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0 166UV Detectord 0O O O Beckmann SystemGoldO 0O 0O O O O O Waters SunFire RP 18(3.
Ox 150mmO 5y m)O O O (WatersO MilfordDO MAO www.waters.com)O HPLCO 0 O OO O OO
0000000000 :Millipored 0 (ADOODHPLCOO DO OO DODDOOO (B)D 10mMO
00000000000 1000BS%I 08%I 0000001000800 0000 ;000O0.
7nl/0 00000030 LODDOD;00000000000000000HPLCO tx)d O
oooao

00010 *H NMR (DMSO-dg, 200MHz): & 7.00 (d, 1H, J = 0.9Hz)O 7.08 (ddd, 1H, J =
8.1, 6.8, 1.1Hz)O 7.31 (ddd, 1H, J = 8.4, 6.8, 1.1Hz)O 7.43 (dg, 1H, J = 8.4, 1
.1Hz)O 7.63 (dt, 1H, J = 8.1, 1.0Hz)O 11.73 (bs, 1H)O *3C NMR (DMSO-dg) & 106.17
0 110.380 121.520 122.960 123.140 126.030 126.380 136.920 162.250 MS m/z 177 (M*
, 100%)0 161 159 (M* -0, 28%)0 159 (M* -H,0, 13%)0 133 (M* -CO,, 5%)0 115 (M* -H
>0 -CO,, 44%)0 HPLC, tg 7.10 O

00020 *H NMR (DMSO-dg, 200MHz): & 6.88 (d, 1H, J = 0.9Hz)O 7.23 (t, 1H, J =7
.8Hz)O 7.35 (dd, 1H, J = 7.4, 1.0Hz)O 7.48 (dt, 1H, J = 8.1, 1.0Hz)O 13C NMR (O
00 0 -dg) & 105.060 110.130 116.530 122.720 124.290 126.820 127.380 136.870 161
.610 MS m/z 257 (B1Br: M*, 91%)0 255 (“°Br: M*, 100%)0 241 (BBr: M* -0, 5%)0 23
9 (“®°Br: M* -0, 8%)0 114 (M* -H,0 -CO, -Br, 66%)0 HPLC, tg 8.50 O

00 030 M NMR (DMSO-dg, 200MHz): & 6.97 (s, 1H)O 7.19 (dd, 1H, J = 7.3, 0.9Hz)
07.31 (t, 1H, J = 7.8Hz)0 7.44 (d, 1H, J = 8.2Hz)O *3C NMR (0 0O O O -dg) & 103.
640 109.570 121.140 123.800 126.670 127.220 127.820 137.290 161.650 MS m/z 211 (
M*, 100%)0 195 (M* -0, 10%)0 149 (M* -H,0 -CO,, 13%)0 114 (M* -H,0 -CO, -Cl, 34%
)0 HPLC, tg 7.90 O

000 40 *H NMR (DMSO-dg, 200MHz): & 7.03 (d, 1H, J = 0.7Hz)O 7.22 (dd, 1H, J =
8.0, 1.7Hz)0O 7.590 7.63 (m, 2H)O *3C NMR (0 O O O -dg) & 106.350 113.070 119.37
0 121.320 124.830 124.920 127.420 137.380 161.670 MS m/z 257 (B1Br: M*, 93%)0 25
5 (“°Br: M*, 100%)0 241 (3'Br: M* -0, 4%)0 239 (“°Br: M* -0, 7%)0 114 (M* -H,0 -
CO, -Br, 39%)0 HPLC, tg 8.30 O

O 0 050 * NMR (DMSO-dg) & 2.48 (s, 3H)O 6.88 (d, 1H, J = 6.4Hz)0 7.02 (s, 1H)
0 7.150 7.27 (m, 2H)O 11.37 (bs, 1H)O *3C NMR (CD50D) & 18.140 105.060 108.140 1
21.510 122.830 126.370 126.550 132.720 137.660 163.860 MS m/z 191 (M*, 100%)0 17
5 (M* -0, 6%)0 146 (M* -CO, -H, 5%)0 129 (M* -H,0 -CO,, 19%)0 HPLC, tg 7.90 O
00 060 M NMR (DMSO-dg): & 7.06 (d, 1H, J = 0.7Hz)0 7.46 (dd, 1H, J = 8.4, 1.0
Hz)O 7.62 (t, 1H, J = 7.7Hz)0 7.76 (d, 1H, J = 8.1Hz)O 7.920 8.02 (m, 3H)O 8.24
(t, 1H, J = 3.0Hz)O

00070 *H NMR (DMSO-dg): & 3.26 (s, 3H)OJ 7.06 (s, 1H)O 7.50 (dd, 1H, J = 8.2,
1.4Hz)O 7.760 7.80 (m, 2H)O 8.01 (s, 1H)O 13C NMR (DMSO-dg): & 43.650 104.400 10
7.950 119.890 121.150 122.950 127.65 (2C)0 127.78 (2C)0 131.420 134.890 136.170
139.210 145.490 161.060

00 080 * NMR (DMSO-dg, 200MHz): & 7.11 (d, 1H, J = 0.5Hz)0 7.23 (bs, 1H)O 7.4
5 (d, 1H, J = 8.6Hz)0 7.84 (dd, 1H, J = 8.8, 1.5Hz)0 7.93 (bs, 1H)O 8.24 (s, 1H)
0

00 090 M NMR (DMSO-dg): & 6.98 (s, 1H)O 7.18 (td, 1H, J = 9.2, 2.4)0 7.390 7.
48 (m, 2H)O EI/MS (70 eV) m/z 195 (M*, 100%)0 133 (M* -CO, -H,0, 28%)0O

O 0O 0O 100 *H NMR (DMSO-dg): & 2.48 (s, 3H)O 7.01 (td, 1H, J = 7.3, 1.5Hz)0 7.30
(td, 1H, J = 7.4, 1.1Hz)O 7.350 7.40 (m, 1H)O 7.64 (d, 1H, J = 7.9Hz)O 11.03 (bs
, 1H)O

000210 *H NMR (DMSO-dg): & 1.17 (t, 3H, J = 7.3Hz)0 2.99 (g, 2H, J = 7.4Hz)0O
7.07 (td, 1H, J = 7.3, 0.9Hz)O 7.260 7.40 (m, 2H)O 7.66 (d, 1H, J = 7.9Hz)O 12.0
0 (bs, 1H)O

000120 *H NMR (DMSO-dg): & 7.14 (s, 1H)O 7.65 (d, 1H, J = 9.0Hz)O 7.87 (dd, 1
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H, J = 9.0, 2.2Hz)0O 8.23 (d, 1H, J = 2.0Hz)O 9.32 (s, 1H)O 12.13 (bs, 1H)O

00 0 130 *H NMR (DMSO-dg): & 7.13 (s, 1H)O 7.71 (dd, 1H, J = 8.6, 1.8Hz)O 7.87
(d, 1H, J = 8.6Hz)0 8.04 (d, 1H, J = 1.4Hz)O 9.48 (s, 1H)O

