC(3.5-CoHaFy) ('ProN))

Bzke Bol dis ZlAE dxtel uwhe @Al 704 mg (580)S £S5 HNR (300 Miz, CDCly) 6

6.84-6.73 (3H, m, ArH); 5.95 (I1H, br. s., NH); 3.57 (2H, A=A, J=6.8, (CHs),CH); 1.32 (12H, d, J=6.8,

(CHy)oCH). "C-NMR (75 MHz, CDCls) &: 165.52 (iPraNC=NH); 163.36 (d., J=250.4, ®|El-CH,F.); 163.20 (d.,

J=250.4, WE-CllF,); 144.34 (t., J=8.5, ¥U2-CHiF); 109.55 (dd, J=8.3, 17.3, LE2E-(HF.); 103.99

(t., J=25.2, Te}-ClsF.); 48,85 (CH).CH), 21.10 (CH).CH).  F-NMR (282 Mz, CDCI;) &: -108.99 (2F,
HEF-CollFy) .

N G (2-(AF2AA)-2,3-T] 3| =2-o] 2Rl E-1-dE] dlelrl)

2-(B2RE)MZEUEY (4.90 g, 25.0 mmol)& EF4 (10 nL) Foll &slA7]a, EF< (10 mL) Fofl &3
B AZFZ AT (2.48 g, 25.0 mmol)S 20 min o] A7FEIYIt). o] WhA] 50ColA muksgTh. £uE
ter 10 L7k~ %*?:M 713, teEoEHE (20 nL)E H7Fsklvh.  ol& ofFetar, tloldelEl 2 (2x20 ml) =
A star, 7t shell AxAA YR (6.71 g, 22.8 mol, 91%)S WA 1A 2X F5FATH

7] slezdZnlolr A8 Barax dgsta, olE d)d o EAFs): HONMR (300 Miz) (CDC13)

§ (ppm): 1.10 - 2.14 (10H, m); 4.67 (2H, s); 4.95 (1H, m); 7.51 (1H, d); 7.58 - 7.68 (2H, m); 9.05
(1H,d); 9.81 (1H, s); 10.25 (1H, s).

ZEEQ ZIE GE 4 M NaOH (54)& AHE3 sl=2HEvtol= §o] HISzzrg 49 T3, 4

Al
o
Aol AA B A stel Sy Bae Fuel o8 £58

2 7hE H (HNC(2, 4, 6-CotlsFy) ('ProN))

Zt= Bl disl] Z1AlE Axfel] wel fFAdske] 795 mg (44%)S FSSFUTE. 'H-NMR (300 MHz, CDCl;) &'
6.75-6.65 (2H, m, ArH); 6.15 (1H, br. s., NH); 3.94-3.22 (2H, m., (CHy).CH); 1.95-0.75 (12H, m.,

(CHy)CH,).  F-NMR (282 MHz, CDCly) &: -108.08 (IF, t., J= 5.9, SFe}-CFs): -111.44 (2F, d., J=5.9, <
ZE-CF,).

Z17FE T (HNC(2,6-CalaF,) ('ProN) )= WO 2005/0904180) 71416 wle} o] A|Z349ic}
2 7hE T (HNC(2,4-CHiEy) CPrN))

Z7re Boll sl ZlAE Aol wel 448k 780 mg (46%)S S5tk H-NIR (300 Miz, CDCly) &: 7.22
(1H, td., J=8.2, 6.4 QZE-ArlD; 6.93-6.77 (2H, m., WE-Arl); 6.00 (I, br. s., NH); 3.58 (2H, AF
A, J=6.8, (CH).CH): 1.32 (12H, d, J=6.8, (CHy).CH). C-NMR (75 MHz, CDCls) &: 162.97 (dd., J=250.1,
11.5, ©2E-CF); 161.17 (iPrNC=NI); 158.44 (dd., J=250.2, 11.9, T&}-CF); 129.59 (dd., J=9.6, 5.5, &
ZE-CH); 125.33 (dd., J=18.4, 4.1, $4-CH); 112.03 (dd, J=21.4, 3.7, CFCHCH); 104.58 (t, J=25.5,
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[0175]

[0176]

[0177]

[0178]

[0179]

[0180]

[0181]

[0182]

[0183]

[0184]

[0185]

[0186]

[0187]

[0188]

[0189]

S=50dl 10-2506178

CFCIHCF): 48.93 (CHa),CH), 20.99 (CH).CH). F-NMR (282 Milz, CDCly) 6: -109.98 (d, J=7.7), -112.30 (d,
J=7.6).
2= K (2-(2,6-1FF 225 d)-2,3-t] | =2 -o] 2l E-1-d e dleowl)

