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'"H NMR (300 MHz, CDC13) 3 7.53 (d, J= 7.2 Hz, 2H), 7.43 (d, J= 7.2 Hz,
2H), 7.36 (1, J = 7.2 Hz, 2H), 7.26 (t, J = 7.2 Hz, 2H), 6.31 (broad s, 2H), 3.39 (d, J = 1.8 Hz,
4H), 2.65-2.80 (dt, J = 7.2 Hz, 1.2 Hz, 4H), 2.17 (quin, J = 7.2 Hz, 2H); C NMR (75 MHz
CDCls) 3 145.5, 144.5, 1442, 127.9, 126.0, 124.5, 123.7, 118.9, 37.7, 27.6, 26.2.
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'"H NMR (300 MHz, CDCl3) § 7.64 (d, J = 8.4 Hz, 2H), 7.58
(d, J = 8.4 Hz, 2H), 7.29-7.34 (m, 2H), 7.14- 7.20 (m, 2H), 6.20 (d, J = 4.2 Hz, 2H), 6.08 (d, J =
4.2 Hz, 2H), 3.06-3.16 (m, 2H), 2.86-2.97 (m, 2H), 2.36-2.45 (m, 2H); *C NMR (75 MHz,
CDCls) 5 127.6, 126.8, 126.5, 126.2, 125.4, 122.9, 122.4, 114.8, 105.8, 30.3, 25.4.
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'"H NMR (300 MHz, CDCl3) 8 7.49 (d, /= 7.4 Hz, 2H), 7.36 (d, J = 7.4 Hz, 2H), 7.29 (i,
J=17.3 Hz, 2H), 7.19 (dt, /= 7.3 Hz, 1.4 Hz, 2H), 6.20 (quin, /= 1.9 Hz, 2H), 3.31 (g, /= 1.9
Hz, 4H), 2.66-2.56 (m, 4H), 1.85-1.78 (m, 4H); '*C NMR (75 MHz, CDCl;) & 145.5, 144.5,
144.4,127.7, 125.9, 124.4, 123.7, 118.9, 37.6, 27.9, 27.6 (MR — 2V A}).
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"H NMR (300 MHz, 40

CDCl;) 5 7.69 (d, J = 8.6 Hz, 2H), 7.52 (d, /= 8.6 Hz, 2H), 7.31 (t, J= 7.3 Hz, 2H), 7.21 (t, J =
7.3 Hz, 2H), 6.59 (d, J = 3.3 Hz, 2H), 5.55 (d, /= 3.3 Hz, 2H), 3.35-3.20 (dd, J = 16.1 Hz, 10.5
Hz, 2H), 3.17-3.05 (dd, J = 16.4 Hz, 5.6 Hz, 2H), 2.33-2.18 (m, 2H), 2.13-1.97 (m, 2H); “C
NMR (75 MHz, CDCls) § 128.4, 126.7, 125.8, 125.3, 122.7, 121.3, 118.0, 103.3, 27.6, 26.7.
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# 1. FRERTAE O ERK