0 00 140 *H NMR (DMSO-dg): 6 2.69 (t, 2H, J = 7.4Hz)0O 2.95 (t, 2H, J = 7.3Hz)O

7.10 (s, 1H)O 7.64 (dd, 1H, J = 8.5, 1.9Hz)O 7.52 (d, 1H, J = 9.0Hz)O 7.9 (d, 1H
, J = 2.3Hz)0 8.70 (s, 1H)O 12.10 (bs, 1H)O *3C NMR (DMSO-dg): & 20.980 33.170 9

8.2200 101.030 115.860 115.96 (2C)0 120.950 124.240 134.260 135.840 149.810 161.0

80 173.930

0 0 0 150 *H NMR (DMSO-dg): & 2.13 (t, 2H, J = 7.4Hz)0 2.85 (t, 4H, J = 7.1Hz)O

7.11 (s, 2H)O 7.67 (dd, 2H, J = 8.8, 1.6Hz)0 7.84 (d, 2H, J = 8.6Hz)0 7.93 (d, 2

H)O 8.77 (s, 2H)O 13C NMR (DMSO-dg): & 24.64 (2C)0 28.45 (1C)0 100.52 (2C)0 104.

87 (2C)0 113.17 (2C)0 120.49 (4C)0 123.68 (2C)0 128.39 (2C)0 134.00 (2C)0O 135.53
(20)0 147.64 (2C)0 160.80 (2C)O MS m/z 546 (M +NH,™, 5%)0 256 ((M +NH,*)/2 -OH,
40%)0 256 ((M +NH,*)/2 -20H, 100%)0

0 00 160 *H NMR (DMSO-dg): & 1.840 1.99 (m, 2H)O 2.300 2.38 (m, 2H)O 2.700 2.78
(m, 2H)O 7.10 (d, 1H, J = 0.9Hz)O 7.67 (dd, 1H, J = 8.6, 1.8Hz)O 7.83 (d, 1H, J
= 8.6Hz)0 7.910 7.93 (m, 1H)O 8.74 (s, 1H)O 12.12 (bs, 1H)O

0002170 *H NMR (0 O O O -dg): & 7.04 (s, 1H)O 7.49 (dd, 1H, J = 8.4, 1.4Hz)O 7
.76 (d, 1H, J = 8.6Hz)0 7.83 (d, 1H, J = 1.2Hz)0O 7.880 7.92 (m, 2H)0O 8.130 8.17
(m, 2H)O

000180 *H NMR (0 O 0O O -dg): & 1.340 1.38 (m, 2H)O 2.410 2.48 (m, 2H)O 2.820

2.89 (m, 2H)O 7.20 (d, 1H, J = 0.9Hz)O 7.70 (dd, 1H, J = 8.6, 2.0Hz)O 7.87 (d, 1

H, J = 8.6Hz)0 8.020 8.03 (m, 1H)O 8.48 (s, 1H)O 11.24 (bs, 1H)O

OO0 0190 *H NMR (DMSO-dg, 200MHz): & 1.91 (s, 3H)O 6.94 (s, 1H)O 7.100 7.27 (m,
6H)O 7.600 7.64 (m, 2H)O 11.85 (bs, 1H)O

000200 NMR (0 OO0 -dg): & 7.20 (qd, 1H, J = 1.8, 0.7Hz)O 7.430 7.58 (m,

3H)O 7.800 7.85 (m, 3H)O 8.040 8.06 (m, 1H)O 13C NMR (0 O O O -dg): & 103.430 11

2.320 117.220 119.01 (q, J = 4.8Hz)O 123.81 (g, J = 33.0Hz)O 125.47 (g, J = 262.

8Hz)O 128.07 (2C)0 128.710 129.89 (2C)0O 133.640 137.540 138.5200 140.710 161.450

MS m/z 321 (M*, 100%)0 305 (M* -0, 10%)0 259 (M™ -H,0 -CO,, 41%)0 190 (M* -H,0 -

CO, -CF5, 38%)0 HPLC, tg = 10.50 O

0 00 210 *H NMR (DMSO-dg): & 3.530 3.59 (m, 8H)O 7.08 (d, 1H, J = 0.7Hz)O 7.35
(dd, 1H, J = 8.6, 1.5Hz)0 7.47 (d, 1H, J = 8.6Hz)0 7.74 (d, 1H, J = 1.6Hz)0O

0 00 220 *H NMR (DMSO-dg): & 2.90 (t, 2H, J = 7.0Hz)O 3.74 (t, 2H, J = 6.9Hz)0O

7.32 (d, 1H, J = 0.7Hz)O 7.460 7.52 (m, 2H)O 7.560 7.60 (m, 1H)O 8.60 (s, 1H)O *

3C NMR (DMSO-dg): & 29.180 60.2200 103.390 110.130 112.540 113.340 121.950 124.88

0 127.700 129.940 137.040 145.050 160.700 MS m/z 287 (M* -H)O

0 0 0 230 *H NMR (DMSO-dg): & 7.16 (s, 1H)O 7.340 7.54 (m, 3H)O 7.67 (d, 1H, J =
8.8Hz)O 7.88 (dd, 1H, J = 8.8, 2.0Hz)O 7.950 7.99 (m, 2H)O 8.20 (d, 1H, J = 1.8

Hz)O 9.29 (s, 1H)O MS m/z 321 (M+H*, 10%)0 287 (M* -0 -OH, 100%)0

0O 0O O 240 *H NMR (DMSO-dg): & 7.350 7.44 (m, 2H)O 7.480 7.56 (m, 3H)O 7.590 7.65
(m, 2H)O 8.000 8.05 (m, 2H)0 9.35 (s, 1H)O 13C NMR (DMSO-dg): & 103.250 110.51

0 112.860 113.410 120.820 124.840 125.44 (2C)0 127.880 128.210 128.92 (2C)0O 129.

780 130.200 136.990 146.770 160.770 MS m/z 321 (M+H™)O

00 0O 250 *H NMR (DMSO-dg): & 3.40 (s, 3H)O 6.91 (d, 1H, J = 0.7Hz)0 6.94 (dd, 1

H, J = 8.2, 1.5Hz)0 7.120 7.28 (m, 5H)0 7.360 7.37 (m, 1H)O 7.42 (d, 1H, J = 8.4

Hz)O

000 260 *H NMR (DMSO-dg): &6 3.15 (s, 3H); 7.080 7.15 (m, 4H); 7.270 7.34 (m, 3

H); 7.560 7.57 (m, 1H)O 7.79 (d, 1H, J = 8.2Hz)O 3C NMR (DMSO-dg): & 30.690 104
-210 109.970 118.310 122.890 123.530 126.12 (2C)0 127.080 128.78 (2C)0 130.010 1
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31.670 133.870 141.140 160.620 MS m/z 346 (M*, 17%)0 330 (M* -0, 14%)0 240 (M* -

PhNMe, 10%)0 224 (M* -0 -PhNMe, 18%)0 177 (M* -PhNMe -SO, +H, 51%)0 106 (PhNMe *
, 100%)0