=

93 FH 524 =7 gl p-Aldl (5 ml) Fol &3¥ 2,6-tEFL2etd™ (1.000 g, 5.10 mmol) %
2-(BRRdE)WzUEY (0.549 g, 5.10 mmol)S A$-3, 150TCAA 16A1ZF &k 7HEeqivt. AAdE +2E
=7 3x5 mL)°ﬂ oo, n-&AL (3 x 5 mL)oE AlHeta, JF sl AxAA =g =2 H Zufo]=
9 1.58 g (95.3%)% 5319},

W ONMR (300 MHz, DMSO-d’, R.T.): & 10.78 (s, 1H, NH), 9.96 (s, 1H, NH), 8.51-7.50 (7H, Ar-H), 7.80,
5.33 (s, 2H, CHy). F NMR (282 MHz, DMSO-d’, R.T.); & -118.05.

T4 ZREL Y= KE 4 M NaOH (7)) & AFES s|l=2H 2ulel= o] fEF=ade 99 F3}, 4
Ao AA L 2 sk A Bl Fbel 9d 53T,
3}3tE P Cp*TiClye Zu) Alo]AE]® by (Boulder Scientific Company)&FE FYsti, AFwe gz Ab

OFO

34

;O
o

5315 BuCpT1C & E3] [Macromolecules 2000, 33, 2796-2800]1¢l 7]A)%¥ u}e} o] Ax3s}it).

b

SHE T (CpTiClz(NC(Ph)(iPer)) WO 2005/0904181 3}3E& 5o el 7] AE wie} o] A zxs}%T).

2=

ERE| MengTiCIZ(NC(Ph)(iPrZN))% WO 2005/090418¢] 2}3+5 69 thal 7| AF vke} o] A zxskqict.

b

3}gHE UM MesCpTiMes,(NC(Ph)( Per))

Cp*Ti {NC(PN Pr,}Cl, (3H3HE B) (1.00 g, 2.20 mmol)

Lo

R 7o (15 mL) &Holl MeLi (2.80 mL, Et.0 =

1.6 M, 4.40 mmol)E #7}star, AAE &S 16/\]7J L wHkEGT.  olojA, 3 EAE FAF sl Al
=2

A% 0e, 34 TAE -9 (50 i) OF FEAAG. S9S e 15 alAA FFAI, 30CNA 244
7B F& Agstel 2 B4 AYoRA BH B A4S FUHa, o8 @Sy, AT o) A=

ANATH. & = 0.37 g (40%). AHES H-NR 2 C-MRe] s EAREATH. (prE n -ClesE
om| g
5} E v Me;)CpTiClg(NC(2,6—C5H3F2)(iPr2N))% WO 2005/090418] 3}gtE 100 i3] ZlAE  mpe} ol
SETLY

b

3}t VM MesCpTiMe,(NC(2,6-CeHsF2) ( PryN)) S W0 2005/0904181 3}&HE 10Mol thall 7)1 AE wle} o] A xsH

=

382 W ("BuCp)TiCl,(NC(2,6-CollaFy) ( Per)) 2 110 2005/0904189] &3HE 159 tis] 71 AE ule} o] A x5S

he

(2-(2,6-4Z2F229d)-2,3-t3| =2-o] A0l E-1-dglold) (7= K) (4.50 g, 18.4 mmol) 2 CpxTiCls

(5.33 g, 18.4 mmol)9] 1A = (100 mL) 2 Egogo}lyl (11.3 nL, 46.1 mmol)S H7}8lith.

FHs AR2oA 29 FF wH A EES 7 sl AAS T, AAE cdxA uAE B3l

(2 x 250 L) o2 FE3I3ATt. o : i, -35CAlA 29 Fek AAskSiTt

g ARA aAE o] od e, A (3 x 15 mb)eE ZAAHA AHIAT. FE = 4.75 ¢
5

1
(52%). H NMR (300 MHz, Cglls, R.T.);

4 ¥
i
oo
12
o
—
o
o
\}
o
=
.
)
2
off
He
>
A

8.03-8.00 (m, 1H, CHC(C=N)), 7.04-7.01 (m, 2H, Ar), 6.71-6.69
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[0190]

[0191]

[0192]

[0193]

[0194]

[0195]

[0196]

[0197]

[0198]

[0199]

[0200]

[0201]

S=50dl 10-2506178

(m, T, Ar), 6.65-6.63 (m, 3H, Ar), 4.05 (s, 2H, NCHI,C), 1.98 (s, 15H, C:Mes) ppm. C NMR (75 MHz, CiDs,