(49)
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REE | EREP [BEFE| AFatr | AFaotB [TEA (93%)] 1-~%tr | BREE| BA
5 EH (a) E(g) E(g) (@
3 8.1 A A 1.1 0 0 Fi ez £84.2
3 6.2 B A 1.009 25,0 0 ~F i 1196.4
3 63° A A 0.256 0 Rz 384.0
4 74 A A 0.518 0 Q ~T & 561
: B B 4.0 34.0 92.0 ~TH. 2185
4 72 A A 0.516 0 0 ~T 561
- 8 B 4 34.0 92.0 ~F & 2195
5 81 B C 1.0 254 0 FL T 2790
: A A 1.026 0 D LT B33.9
5 a2 B c 1.0 28.4 0 [ 2790
- A A 1.07 0 0 | 697.6
5 53 B [3) 1.00 20.0 0 [ 2792
- A A 1.07 0 kLT 697.6
5 91 D G 0.497 12.5 137 Fz 30496
: A A 1.14 0 ¢ Filz 544.7
5 9.2 D G 0.497 12,5 137 [ 30496
' A A 1,94 0 ] kT 544.7
A 03 D E 0.25 12.5 113 Fz 29992
: A A 1.1 ¢ 0 Rz 584.2
s o4 D E 0.57 125 123 Fi -z 3092
- A A 1.1 1] 0 | e o 584.2
6 05 %) E 0.57 12.5 123 [ 3082
' A a 1.1 0 0 Flx 561.0
R 96 D E D57 12.5 123 (SR 3092
- A A 1.1 0 0 kT 561.0
6 9.7 E E/A 1,010,937 21.3 112 ~Fa 2222
6 9.8 E E/A 1.0/0.838 2.3 1935 ~7 & 28836
& 9.9 E E/A 2.6/0.93 38.1 366 ~Fa. 3001.8
6 510 A A 1.00 o ~F & 2278
: B F 1.017 26.3 40.3 ~FE 2137
R e A A 1.0 0 0 ~F & 635
' B F 1.017 26.3 40.3 ~F 2137
5 912 A A 1.0 i 0 ~FE 635
' B F 1.017 26.3 40.3 ~Fh 2137
013 A A 1.0 0 0 ~F & 835
5 : B F 1.017 6.3 40.3 ~FE 2137
o 14 A A 1.0 0 0 ~F & 635
6 : B F 1017 26.3 40.3 ~FE 2137
7 10.1 o AH 0.40, 1.20 0 0 ~TH. 262
7 10.2 c AMH 0.25,0.50 0 ] ~FE 1419
7 10.3 o AH 0.25, 0.50 0 0 ~¥E 1009
7 10.4 C AH 0.50, 1.0 i} 0 ~FE 1163
7 10.5 o1 AMH 0.40, 1.20 o 0 ~Fa 262
8 111 A A D.50 [ [7] ~FaL 320
: A I 0.505 0 0 ~F& 929
8 112 A A .50 0 0 ~F & 320
: A I 0.505 o 0 ~F& 929
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F2. THEMER~DOT7—F

(50)