00 0270 *H NMR (DMSO-dg): & 2.97 (s, 6H)O 7.040 7.13 (m, 2H)O 7.43 -7.44 (m, 1

H)O 7.68 (d, 1H, J = 8.2Hz)O 11.94 (s, 1H)O

000280 *H NMR (DMSO-dg): & 2.62 (s, 6H)O 7.15 (d, 1H, J = 0.7Hz)O 7.41 (dd, 1

H, J = 8.4, 1.6Hz)0 7.77 (d, 1H, J = 1.1Hz)O 7.89 (d, 1H, J = 8.6Hz)0 MS m/z 284
(M*, 34%)0 282 (M* -H,, 100%)0O

000290 *H NMR (DMSO-dg): & 7.02 (d, 1H, J = 0.7Hz)0O 7.32 (bs, 2H)O 7.61 (dd,
1H, J = 8.6, 1.5Hz)0 7.67 (d, 1H, J = 8.4Hz)0 7.99 (s, 1H)O

O 0O 0 300 *H NMR (DMSO-dg): & 7.04 (d, 1H, J = 0.9Hz)O 7.320 7.36 (m, 1H)O 7.42
0 7.53 (m, 2H)O 7.600 7.60 (m, 4H)O 7.90 (t, 1H, J = 0.9Hz)O *3C NMR (DMSO-dg):

5 104.510 110.100 119.850 119.930 121.460 124.100 126.66 (2C)0 127.340 128.85 (2

C)0 132.670 135.000 140.940 161.390 MS m/z 253 (M*, 100%)0 237 (M* -0, 40%)0 190
(M* -H,0 -CO, -H, 62%)0 165 (M* -H,0 -CO, -C,H,, 12%)0 HPLC, tg 9.40 O

000 310 *H NMR (DMSO-dg): & 3.81 (s, 3H)O 7.020 7.06 (m, 3H)O 7.38 (dd, 1H, J

8.3, 1.6Hz)0 7.57 (d, 1H, J = 1.4Hz)O 7.640 7.70 (m, 3H)O *3C NMR (DMSO-dg):

d 55.180 104.610 106.340 114.360 119.710 119.910 122.530 127.030 127.880 132.93
0 136.730 141.670 158.710 161.030 MS m/z 283 (M*, 21%)0 267 (MY -0, 100%)0
000 320 *H NMR (DMSO-dg): & 7.03 (s, 1H)O 7.360 7.52 (m, 4H)O 7.620 7.64 (m, 1

H)O 7.700 7.75 (m, 3H)O *3C NMR (0 0 O O -dg): & 106.080 108.1900 121.370 121.83
0 123.630 127.050 127.96 (2C)0 128.060 129.68 (2C)0 137.490 139.250 142.180 162.

050 MS m/z 253 (M*, 100%)0 191 (M* -H,0 -CO,, 65%)0 190 (M* -H,O0 -CO, -H, 86%)0
165 (M* -H,0 -CO, -CoH,, 32%)0 HPLC, tg 9.20 O

000330 NMR (0 00O -dg): & 7.29 (d, 1H, J = 0.7Hz)0O 7.61 (dt, 1H, J = 8.8
, 0.7Hz)0 8.03 (dd, 1H, J = 8.8, 1.5Hz)0 8.47 (dd, 1H, J = 1.5, 0.7Hz)0J MS m/z 2

21 (M*, 78%)0 205 (M* -0, 100%)0 133 (M* -2 CO,, 57%)0

0O O 0O 340 *H NMR (DMSO-dg): & 6.97 (ddd, 1H, J = 9.7, 8.8, 2.4Hz)0O 7.04 (d, 1H,

J =0.7)07.18 (ddd, 1H, J = 9.9, 1.8, 0.9Hz)O 7.67 (ddd, 1H, J = 8.6, 5.3, 0.4H

z)O MS m/z 195 (M*, 100%)0 177 (M* -H,0, 43%)0 133 (M* -CO, -H,0, 72%)0

O O 0O 350 *H NMR (DMSO-dg): & 7.15 (s, 1H)O 7.570 7.61 (m, 2H)O 8.24 (s, 1H)O
00 0 360 *H NMR (DMSO-dg): & 7.12 (d, 1H, J = 0.9Hz)O 7.41 (dd, 1H, J = 8.2, 1.

5Hz)O 7.83 (dd, 1H, J = 8.2, 0.7Hz)O 7.97 (dt, 1H, J = 1.5, 0.7Hz)O

000370 *H NMR (DMSO-dg): & 6.88 (ddd, 1H, J = 10.6, 5.1, 3.3Hz)O 7.01 (s, 1H)
0 7.260 7.31 (m, 2H)O MS m/z 195 (M*, 100%)0 133 (M* —-OH -COOH, 21%)0

0 0 0 380 *H NMR (DMSO-dg): & 6.99 (qd, 1H, J = 1.7, 0.8Hz)O 7.430 7.53 (m, 2H)
0 7.750 7.80 (m, 1H)O *3C NMR (0 0O 0O O -dg) & 103.600 114.890 117.91 (g, J = 3.0

Hz)O 119.40 (q, J = 5.2Hz)0 123.27 (g, J = 34.8Hz)O 125.160 125.51 (q, J = 260.9

Hz)O 128.310 136.960 161.390 MS m/z 245 (M*, 100%)0 229 (M* -0, 9%)0 183 (M* -H,

0 -CO,, 33%)0 HPLC, ty 8.80 O

0O 0 0390 *H NMR (DMSO-dg): & 7.01 (s, 1H)O 7.410 7.61 (m, 7H)O

0 0 0O 400 *H NMR (DMSO-dg): & 7.03 (d, 1H, J = 0.7Hz)O 7.19 (dd, 1H, J = 6.6, 1.

7Hz)O 7.370 7.57 (m, S5H)O 7.640 7.69 (m, 2H)O *3C NMR (0 O O O -dg): & 105.310 1

09.610 120.500 121.170 126.430 126.730 128.290 129.37 (2C)0 129.55 (2C)0 136.65
0 137.430 140.670 162.010 MS m/z 253 (M*, 100%)0 237 (M* -0, 8%)0 191 (M* -H,0 -