R.T.); & 161.89-158.46 (dd, J = 253.6, 4.7 Hz, CF(Ar)), 159.74 (NC), 141.35 (Ar), 133.93 (Ar), 131.59
(Ar), 129.75-129.49 (t, J = 9.8 Hz, CFCHCHCHCF(Ar)), 128.63 (Ar), 127.90 (Ar), 125.31 (Ar), 122.96
(CsMes), 116.43 (t (w§$- <F&), N=CNCCF), 112.40-112.09 (m, CFCHCHCHCF), 53.83 (NCH.C), 13.02 (CsMes)

ppm. ' F NMR (300 MHz, CHls, R.T.): & -115.4 ppm.

wouge] 2

2 1 (BuCp)TlClg(NC(Ph)( PrgN))

EF4d (30 mL) $ N N-golAzzgAw=olujd (= E) (0.500 g, 2.45 mmol) % BuCpTlC (0.674 g,

2.45 mmol) 9] & o Egjoeoldl (1.35 mL)E FH7I8ta, EFES 50Tl A wukelict, Z8ES o3
3tal, 1 aloll FEAIA AWAE (0.77 g, 70.5%)S e A Bz x £5390)

'H MR (300 MHz, CDCly) &: 7.50-7.16 (3H, ArH): 6.04 (2H, t, J=2.8 Hz, CpH); 5.77 (2H, t, J=2.8 Hz,
CoH); 3.65 (2H, br. s., CH(CH)»): 1.63 (6H, br. s., CH(CHy)»); 1.15 (9H, s, CpC(CHy)y); 1.12 (6H, br.
s., CH(CHy)») ppm. C MR (75 MHz, CDCly) &: 166.3, 145.3, 138.6, 129.6, 129.2, 126.2, 114.8, 114.3,
53.1, 49.1, 33.3, 31.4, 20.84 ppm

2 2 (BuCp)TlCl (NC(2,6-CeHsF2) ( PrgN))

shetE 10] dia) ZlAE AAE AHeste] 2,6-0EFe RN N-rol xRzl mol|E (e DE A
sho] Az,

'H-NVR (300 MHz, CDC13) &6: 7.37 (1H, m, J=8.6, 6.4, p-ArH); 7.09-6.97 (2H, m, m-ArH); 6.29 (2H, t,
J=2.7, CpH); 6.09 (2H, t, J=2.7, CpH); 3.75 (1H, sept, J=6.8 Hz, CH(CHs;),); 3.63 (1H, sept, J=6.8 Hz,

CH(CHs)2); 1.68 (6H, d, J=6.8 Hz, CH(CHs;),); 1.26 (9H, s, CpC(CHs;)3); 1.20 (6H, d, J=6.8 Hz, CH(CHs;),)
ppm. CC-NMR (75 MHz, CDCls) &: 158.3 (dd, J=250.1 Hz, 'J=7.3 Hz):; 154.4; 146.3; 131.1 (t, 'J=9.5 Hz),
115.4 (t, J=23.3 Hz); 115.0; 114.45; 112.7-112.2 (m); 53.7; 49.3; 33.5; 31.3; 21.0; 20.8 ppm.  F-NVR

(282 MHz, CDCly) &6: -113.1 ppm.

25 ol (‘BuCp)TiMes(NC(2,6-ColsFs) (ProN))

e UMell disl 7] 71A1e AXE AFRSte BHetE 28 ARESte] Al Zskl).

'"H-NMR (300 MHz. CDCls) &: 7.13 (1H, m, J=8.6 Hz, 6.4 Hz, p-ArH); 6.88-6.74 (2H, m, m-ArH); 5.82 (2H,
t, J=2.7 Hz, CpH); 5.58 (2H, t, J=2.7 Hz, CpH); 3.70 (1H, sept, J=6.8 Hz, CH(CHs).); 3.62 (1H, sept,
J=6.8 Hz, CH(CHs;).); 1.61 (6H, d, J=6.8 Hz, CH(CHs;),); 1.13 (9H, s, CpC(CHs3)3); 1.04 (6H, d, J=6.8 Hz,
CH(CH3)2); 0.10 (6H, s, Ti(CHs),) ppm. Be-NIR (75 MHz, CDCl;) &: 158.2 (dd, J=247.9 Hz, 8.3 Hz); 149.1;
141.1; 128.8 (t, J=9.4 Hz); 118.6 (t, J=24.3 Hz); 111.9-111.3 (m); 110.4; 107.8; 52.2; 47.5; 46.5;
32.4; 31.50; 21.1; 20.5 ppm.  F-NMR (282 MHz, CDCls) &: -114.7 ppm.