JP 5623315 B2 2014.11.12

FHEAMEE | TREMEE | TREMEE | THEMEE | T ieptE
WEE& Aot Axaty ~Ft 01 % TEA | AV72y | FEEaEE
b3 o TA—F 74—F 74—F 2
{Ibs/hr) {Ibs/hr) (Ibs/hr) {Ibs/hr) (lbs/hr) {Uvha)
#3
6.1 0.21 2L 0 0.71 2.58 0.5
6.2 0.26 2L 0 0.71 232 0.5
8.3 0.55 L 0 0.61 2.73 0.5 10
#4
7.1 0.32 0.24 0 0.75 1.86 0.5
7.2 0.31 0.43 0 0.85 1.73 0.5
#5
8.1 0.2 0.53 0 0.79 3.72 0.5
8.2 0.21 0.41 0 0.59 3.79 0.5
8.3 0.33 0.41 0.61 2.61 0.5
#6
9.1 0.22 0.43 0 0.71 2,59 0.5
9.2 0.22 0.35 0 0.69 26 0.5
9.3 0.76 0.18 0 0.63 2.67 0.5 20
9.4 0.82 0.16 0 0.62 2.72 0.5
9.5 0.39 0.10 0 0.62 2.68 0.5
9.6 0.39 0.10 o 0.62 2.68 0.5
9.7 0.41 A 0 0.68 1.94 0.5
9.8 0.32 : 0 0.62 2 0.5
9.9 0.45 ? 0 0.67 1.98 0.5
9.10 0.21 0.19 0 1.01 2 0.5
9.11 0.17 0.39 0 1 2.02 0.5
9.12 0.33 0.10 0 0.99 1.99 0.5
9.13 0.37 0.11 0 1.01 2 0.5
9.14 0.29 0.10 0 1 2 0.5 30
#7
10.1 D48 A 0 0.95 1.59 0.5
10.2 0.48 A 0 0.49 4.94 2
10.3 0.86 4 o 0.48 4.63 2
10.4 0.32 A 0 0.51 4.95 2
10.5 0.27 " 0 0.98 1.59 0.5
78
11.1 0.2 0.48 0 0.69 143 0.5
11.2 0.21 0.68 0 0.75 1.37 0.5
8 1oDAZOEL T L—FERBETO ATV BEREF T, 2BOAZn L 21 SOMRSEHELLT
e LA 40
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OoooQ
e
\Zrk
Cl
A
ooonQ
KHEAE S 6.1 6.2 6.3
{bZnEah - BB F-Si/AL F-Si/AL F-SiAL
Aot A A 1-~FETOA
RSB ~D AR E
0.2 ) .
(ppm) 3 0.26 0.13
73"“]‘71’“&;5'}”%%“#&5 10.18 10.89 9.17
Fefl i o FEAE TEA TEA TEA
LA (ppm) 13.5 13.2 10
2R (°F) 181.7 178.1 172.8
TF LY (G2) {mol %) 14.38 14,02 14.05
1-~F2 (C6) 5.04 9.80 8.36
-~y [ =F L () 0.35 0.70 0.8
Hz 0 0 0
TF L7 4 —RBEE (Iblhr) 28 61 19.07 245
1-~FE 2 (CB) 74— FHEEE (Ib/he) 8.8¢ 12.62 11.44
Ay TR 51.08 53.84 60.6
B RE wt. % 28.80 28.4 26.69
AU~ —ERE (Ibfhr) 26.00 24.75 20.8
B (~2L-v}k} (gice) 0.9196 0.9166 0.9173
CTS0 (RPH) 10 18 22
R e 2774 2286 2240
KB EER (Ibib) 2381 2725 1538
FRAY twi%) 0.042 0.0367 0.065
Mw 78,910 87,630 86,180
Mni 35,900 38,100 34,400
Mw/Mn 2.2 2.3 251
FEBAERE A~
St AR DBE (Wit) 0.0055 0.0056 0.0014
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Cl
A
gooao
S ARz MI HLMI HLMI/ BE H—}p AL MD TD o~ CY-a
S dg/min | dg/min MI glcc e e ElE=rg EiE-2-3 %
H I £ £
6.1 A 2.48 37.1 149 0918 762 0.63 252 396 17.2 G.763
6.2 A 193 30.8 16.0 0.916 1316 0.87 317 412 27.3 0.776
6.3 A 1 .45 26.4 18.2 0.9173 >1400 1.29 269 353 193 0.727
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ooono
EhfES
7.1 7.2
{LENEIN - BEBR{ES F-SifAL F-SifAL
AF s A+B A+B
R~ 0AZeEx BIA (ppm) 1.24 +0.11 1.2 +0.21
A —bkZ L= COEEEMN (Min) 11.5 10.96
Sl o EE TEA TEA
FhfdiE (ppm) 13.16 14.73
RIRIEE °F) 175.1 175.4
TFL (mol %) 14.61 15.34
1- ~F¥> (mol%) 237 2.92
1-~nFEy [ TF L (TR 0.16 0.19
H2
IFL D7 4—FEE (Ibhr) 28.57 29.22
1-~FEr D7 1—FEE (Ib/hr) 4.16 462
£ iC4 Wi (Ib/hr) 37.1 57.2
B EE wt. % 27.2 273
HRY=—4ERE (Ib/hr) 24.92 25.33
BE (~t-w}) (g/ce) 0.9193 0.9240
CTSO (RPH} 34 24
WEAT AL (Ibb) 2373 2373
Koot 54 (Ib/lb) 2381 2703
R 5 (wi%h) 0.042 0.037
Mw
Mn
Mw/Mn
TRHERER~O T — R Aoy 0.022/0.0028 0.022/0.0028
B/A OHEEE (W1%)