CO,, 25%)0 190 (M* -H,0 -CO, -H, 62%)0 165 (M* -H,0 -CO, -C,H,, 62%)0 HPLC, ty 8
.90 O

00 0 410 *H NMR (DMSO-dg): & 0.93 (t, 3H, J = 7.2Hz)0 1.39 (0O 0O, 2H, J = 7.3

Hz)J 1.69 (U OO, 2H, J = 7.5Hz)0 2.75 (t, 2H, J = 7.6Hz)0 7.32 (d, 1H, J = 0.7

Hz)O 7.420 7.53 (m, 2H)O 7.57 (ddd, 1H, J = 7.1, 2.2, 0.6Hz)0 8.62 (s, 1H)O *3C
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NMR (DMSO-dg): & 13.760 21.770 24.680 31.000 103.410 110.080 112.480 113.300 121
.290 124.860 127.680 129.960 137.010 147.530 160.730 MS m/z 301 (M+H")O 285 (M+H
+ _0)O
00 O 420 H NMR (DMSO-dg): 6 2.87 (t, 2H, J = 6.4Hz)0 3.72 (t, 2H, J = 6.9Hz)O
7.11 (d, 1H, J = 0.8Hz)O 7.65 (dd, 1H, J = 8.6, 2.0Hz)O 7.83 (d, 1H, J = 8.8Hz)
0 7.89 (m, 1H)O 8.69 (s, 1H)O 13C NMR (DMSO-dg): & 29.270 60.200 100.480 104.87
0 110.770 113.150 120.490 120.890 123.700 128.850 135.530 145.530 160.800 MS m/z
288 (MHO
000 430 'H NMR (DMSO-dg): & 2.86 (t, 2H, J = 6.9Hz)0 3.71 (t, 2H, J = 6.9Hz)O
7.12 (s, 1H)O 7.61 (d, 1H, J= 9.0Hz)O 7.80 (dd, 1H, J = 9.0, 1.9Hz)O 8.10 (d, 1H
, J = 1.7Hz)O 8.52 (s, 1H)O MS m/z 288 (M*™ 47%)0 272 (M* -0, 50%)0 226 (M* -C,Hg
0, -OH 52%)0 181 (M* -OH, -COOH, -C,Hg0, 100%)0
0 0 0 440 'H NMR (CD50D): & 1.120 1.33 (m, 4H)O 3.110 3.24 (m, 1H)O 7.23 (s, 1H)
0 7.58 (dd, 1H, J = 8.8, 0.7Hz)O 7.87 (dd, 1H, J = 8.8, 1.2Hz)O 8.28 (dd, 1H, J
= 1.4, 0.7Hz)O *3C NMR (CD50D): & 6.38 (2C)0 32.090 107.830 110.80 (2C)0 122.12
0 125.380 125.60 (2C)0 139.310 163.150 168.900 MS m/z 324 (M* 5%)0 322 (M* -H,,
100%)0 279 (M* -COOH, 18%)0C
00O 450 *H NMR (CD50D): & 1.120 1.19 (m, 2H); 1.290 1.34 (m, 2H); 3.140 3.25 (
m, 1H); 7.12 (t, 1H, J = 0.7Hz); 7.62 (ddd, 1H, J = 8.4, 1.6, 0.7Hz); 7.74 (d, 1
H, J = 8.4Hz); 8.13 (dd, 1H, J = 1.6, 0.8Hz)O *3C NMR (CD50D): & 6.36 (2C)0 32.0
30 105.940 111.93 (2C)0 120.800 123.51 (2C)0 129.330 136.580 163.200 168.830
00O 460 *H NMR (DMSO-dg): & 7.11 (d, 1H, J = 0.9Hz)O 7.79 (dd, 1H, J = 7.8, 1.
5Hz)O 7.86 (d, 1H, J = 7.8Hz)O 8.170 8.19 (m, 1H)O *3C NMR (DMSO-dg): & 104.630
108.580 118.820 122.660 123.280 128.850 135.400 160.840 HPLC, tg 1.40 0O
00D 470 *H NMR (0 000 -dg) & (ppm): 2.67 (t, 2H, J = 7.8Hz)O 2.97 (t, 2H, J
= 7.6Hz)0 7.17 (s, 1H)O 7.36 (d, 2H, J = 8.0Hz)O 7.580 7.69 (m, 4H)O 7.910 7.92
(m, 1H)O 10.85 (bs, 1H)O *3C NMR (0 O O O -dg): & 31.150 35.850 106.570 110.810
120.970 122.830 125.800 127.78 (2C)0 129.64 (2C)0 134.770 140.270 140.460 161.85
0 173.780 MS m/z 325 (M*, 12%); 255 (M* -C4H,0,, 100%); 175 (M* —CgH,o05, 18%);
149 (M* -CgHgOsN, 31%)0
0O O 480 *H NMR (DMSO-dg): & 7.41 (s, 1H)O 7.480 7.69 (m, 4H)O 7.96 (dt, 1H, J
= 8.0, 1.4Hz)0 8.27 (dt, 1H, J = 7.6, 1.5Hz)O 8.61 (t, 1H, J = 1.6Hz)0 9.50 (s,
1H)O 13C NMR (DMSO-dg): & 103.270 110.530 112.860 113.350 121.330 124.810 126.14
0 127.880 128.890 129.270 129.600 129.690 130.600 131.510 136.970 145.950 160.73
0 167.000 MS m/z 365 (M+H")O
000490 H NMR (0 000 -dg) & (ppm): 2.68 (t, 2H, J = 7.2Hz)O 2.99 (t, 2H, J
7.5Hz)0 7.13 (d, 1H, J = 0.9Hz)O 7.39 (AA"/XX", 2H, Jax = 8.1HZ, Jpn- xx- = 2-
OHz)O 7.45 (dd, 1H, J = 8.8, 1.5Hz)0 7.68 (AA/XX", 2H, Jax = 8.2HZ, Jan- xx- =
1.9Hz)O 7.710 7.77 (m, 2H)O *3C NMR (0 O O O -dg): 3 32.440 35.810 106.130 107.9
90 121.340 123.590 127.640 127.96 (2C)0 129.75 (2C)0 131.610 131.900 139.160 140
.040 141.170 160.830 173.760 MS m/z 325 (M™, 14%); 255 (M* -C5H505, 32%); 175 (M
* —CoH1005,16%); 149 (M* -CgHgOsN, 100%)0
000500 'H NMR (DMSO-dg): & 7.11 (s, 1H)O 7.74 (dd, 1H, J = 8.6, 1.5Hz)0 7.89
(d, 1H, J = 8.8Hz)O 8.020 8.10 (m, 5H )0 9.60 (s, 1H)O
000510 *H NMR (0 0 00 -dg) & (ppm): 6.98 (AA™/XX™, 2H, Jax = 9.1HZ, Jan- xx-