JE II - AW v A

Z0]ZS CRTiCls e (P 2 Q) 2 g3 ZTREQ U= AK T 1FE AHEdeE 28 29SS AHEgdozH
A Azsr. ® 1o AAE Ad-AdE ZEd gis], Z2EQ s A-KHE A4 EFAd T4 1 3
Zo] MeMgCl (THF & 3.0M)=2 AFE3le] Ao 308 FoF 2FAAAEAIZ] 3, P EE Q (1 & I%)9 EF4



[0202]

[0203]

[0204]

[0205]

[0206]

[0207]

g8 QST G0 Akst 3% ATA Q) Az 2ge B ougl Ev 4R Aged. FEg
A% §9) F ebrel A FEF 40 o] B2 2ARA. olod, §& FF W (HE 11D A8
Ak,

M

AN-BAE Fuls A& T3S 48709 WE " RE37] (PPR48) WlolA =33}
g AZFe g vlold AME 2 AF§ witk gES e, werlE 4%
psiol A Al@ake] 0.1 psi min 23] FEo] WAE 4 QS WASAT. ololA, Wy BevE Law
o= 80 psidlAl 33 HAsaL, 7] FA: ENB (Anp &=2X|(Sigma Aldrich), ATWL o= A8, 5%
v/v) 34 mM (HF 937] F2), MMAO-3A (oFx :=#(AKZO NOBEL)) 50 mM 2 BHT (Alzm} &=2x], A

&2 ARE) 25 mMS ZH= ENB/MMAO-3A/BHT S5l &8 200 mL3}t 37, EF< 3.9 nLE H71etdeh (5
WA AE e (MBraun) SPS 3 = o] ExA oz HA L), HA WLES WBHE Ei) z+
Aol Fdakitk. whg71E 40CelA shdakar, A 800 rpme] W& Wk £EE ALESWA 50psie] T
#A (V] 7FA(Linde Gas), 24 2D FE AAZE 93] Adi=8 (Selexorb) ¥ HFAZ(BASF) )& &3] 37}
2 AABIA )R 5 Bt ks, " kst &, wEUIE T3 2% (90T)oA TtEE o, ke
718 20 B¢ HYSHEE FArh. oA, wEET|E 130 psig HF Lo =G wi7hA] ez st
sholth.  AEFv 9 434 (Edd HEI|AFHEEF R d)Ro)E (TBF20)) EF< €9 (4 mDS
Aol F=9]3te] u of EAeh= 50ul AA& Aol JEHS WA At [Bl:[Tile] HE 22 HAIU.

%th. PPR WkE7] Ao w]
s, Aag Al 130

= =

=

d

= M
L

= I B 47
Axo) BAFE AF & Al QWA BES 2PFAG. FES YT L% L oW Bl 5% B
oF Aald T, Aa/Ah TRE (28 4% BF v/ 50 psi (3.4 bar) HYelN AFSAE. WEo)E
NP, BN, N2 AGsel, A A A% FEH s 0@ WA, B84 A2 A3
W, uWeslE Agstn, 9 AHES AzvE 9Xstn, A4¥e/A0F A% 204 (19 (Genevac)

g Ark. olold, FEA WEE FF 2elol4

2 , 28 FES V=S Y. FEAES B (IV - Mw 3t (SEC-IR) 2 Z3¥ Mw (SEC-IR
160C) 2 IV ($HZd 135T)E J3A 24 90 Zxste Adbg), Mv/Mn 2 24 (FT-IR) thal] &4

WA FEFL oF AEY L wjEe] TR 2-ele WA eEFeoln A FAHRAL. W LEE 90
+- 302 A, S9thlaude) EEAFAC] oo Aofsgih. FF 2EY (9 2 BFA)S v
5 wiash BFAR oM GAlstel, B AERoke] el NERelA AW vk ge Fu) AE Bew
dAd B, Az 2 34 SAREe AASGT. FF 5 oPd 2 zZad GRAs wsole 1A Aol
AxH oz FEadh. Wele dEe wg Wnol ofa AGsA KA.

10 %%%), BHT 2, EPDM/EPDM L ENB A& o dl
(WWB)S APt w¥kS71S 1350 rpmoll A wbald A 90CE 7Fgetivl. whsrS AR H|e dgd, Z7
A&l 9, EPDM/EPDM 32 ENB Aol thsfl, 44 (0.35 NL/h)Z 7kt 2 AgAdsisict. 158 ¥, S0 AR
(Z0) kel wek 0.1 - 0.8 umol)S uHe7|ol H7psta, FEHH o Zu) 875 PMH (50 mb) 2 37U}
TE 0% F, 9= fEe AXATL, §9E o]A-ZRPE F o] =Z/b52(Irganox)-10769] goo] Hof
AE 2 L A Zebage] 2A=HA Ea, 4 skl 100CAA w1 AxzA AT, FFAE 1f A= (IV)

2 24 (FT-IR)l tisl #48k3ic).