O

Oo0oooo
gfdoooooooboooooooooooooooooobooboobooboan
godoooooooooooooooonn
oooao
\\\Cl
\Zr"{
Cl
A
ooo
=30 Aanzy MI HLMI HLMI/ B H—b et~ | MD TD ~—X CY-a
5 Dg/min dg/min Ml glee i i CIE-E G IE-r %
g T £ g
1.1 A+B 0.46 113 251 0.919 754 0.56 78 419 103 0.189
7.2 A+B 0.96 29.4 30.6 0524 278 0.34 112 540 8.0 0312
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ooooo
Ph
Cl HJC”":. /
“Si
St 2o v €
Zr'\ \CI HyC ¢
Cl
A
Ooooano
ERAES 8.1 8.2 8.3
LEnExh - EamR{ts F-Si/AL F-SUAL F-Si/AL
Ado¥s A+C A+C A+D
g ~mAZnEr A+C Xid 0.21 +0.55 0.22 +0.43 0.39 + .48
A+D (ppm)
F—rZ—7 CcoBEREM (Min) 7.57 7.77 10.05
SR O TEA TEA TEA
FeflE (ppm) 13.21 11,02 12.95
FIGSRIEE (°F) 180.1 150 180.2
TF L (mol %) 13.2 13.62 14.61
1- ~FF1 (mol%) 5.71 7.48 7.03
1-~F¥y / TFL (FEAR) 0.43 0.55 0.48
Ha
IFILO74—FHEE (Ibfhr) 25 25 25
1=-~FEr D7+ —FEE (Ib/hr) 7.52 10.17 936
24V 7 &% & (Ibihr) 52.07 5311 47 14
ERLEE wt. % 25.32 26.18 26.20
HYv—ERE (Ib/hr) 21.8 23.4 218
BE (~lv}H) (glec) 0.6238 0.9167 0.5183
CTSO (RPH) 14 13 20
W BT AAEEEN (Ib/b) 3827 3827 2422
R4y izt B4 B (Ibllb) 2174 1515 2128
JR 4y (wit%) 0.046 0.066 0.047
Mw 112,900 138.380
Mn 37,200 37.200
Mw/Mn 303 3.72
FEMER ~ D7 —FAS ot 0.0055/0.0055 0.0055/0.0055 0.0053/0.0053
AIC Xid A/D OBLEE (Wt%)
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| ES MI HLMI HLMI/ BE H—F Pl ine MD TD ~—R CY-a
w9 dg/min | de/fmin | MI gicc W wE | Az | aim %
g I e g
81 A+C 1.04 243 234 0.923 154 .36 68 347 21.1 0.079
82 A+C 1.10 253 730 | 0916 456 .44 o4 | 372 94 | 0.098
83 A+D .10 7.6 205 | D98 168 0.36 £0 409 | 251 | 006
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N
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A
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= | ZHeH MI HLMI HLMI/ BE ¥—F |A~<>HF—| MD | ID [~—X] CY-a
&5 dg/min | dg/min MI glce it £-ip 4 3BE (F[HE %
g J g 8
g1 A+G 0.85 149 17.5 0.918 >1400 1.34 209 398 7.6 0.672
9.2 A+G 0.83 14.5 17.4 0.920 823 1.11 275 470 8.4 0.66 20
9.3 A+E 0.81 18.4 227 0918 >1400 1.07 241 451 6.9 0.576
9.4 A+E 0.84 16.8 20.0 0.918 >1400 0.91 229 477 7.9 0.509
9.5 A+E 0.77 15.7 20.4 0.918 >1400 1.00 309 47 6.4 (0.566
9.6 A+E 0.77 15.7 20.4 0.218 1039 1.21 273 436 7.0 0.566
9.7 A+E 0.76 15 20.1 0.923 191 0.42 264 454 6.4 0.549
9.8 A+E 1.01 22 20.3 0.920 391 0.62 274 428 7.4 0.618
9.9 A+E 1.00 25 21.3 0.918 1400 1.02 246 383 8.3
9.10 A+F 0.58 13.5 23.3 0.917 >1400 1.72 194 467 10.1 0.345
9.11 A+F 0.6 15.1 25.2 0.922 437 0.36 274 747 7.4 0.569
g.12 A+F 1.03 18.6 18.1 0.916 >1400 1.11 215.5 | 414 17.3 0.646
9.13 A+F 1.11 19.1 17.2 0.916 >1400 1.23 271 441 9.7 0.648
9.14 A+TF 0.95 16.9 17.8 0917 >1400 1.68 209 339 14.4 0.652
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Ooo00oao
HEHES 10.1 10.2 16.3 104 10.5
LA EXN A EEBRS F-Si/AaL F-SitAL F-SVAL F-Si/AL F-SWAL
Adoty A+H A+H A+H A+H A+H
RieB~nAFaE (ppm) 0.84 0.41 0.6 0.5 0.46
A —rZL—FCOHEER (Min) 12.43 24.96 24.09 24,97 13.3
B AR Tl TEA TEA TEA TEA TEA
e (ppm) 15.07 10.03 9.7 9.6% 19.68
RIS EE (°F) 175.3 174.8 174.8 174.8 179.2
TFL (mol %) 14,23 13.35 12.79 13.41 15.66
1-~F¥ {mol%) 1255 2.44 2.55 2.39 15.52
1-~FEy / TF LY (BAH) 0.88 ¢.18 0.2 0.19 0.99
H: (mole %) 0.003
IFL D7 1—REE (Ib/hr) 19.8 25.87 25.88 259 20.8
1- ~FEr D7 4—FEE (Ib/hr) 112 9.55 11.22 12.45 il.84
24V 75 W (Ib/hr) 54.2 48.89 48.34 52.38 54
ERoBE wt% 28.1 233 24.6 21.7 29.5
HY=—4L R & (Ib/hr) 26.17 21.67 21.44 20 27.67
BE (v (glec) 0.9189 09183 0.9179 0.9177 0.916
CTSO (RPH) 28 60 36 57 22
WE T AEEN (Ib/b) 2825 1964 2405 2405 2854
Koot AEE (Ibi/lb) 2703 3846 2222 2564 3030
FEST (wi%) 0.037 0.026 0.045 0.039 0.033
Mw 134,760 124,640 124.060 101.110
Mn 35,950 49,760 51130 35.600
Mw/Mn 2.41 2.5 2.43 2.84
%ﬁ&ﬁﬂ&ﬁ«?ﬁ{%bﬁ e BME | goss 0.0042 00034 0.0083 0.0088
AFECRETV —FAHOERE 31 2 2 2: 3:1
TSR ~OATa T T —h 0.48 0.48 0.86 032 0.2
(Ibs/hr)