= 2.8Hz)O 7.10 (d, 1H, J = 0.9Hz)O 7.14 (dd, 1H, J = 9.0, 2.2Hz)O 7.33 (d, 1H,
J = 2.2Hz)0 7.36 (AA™/XX", 2H, Jax = 9.0HZ, Jan-,xx- = 2.8Hz)O 7.59 (dt, 1H, J =
9.0, 0.8Hz)O
000520 *H NMR (DMSO-dg): & 0.93 (t, 3H, J = 7.3Hz)J 1.38 (0O 0O, 2H, J = 7.5
Hz)O 1.66 (0 OO, 2H, J = 7.5Hz)0 2.70 (t, 2H, J = 7.6Hz)0 7.12 (s, 1H)O 7.61 (
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d, 1H, J = 9.0Hz)O 7.81 (dd, 1H, J = 9.1, 1.9Hz)O 8.11 (d, 1H, J = 1.6Hz)O 8.53
(s, 1H)O
000530 *H NMR (DMSO-dg): & 7.20 (d, 1H, J = 1.8Hz)O 7.380 7.43 (m, 1H)O 7.71
(dd, 1H, J = 8.6, 2.0Hz)O 7.88 (d, 1H, J = 8.8Hz)O 7.96 (t, 1H, J = 8.1Hz)O 8.02
(s, 1H)O 8.110 8.16 (m, 1H)O 8.630 8.69 (m, 1H)O 9.31 (s, 1H)O 12.17 (bs, 1H)O
MS m/z 322 (M+H* 100%)0 295 (M* -HCN, 60%)0
000540 *H NMR (CD50D): & 7.10 (d, 1H, J = 0.6Hz)O 7.44 (dd, 1H, J = 8.4, 1.6H
z)0 7.71 (d, 1H, J = 8.4Hz)O 7.760 7.78 (m, 1H)O 7.81 (AA™/XX", 2H, J,x = 8.4Hz,
Jan-sxx” = 2.2Hz)0O 8.11 (AA™/XX", 2H, Jax = 8.6HZ, Jan-,xx- = 2.4Hz)O
000550 'H NMR (DMSO-dg): & 7.22 (d, 1H, J = 0.9Hz)O 7.66 (dd, 1H, J = 8.4, 1.
6Hz)O 7.88 (d, 1H, J = 8.4Hz)O 8.10 (s, 1H)O *3C NMR (DMSO-dg): & 106.150 109.19
0 118.550 120.840 124.290 124.690 129.130 131.700 158.500 160.200 161.590
000560 M NMR (0000 -dg) & (ppm): 7.18 (d, 1H, J = 0.9Hz)O 7.58 (td, 1H, J
= 7.5, 0.4Hz)O 7.62 (dt, 1H, J = 8.8, 0.7Hz)O 7.71 (dd, 1H, J = 8.6, 1.6Hz)O 7.
91 (dd, 1H, J = 2.0, 1.3Hz)O 7.940 8.00 (m, 2H)O 8.31 (t, 1H, J = 1.6Hz)O
000570 "H NMR (0 000 -dg): & 7.060 7.28 (m, 11H)O 7.54 (s, 1H)O 7.70 (s, 1H
Y0 3C NMR (0 O O O -dg): & 106.280 111.800 121.880 124.850 126.800 127.180 127.
510 128.490 128.560 130.730 130.840 135.320 136.470 139.650 142.930 143.020 162.
010
000580 M NMR (CDCIg): & 2.31 (s, 3H)O 3.21 (s, 3H)O 7.02 (AA™XX", 2H, J,x =
8.6HZ, Jan-,xx- = 2.1Hz)O 7.080 7.18 (m, 2H)O 7.23 (d, 1H, J = 1Hz)O 7.24 (dd, 1
H, J = 8.4Hz, 1.6Hz)O 7.78 (dt, 1H, J = 1.8Hz, 0.8Hz)O 7.83 (dd, 1H, 8.4Hz, 0.8H
z)O 3C NMR (CDCI3): & 20.970 38.670 105.880 111.210 120.010 123.6480 124.910 12
7.220 130.060 134.060 135.250 137.670 140.140 161.270 MS m/z 359 (M* -H)O
000590 M NMR (0000 -dg): & 3.29 (s, 3H)D 7.20 (dd, 1H, J = 8.4Hz, 1.8Hz)
07.21 (d, 1H, J = 1.8Hz)O 7.400 7.50 (m, 2H)O 7.650 7.74 (m, 2H)O 7.780 7.86 (m
, 2H)0 13C NMR (0 0 O O -dg): & 38.120 105.710 111.180 119.610 123.960 125.160 1
26.62 (q, 2C, J = 3.7Hz)O 127.13 (2C)0 127.750 128.66 (g, J = 33.0Hz)O 130.200 1
32.38 (g, J = 269.8Hz)0 133.390 146.300 161.380 MS m/z 415 (M+H*, 5%)0 239 (CF5P
hN(Me)SO,, +H*, 20%)0 177 (M +H* —CF5PhN(Me)SO,, 100%)0
000600 ™ NMR (0000 -dg): & 3.22 (s, 3H)D 7.040 7.19 (m, 4H)O 7.22 (d, 1H,
J = 0.9Hz)O 7.23 (dd, 1H, J = 8.4, 1.6Hz)O 7.730 7.76 (m, 1H)O 7.84 (dd, 1H, J
= 8.6, 0.8Hz)J *3C NMR (0 O O O -dg): & 38.710 105.950 111.250 116.19 (d, 2C, J
= 22.9Hz)O 119.950 123.780 125.050 129.48 (d, 2C, J = 9.2Hz)O 130.080 133.550 13
5.320 138.89 (d, J = 3.7Hz)O 161.160 162.13 (d, J = 244_4Hz)O
000610 "H NMR (0 000 -dg): & 3.22 (s, 3H)O 7.140 7.25 (m, 4H)O 7.36 (AA™XX"
. 2H, Jax = 9.0HZ, Jan-,ux- = 2.4Hz)O 7.77 (t0 0 , 1H, J = 0.8Hz)O 7.83 (dd, 1H,
J = 8.4, 0.4Hz)O *3C NMR (0 O O O -dg): 38.690 105.990 111.490 120.080 124.090
125.160 129.090 129.820 132.550 133.170 133.660 135.410 141.860 161.560 MS m/z 4
03 (M+Na*, 9%)0 370 (M+Na* -0 -OH, 100%)0
000620 *H NMR (DMSO-dg): & 7.13 (s, 1H)O 7.64 (t, 1H, J = 7.7Hz)0 7.67 (dd, 1
H, J = 8.6, 1.8Hz)0 7.87 (d, 1H, J = 2.0Hz)O 7.94 (dt, 1H, J = 8.2, 1.4Hz)O 8.18
0 8.23 (m, 2H)O 8.55 (t, 1H, J = 1.6Hz)0 9.45 (s, 1H)O 13C NMR (DMSO-dg): 104.83
0 110.730 113.590 117.820 120.220 120.600 125.840 128.580 129.070 129.21 (2C0)0 1
30.310 130.690 131.450 134.910 146.110 160.620 166.800