Ad =1 9 A= # 3 A 69 AT Q.
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[0211]

= £
BE M- | B #
A6l W E AT Aetel | o) FgAe | iy B
e c2® | ENB? Iv?
) 5
(ppm Ti) | (wt. %) | (wt. %) dL/g
23 X 6 5 2.1 24 .4 3.9 3.5
24 1 5 4 5.4 397 10.9 3.0
25 2 5 6 43 324 129 31
26 2M 6 6 5.7 35.4 10.2 3.1
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[0216]

[0217] ¥ 3. 90C, 7 bar, 10 min, MAO/BHT ([BHT}=900 pmol/L; [A11=450 pmol/L.
[0218] EPM 50/50: 250 NL/h Cs, 250 NL/h C,, EPM 80/40: 400 NL/h Cs, 200 NL/h C,,

_24_



[0219]

[0220]
[0221]

[0222]

x4
i
>
w| wl w|l w| »l w 2
o| N & & X| &
E
}o[l
IR
m m m
T T T
2wl 8l ml 8 - 14
I I A
= dl =
k = k = ke = Ho
m m m ol
4 4 z
oe) [ve) Lvs]
ENIIEN I N BT A S R
N[ | of o w| w| gy d
N[ N w]| w M 3 \
o| w| o w| of 3] 3| °F
|
B & & & & 8| E| o
©| of of o »| d x| N
sl s & 2| @ & T
o N| N o o wf F| O
w| ©of o =] w| of x| ®
AR
N N N
S @l ol @ X B A F
w| ®| »| 9 w| 2| x| =z
=| @
N N vl B S
IN = o 2| &
w|l & 5| 3| w| & B =
ol N 2] 2] n| & g <

¥ 4. 90T, 7 bar,

EPDM: 400 NL/h Cs,

0.35 NL/h Hy, 2.8

mL ENB

10 min, MAO/BHT ([BHT}=900 umol/L; [Al]=450 pmol/L.

200 NL/h C,, 0.35 NL/h Hp, 0.7 mL VNB, 0.7 mL ENB.
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[0224]
[0225] 3% 5. 90C, 7 bar, 10 min, MAO/BHT ([BHT}=900 pmol/L; [Al1]=450 pmol/L.
[0226] EPM 50/50: 250 NL/h Cs, 250 NL/h C,, EPM 80/40: 400 NL/h Cz, 200 NL/h C,,
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3% 6. 90C, 7 bar, 10 min, MAO/BHT ([BHT}=900 pmol/L; [Al1]=450 pmol/L.

* MAO/BHT ([BHT}=1800 pmol/L; [A11=900 umol/L. EPDM: 400 NL/h Cs, 200 NL/h Cy, 0.35 NL/h H,

" 250 NL/h Cs, 250 NL/h, 0.35 NL/h Hy), 0.7 mL VNB, 0.7 mL ENB. 31 ENB: 400 NL/h Cs;, 200 NL/h Cs;, 0.35

NL/h Hy, 2.8 mL ENB

EOARYH, BE A9, A7A QR¥E fE8 2 owye] Zuli Folzl elits (AK)sh x@shel A7A P
29E fFEE A3shs Suol sl BEE Ant 9§ e BB T4 AT, LH AE (NDE O
Aol fabehe, U= B W ATA Qo) £ ue] 23S Agshs A4Sl ke Bk AFA Pel el
rh A3 WA (ENB)] &3, webA E 3 % 5olA (A3 BAle] BA) sel) ogA-maad FEFA
Fbe) Wl BAF SeolAe] Aolrk @ golshl BARE AL HUW Atk ® 2b vl Fu) (X,
1, 2 % 207 FYEE A9l £ 1ol AR ek A AR S0 (P, O, 0+ HmE FHA 5
qel fAE Fua

2 o] gletE (1, 2 9 2F v FEHE (T, W 2 WS vjusle], 2 UHxse 1 3 2 5258 i1f
A5 1V (FFAel ke Ax)7h 2 el AT D 0% el e fA AR e S 1e

Bb e Af AR, webd woh vhe RARe 2t FAS AMAYIE, 2 ouye] HiEud 9 240
.
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