oooooo

gooooooooboooooooooobooooboboooobobboooobooboo
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Cl ‘“\\Cl
o Zr’ + BfEE
N \CI
(]
A
Ooo0o0ooag
HiEH| ATt MI HLMI HLMI/ W H—F | A~ | MD TD |~—X | CY-a
=B dg/min | dg/min MI glee it -3 Lt 4 BlEx | Bz | "
2 J 3 £
10.1 A+H 0.9 15 16.9 0.918 >1400 0.72 216 | 367 11.4 | 0.585
10.2 A+H 1.03 17.46 17.0 09183 1292 1 243 | 413 16.4 | 0.629
10.3 A+H 1.51 23.16 17.7 09179 1268 0.99 279 | 446 | 226 | 0.614
10.4 A+H 1.33 23.39 17.6 09177 1007 0.7 297 | 472 | 29.9 | 0.623
10.5 A+H 098 16.53 16.9 0.9160 1400 1.66 217 | 402 | 133 | 0.655
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ooooo
.\\\\\C | HFf .-“\\\C !
AN
N, AT
A 1
Ooo00oao
ERpES 11.1 11.2
L EAE AN EER{H F-Si/AL F-Si/AL
AZoEy A+l A+l
Riem~DAZ T (ppm) 0.11+0.26 0.11+038
F—tZl—FCOEEREMN (Min} 13.57 12.76
S OB TEA TEA
SEfdil (ppm) 13.73 14.11
FISEIEE °F) 176.3 176.2
TFL (mol %) 15.14 14.82
1- ~FE (mol %} 11,79 11.3
1-~Fy [ TF LV (BB 0.78 0.76
H:
IF D7 4—FEEE (Ib/hr) 293 20.3
1-~F D7 4—F#EE (Ib/hr) 961 9.75
A7 5. Fi& (Ibihr) 50.27 50.52
B ME wt. % 28.1 277
HY+—AERE (Ib/hr) 25.5 2527
B E (~v}) (glec) 0.9185 09181
CTS0O (RPH) 29 35
HE 35 AEEH (Ibilb) 2222 2222
KA a3 AL EHE {Ib/Ib) 2941 2041
JR 4y (wih) 0.034 0.049
Mw 102,610 118,520
Mn 36,800 39,200
Mw/Mn 2.79 3.02
FiEpEE~O7 —FAF O
A DB (WH%) 0.0028 / 0.0028 0.0028 1 0.0028
A ECRETA—FOERK 0.423 0.289
T REMIEE ~OAZ T E(A) 0.2 0.21
74—F {Ibs/hr)
AF k7 4—F {Ibs/hr) 0.48 0.68
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ooooao
EHEm Adrel. MI HLMI HLMI/ EE H—F | A= MD TD | ~—X| CY-a
55 dg/min | dg/min MI glee fLit- 4 fﬁ]ﬂ G5 E.J'Ifﬂé %
11.1 A+ 109 | 208 19.1 0917 658 0.65 232 113 | 206 | 0534
11.2 A+l 0.84 | 16.2 19.3 0917 | 727 0.85 | 196 | 447 [ 116 [ 0.499
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