000630 NMR (0 000-dg): & 7.17 (d, 1H, J = 0.7Hz)O 7.52 (dd, 1H, J = 8.4
, 1.6Hz)0 7.81 (dd, 1H, J = 8.4, 0.7Hz)O 7.820 7.90 (m, 3H)O 7.960 8.03 (m, 2H)
03¢ NMR (0 000 -dg): & 106.000 108.830 121.230 122.450 123.940 125.48 (q, J

269.7Hz)0 126.54 (q, 2C, J = 3.7Hz)O 127.600 128.62 (2C)0 129.35 (q, J = 34.8H
z)0 137.360 137.380 146.100 161.990 MS m/z 321 (M*, 100%)0 305 (M*-0, 18%)0
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000640 *H NMR (0 O 0O O -dg): & 7.15 (d, 1H, J = 0.6Hz)0O 7.180 7.32 (m, 2H)O 7
.42 (dd, 1H, J = 8.6, 1.6Hz)0 7.670 7.86 (m, 4H)OJ *3C NMR (0 0 0 O -dg): & 106.1
90 108.170 116.32 (d, 2C, J = 21.0Hz)O 121.260 121.770 123.680 127.130 129.79 (d
, 2C, J = 8.2Hz)[O 137.500 138.140 138.52 (d, J = 3.7Hz)0 161.900 163.15 (d, J =
244 _.5Hz)0 MS m/z 271 (M*, 100%)0 255 (M* -0, 33%)0 208 (M* -CO, -F, 55%)0
000650 NVMR (0000 -dg): & 7.17 (d, 1H, J = 0.7Hz)O 7.180 7.28 (m, 2H)O 7
.5600 7.63 (m, 4H)O 7.91 (dd, 1H, J = 1.5, 0.9Hz)O *3C NMR (DMSO-dg): & 101.650 1
09.800 115.48 (d, 2C, J = 21.1Hz)O 119.710 121.260 122.950 127.410 128.39 (d, 2C
, J = 7.3Hz)0 130.960 133.060 137.65 (d, J = 2.7Hz)0 161.21 (d, J = 242.6Hz)0 16
2.500 MS m/z 271 (M*, 60%)0 255 (M* -0, 100%)0 208 (M* -CO, -F, 88%)0
00 0660 *H NMR (DMSO-dg): & 7.10 (s, 1H)O 7.56 (d, 1H, J = 8.6Hz)0 7.70 (dd, 1
H, J = 8.6, 1.6Hz)0 7.80 (d, 2H, J = 8.4Hz)O 7.92 (d, 2H, J = 8.2Hz)O 8.02 (s, 1
H)O *3C NMR (DMSO-dg): & 105.110 110.310 120.670 121.420 124.100 124.41 (q, J =
271.0Hz)O 125.61 (q, 2C, J = 3.6Hz)0 126.93 (g, J = 30.7Hz)O 127.25 (2C)0 127.59
0 131.020 135.620 144.840 161.000
000670 *H NMR (DMSO-dg): & 6.07 (s, 2H)O 7.01 (d, 1H J = 8.1Hz)O 7.02 (s, 1H)
0 7.19 (dd, 1H, J = 8.5, 1.3Hz)O 7.29 (d, 1H, J = 1.5Hz)0 7.36 (dd, 1H, J = 8.6,
1.5Hz)0 7.55 (m, 1H)O 7.67 (d, 1H, J = 8.8Hz)O *3C NMR (DMSO-dg): & 101.140 104
.650 106.780 107.290 108.690 119.980 120.110 120.460 122.530 127.160 134.970 136
.500 136.860 146.690 147.950 161.130
0 0O 0 680 *H NMR (DMSO-dg): & 3.79 (s, 3H)O 6.9600 7.08 (m, 3H)O 7.47 (d, 1H, J
8.6Hz)0 7.520 7.66 (m, 3H)O 7.83 (s, 1H)O *3C NMR (DMSO-dg): & 55.160 104.900 1
10.060 114.280 119.200 121.530 124.100 127.190 127.700 132.580 133.310 135.110 1
58.270 161.200 MS m/z 284 (M+H*, 20%)0 283 (M*, 100%)0 267 (M* -0, 99%)0 252 (M*
-CH30, 19%)0
000690 *H NMR (0 OO 0O -dg): & 3.24 (s, 3H)O 7.110 7.16 (m, 1H)O 7.26 (d, 1H,
J = 0.9Hz)O 7.31 (td, 1H, J = 7.4 1.8Hz)O 7.39 (td, 1H, J = 7.3, 1.8Hz)O 7.50 (
dd, 1H, J = 8.4, 1.6Hz)0 7.510 7.55 (m, 1H)O 7.91 (dd, 1H, J = 8.6, 0.7Hz)O 7.95
(dt, 1H, J = 1.6, 0.8Hz)J 10.80 (bs, 1H)O *3C NMR (0O O O O -dg): 38.780 105.99
0 111.160 119.950 124.050 125.010 128.560 130.550 131.33 (2C)0 135.100 135.430 1
36.1600 138.210 139.740 161.190 MS m/z 380 (M*, 20%)0 268 (M* -CgHsCI)O 240 (M* -
oCIPhNMe)O HPLC, tg = 9.40 O
000 700 *H NMR (DMSO-dg): & 7.04 (d, 1H, J
OHz)O 7.49 (d, 1H, J = 8.4Hz)0O 7.57 (dd, 1H, J = 8.4, 1.1Hz)O 7.66 (d, 1H, J = 0O
.9Hz)O 7.72 (d, 1H, J = 8.4Hz)O 7.82 (d, 1H, J = 1.6Hz)O *3C NMR (DMSO-dg): 104.
580 107.530 108.890 110.350 120.040 120.560 122.730 123.110 127.540 131.23 (t, J
= 262Hz)0 135.660 136.330 137.810 142.050 143.430 161.060 MS m/z 333 (M*, 26%)
0 317 (M* -0, 12%)0 289 (M* -CO,, 5%)0 271 (M* -CO, -H,0, 7%)0 245 (M* -CO, -H,0
—CoH,, 14%)0 177 (MY -C,HsF50, +H, 100%)0 HPLC, t; = 10.50 O
000 710 *H NMR (DMSO-dg): & 7.07 (s, 1H)O 7.440 7.56 (m, 3H)O 7.63 (dd, 1H, J
= 8.7, 1.6Hz)0 7.71 (AA"/XX", 2H, Jax = 8.6Hz, Jan-,xx- = 1.5Hz)0O 7.93 (d, 1H, J
= 0.8Hz)O *3C NMR (DMSO-dg): & 105.110 110.240 120.070 121.440 124.080 127.430
128.38 (2C)0 128.78 (2C)0 131.420 135.460 139.700 161.100 MS m/z 289 (37Cl: M* 4
o%)0 287 (3°Cl: M*, 100%)0 271 (3°Cl: M* -0, 85%)0 HPLC, tg = 9.90 O
000 720 *H NMR (DMSO-dg): & 7.04 (d, 1H, J = 0.8Hz)O 7.41 (dd, 1H, J = 8.4, 1.
4Hz)O 7.52 (AATXX", 2H, Jax = 8.4HZ, Jan-,xx- = 2-0Hz)O 7.65 (s, 1H)O 7.680 7.82
(m, 3H)O *3C NMR (DMSO-dg): & 104.490 107.160 119.710 120.580 122.770 127.520 1
28.58 (2C)0 128.85 (2C)0 132.040 135.530 136.310 139.390 161.080 MS m/z 289 (37C
1: M, 15%)0 287 (3°Cl: M*, 30%)0 271 (3°Cl: M* -0, 55%)0 190 (3°Cl: M* -CI -H,0
-CO,, 100%)0 HPLC, tg = 10.20 O

0.7Hz)O 7.41 (dd, 1H, J = 8.3, 1.
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00 0 730 *H NMR (DMSO-dg): & 7.020 7.22 (m, 11H)O 7.41 (d, 1H, J = 0.8Hz)O *3C
NMR (DMSO-dg): & 101.080 116.650 119.730 120.40 (g, J = 4.0Hz)O 123.92 (g, J = 3
2.3Hz)O 124.09 (g, J = 269.3Hz)0 126.480 126.70 (2C)0 127.59 (2C)0 128.670 129.3
60 129.87 (2C)0 130.85 (2C)0 133.200 135.620 137.120 140.060 160.600 HPLC, tg =
11.20 O
000740 *H NMR (0 0O 0O 0O -dg): & 0.86 (t, 3H, J = 7.0Hz)O 1.350 1.42 (m, 4H)O 3
.66 (t, 2H, J = 6.4Hz)0O 7.080 7.13 (m, 2H)O 7.22 (d, 1H, J = 0.7Hz)0O 7.280 7.37
(m, 4H)0O 7.77 (s, 1H)O 7.83 (d, H, J = 8.6Hz)0 *3C NMR (0 O O O -dg): & 13.840 2
0.150 50.710 105.910 110.990 119.820 123.740 124.800 128.440 129.620 129.860 135
.300 135.780 140.240 161.280 HPLC, tg = 10.10 O
000 750 *H NMR (DMSO-dg): & 2.66 (s, 6H)0 7.06 (d, 1H, J = 1.2Hz)O 7.51 (dd, 1
H, J = 8.6, 1.6Hz)0 7.760 7.85 (m, 4H)0 8.02 (AA"XX", 2H, Jax = 8.8HZ, Jan- xx-
= 1.4Hz)0O *3C NMR (DMSO-dg): & 37.64 (2C)0 104.400 107.870 119.840 121.110 122.9
50 127.58 (2C)0 127.900 128.21 (2C)0 133.090 134.880 136.210 144.870 161.040 HPL
C, tg = 8.50 O
000760 *H NMR (0 OO0 -dg): & 7.01 (dd, 1H, J = 1.8, 0.9Hz)O 7.10 (d, 1H, J
= 0.9Hz)O 7.42 (dd, 1H, J = 8.4, 1.5Hz)0 7.650 7.72 (m, 3H)O 8.13 (dd, 1H, J =1
.5, 0.9Hz)O *3C NMR (0 0 O O -dg): & 106.240 106.750 109.610 120.330 121.520 123
.590 127.750 129.640 130.640 137.340 140.020 144.860 162.140 MS m/z 243 (M, 56%
)Od 227 (M* -0, 100%)0 180 (M* -CO, -H,0, 26%)0 HPLC, tg = 8.60 O
000770 *H NMR (0 000 -dg): & 7-16 (d, 1H, J = 0.7Hz)O 7.310 7.38 (m, 1H)O 7
.49 (dd, 1H, J = 8.4, 1.6Hz)0 7.63 (t, 1H, J = 7.9Hz)O 7.680 7.70 (m, 1H)O 7.77
07.83 (m, 3H)O *3C NMR (0 O 0O O -dg): & 105.950 108.720 120.340 120.550 121.23
0 121.62 (q, J = 253.4Hz)0 122.410 123.940 126.940 127.530 131.480 137.310 137.4
90 144.810 150.620 162.270 MS m/z 337 (M*, 56%)0 321 (M* -0, 63%)0 293 (M* -CO.,
5%)0 275 (M* -CO, -H,0, 8%)0 249 (M* -CO, -H,0 -C,H,, 13%)0 190 (M* -CgH,Fs0 +H
, 100%)0 177 (M* -C,H,F50 +H, 20%)0 HPLC, tg = 10.40 O
000 780 *H NMR (DMSO-dg): & 7-.00 (qd, 1H, J = 1.8, 0.7Hz)O 7.55 (d, 2H, J = 8.
4Hz)O 7.76 (s, 1H)O 7.84 (d, 2H, J = 8.6Hz)0 7.98 (s, 1H)O *3C NMR (DMSO-dg): &
101.1900 111.550 115.810 115.830 117.43 (q, J = 5.5Hz)0 121.93 (g, J = 33.0Hz)O 1
24.38 (g, J = 271.9Hz)0 128.87 (2C)0 128.98 (2C)0 132.730 134.820 136.110 137.92
0 160.680 HPLC, tg = 11.00 O
000790 *H NMR (0 000 -dg): 8 7.16 (d, 1H, J = 0.7Hz)O 7.340 7.56 (m, 3H)O 7
.720 7.90 (m, 9H)O *3C NMR (0 O O O -dg): & 106.100 108.230 121.370 122.120 123.
780 126.290 127.65 (2C)0 128.180 128.26 (2C)0 128.51 (2C)0 129.77 (2C)0 137.540
138.850 140.840 141.330 141.440 162.400 HPLC, ty = 10.40 O
000800 NMR (0 OO0 -dg): & 2.67 (g, 3H, J = 1 .8Hz)O 7.380 7.58 (m, 3H)O
7.780 7.84 (m, 3H)O 8.03 (dg, 1H, J = 1.5, 0.7Hz)O 13C NMR (DMSO-dg): & 10.63 (q
, J = 5.2Hz)0 111 .430 111.630 116.180 117.76 (q, J = 4.6Hz)0 121.60 (q, J = 32.
OHz)O 124.37 (g, J = 269.9Hz)0 126.96 (2C)0 127.670 127.880 129.16 (2C)0 135.50
0 136.500 139.080 162.020 MS m/z 335 (M*, 18%)0 320 (M* -CH5, 18%)0 319 (M* -0,
100%)0 318 (M* -OH, 6%)0 291 (M* -CO,, 5%)0 275 (M* -CO, -H,0, 46%)0
000810 NMR (0 00O -dg): 8 7.16 (d, 1H, J = 0.9Hz)O 7.420 7.50 (m, 3H)O 7
.750 7.80 (m, 2H)O 7.88 (AA™XX"™, 2H, Jax = 8.9Hz, Japn-,xx- = 2-6Hz)0O *3C NMR (O
000 -dg): & 106.020 108.480 121.230 121.43 (g, J = 256.5Hz)0 122.060 122.23 (2
C)D 123.810 127.340 129.66 (2C)0 137.360 137.600 141.420 149.210 161.980
000820 *H NMR (0 OO DO -dg): & 3.25 (s, 3H)O 7.160 7.22 (m, 3H)O 7.300 7.39 (
m, 3H)O 7.52 (dd, 1H, J = 8.3, 1.6Hz)0 7.64 (AA"XX", 2H, Jax = 8.4Hz, Jan- xx- =
1.9Hz)O 7.81 (d, 1H, J = 8.6Hz)0 7.850 7.87 (m, 1H)O 7.95 (AA*XX", 2H, J,x = 8.
4HZ, Jan- xx- = 1.8Hz)O 3C NMR (0 O O O dg): & 38.670 106.020 109.040 121.280 1
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22.720 124.010 127.42 (2C)0 127.980 128.35 (2C)0 129.26 (2C)0 129.68 (2C)0 136.6
70 137.230 137.250 142.890 146.680 162.210
000830 NMR (0000 -dg): & 2.67 (g, 3H, J = 1.6Hz)0 7.55 (AA"XX", 2H, Jax
= 8.6HZ, Jan- xx- = 2-4Hz)0 7.81 (s, 1H)O 7.85 (AA™XX", 2H, Jax = 8.8Hz, Jan-,x
= = 2.2Hz)0 8.04 (s, 1H)J *3C NMR (0 0 0 O -dg): & 11.24 (g, J = 5.5Hz)0 112.62
0 114.860 117.810 119.04 (g, J = 6.4Hz)0 123.63 (q, J = 33.6Hz)0 125.35 (g, J =
271.0Hz)0 127.120 129.63 (2C)0 129.89 (2C)0 134.270 136.370 137.610 139.390 163.
040 HPLC, tg 11.60 O
00 0O 840 *H NMR (DMSO-dg): & 7.11 (d, 1H, J = 0.9Hz)O 7.21 (dd, 1H, J = 8.2, 1.
6Hz)O 7.450 7.64 (m, 5H)0 7.77 (dd, 1H, J = 8.2, 0.6Hz)O 7.86 (dd, 1H, J = 7.9,
1.3Hz)0 7.97 (d, 1H, J = 8.6Hz)0 8.02 (dd, 1H, J = 7.9, 1.6Hz)0 *3C NMR (DMSO-dg
): & 104.650 110.280 120.260 121.970 122.840 125.300 125.500 125.830 126.240 126
.990 127.340 127.480 128.280 130.940 133.380 135.990 136.660 139.860 161.060 HPL
C, tg 10.30 O
000850 *H NMR (0 OO O -dg): & 7.17 (d, 1H, J = 0.9Hz)O 7.510 7.57 (m, 2H)O 7
.63 (dd, 1H, J = 8.5, 1.6Hz)0 7.81 (dd, 1H, J = 8.4, 0.6Hz)O 7.920 7.97 (m, 3H)
0 7.990 8.06 (m, 2H)O 8.29 (d, 1H, J = 1.5Hz)0 13C NMR (DMSO-dg): & 104.520 107.
400 120.090 120.400 120.490 122.680 125.23 (2C)0 125.950 126.300 127.370 128.14
0 128.390 132.090 133.350 136.500 136.680 137.860 161.080 HPLC, tg = 10.10 O
000860 NMR (0 OO0 -dg): & 7.20 (qd, 1H, J = 1.6, 0.8Hz)O 7.53 (dd, 1H, J
= 8.6, 2.0Hz)O 7.580 7.63 (m, 2H)O 7.68 (d, 1H, J = 1.8Hz)O 7.89 (s, 1H)O *3C N
MR (0 OO0 0O -dg): & 103.060 115.420 117.490 120.90 (g, J = 4.8Hz)O 123.10 (g, J
= 32.5Hz)0 125.41 (g, J = 272.9Hz)0 128.470 129.170 130.310 133.790 133.920 134.
790 135.050 136.450 139.070 161.700 HPLC, tg = 11.90 .
000870 *H NMR (0 O 0O O -dg): & 3.26 (s, 3H)O 7.100 7.16 (m, 1H)O 7.22 (dd, 1H
, J =8.4, 1.6Hz)0 7.23 (d, 1H, J = 0.9Hz)O 7.250 7.28 (m, 1H)O 7.320 7.36 (m, 2
H)O 7.790 7.81 (m, 1H)O 7.84 (dd, 1H, J = 8.9, 0.6Hz)0 *3C NMR (0 O O O -dg): 3
38.340 105.200 111.250 119.610 123.760 125.100 125.340 127.270 127.740 130.220 1
30.880 133.240 134.370 134.740 144.170 161.850
000880 NMR (0 OO DO -dg): & 3.20 (s, 3H)O 7.100 7.15 (m, 2H)O 7.260 7.33 (
m, 4H)O 7.42 (dd, 1H, J = 8.9, 1.7Hz)0 7.63 (dt, 1H, J = 9.0, 0.8Hz)O 7.99 (dd,
1H, J = 1.60 0.7Hz)0 *3C NMR (0 O 0 O -dg): & 38.470 107.390 110.630 121.260 124
.520 124.740 127.25 (2C)0 127.730 128.640 129.46 (2C)0 129.930 137.650 142.910 1
61.540 HPLC, t; = 8.90 O
0 0 0890 *H NMR (CDZ0D): & 7.360 7.49 (m, 2H)O 7.670 7.70 (m, 2H)0 8.65 (bs, 1H
)O
000900 ™ NMR (0 OO O -dg) & (ppm): 6.600 6.90 (bm, 3H)O 7.26 (bs, 1H)O 11.6
4 (bs, 1H)O
00 0910 *H NMR (CDg0D); 0 0O O O O A: & 7.35 (dd, 1H, J = 8.6, 1.9Hz)O 7.55 (d,
1H, J = 8.8Hz)1 8.33 (d, 1H, J = 2.4Hz); DO O OO B: & 7.28 (dd, 1H, J = 8.6,
2.0Hz)O 7.61 (d, 1H, J = 8.9Hz)O 7.64 (d, 1H, J = 2.0Hz)O
0 0O 0 920 *H NMR (CDz0D): & 7.400 7.53 (m, 3H)O 7.660 7.75 (m, 2H)O 7.850 8.02 (
m, 3H)O 9.20 (bs, 1H)O
O O 0 930 *H NMR (DMSO-dg): & 3.73 (s, 2H)O 6.89 (s, 1H)O 7.450 7.54 (m, 3H)O 8.
180 8.22 (m, 2H)O *3C NMR (DMSO-dg): & 32.4200 104.1200 128.08 (2C)0 128.72 (2C)0
131.420 132.380 136.370 160.440 169.780 171.840
000 940 *H NMR (DMSO-dg): & 2.25 (s, 3H)O 3.74 (s, 2H)O 7.27 (s, 1H)O 13C NMR
(DMSO-dg): & 22.460 32.870 108.060 136.420 141.850 169.020 169.510
0O 0O 0 950 *H NMR (DMSO-dg): & 3.74 (s, 2H)O 6.93 (s, 1H)OJ 8.04 (d, 2H, J = 8.3Hz
)0 8.30 (d, 2H, J = 8.4Hz)O *3C NMR (DMSO-dg): & 32.330 104.410 128.79 (2C)0 129

10

20

30

40

50



(49) JP 2013-510106 A 2013.3.21

.14 (2C)0 132.360 132.960 140.360 161.400 166.920 169.730 171.290 MS m/z 322 (M*
10%)0 230 (M* -CO,, -CH,, -OH, -OH 38%)0 215 (M*-COOH, -COOH, —OH 100%)C
000960 *H NMR (DMSO-dg): & 3.74 (s, 2H)O 6.92 (s, 1H)O 7.62 (t, 1H, J = 7.7Hz

)1 8.08 (dt, 1H, J = 7.8, 1.6Hz)O 8.40 (dt, 1H, J = 7.7, 1.5Hz)0 8.81 (t, 1H, J

= 1.6Hz)0 13C NMR (DMSO-dg): & 32.290 104.320 129.100 129.630 129.890 130.720 13
1.120 132.340 133.330 136.950 166.480 166.980 169.710
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