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gooao

No. Ra Rb R Rq
T1.001 Br H H H
T1.002 Cl H H H
T1.003 CH, H H H
T1.004 CH,CH, H H H
T1.005 OCHj; H H H
T1.006 Br Cl H H
T1.007 Cl Br H H
T1.008 o] Cl H H
T1.009 Cl CH, H H
T1.010 CH;3 Cl H H
T1.011 CHs CHs H H
T1.012 Cl H Cl H
T1.013 Cl H CH, H
T1.014 Cl H CH,CH;,3 H
T1.015 Cl H OCHj, H
T1.016 CH; H CH, H
T1.017 CH, H CH,CH; H
T1.018 CH; H OCH;, H
T1.019 CH,CH, H CH,CH, H
T1.020 CH,CH, H OCH, H
T1.021 OCH; H OCH;, H
T1.022 Br H H Cl
T1.023 Br H CH;
T1.024 Br H H 4-C1-CgH,
T1.025 Cl H H Ci
T1.026 Cl H H CH,

gbooooaod
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(15)

oooao
No. Ra Ro Rc Rq
T1.027 | Cl H H 4-Cl-CeH,
T1.028 CH, H H Br
T1.029 CH, H H Cl
T1.030 | CHs H H CHs
T1031 | CH, H H CeHs
T1.032 CH, H H 4-Cl-CgH,
T1.033 CH2CHs H H CHs;
T1.034 | CH,CH, H H 4-Cl-CoHs
T1.035 OCH; H H CH,
T1.036 OCH, H H 4-Cl-CgH,4
T1.037 Cl H Cl Br
T1.038 CHs H CH, Br
T1.039 CH, H CHjs Cl
T1.040 CH, H CH; 4-Cl-CgH,
T1.041 Br Cl H CHs
T1.042 | Br CH, H CH,
T1.043 Cl Cl H Cl
T1.044 | CI Br H CH,
T1.045 | Cl cl H CHy
T1.046 Cl CHs H Cl
T1.047 Cl CH; H CHs
T1.048 | CHs Br H CH,
T1.049 CHs Cl H CHs
T1.050 CH;3 CH; H CH;3
T1.051 CH; CH; H 4-Cl-CgH,
T1.052 Br Br CH; H
T1.053 Br Cl CH, H
T1.054 Br CHs; Br H
T1.055 Br CH; Cl H
T1.056 Cl Br CH, H
T1.057 Cl Cl Cl H
T1.058 Cl Cl CHs H
T1.059 Cl CH, Cl H
T1.060 Cl CH; CH.CH; H
T1.061 Cl CHz OCH; H
T1.062 Cl 4-CI-CgH,4 Cl H
T1.063 Cl 4-Cl-CgH, CH; H
T1.064 Cl 4-Cl-CgH, CH,CH; H
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(16)
oooo
No. Ra Ro Re Re
T1.065 |CI 4-Cl-CgHj OCHs; H
T1.066 | CHs Br CHs H
T1.067 | CH, cl CHs H
T1.068 | CHa CHs Br H
T1.069 | CH, CH, cl H
T1.070 | CH, CH, CHs H
T1.071 CHs CHs CH,CH H
T1.072 | CH, CH, OCH, H
T1.073 [ CH, 4-Cl-CgHs CH, H
T1.074 [ CH, 4-CI-CgH, CH,CH;, H
T1.075 | CH, 4-Cl-CeHs OCH, H
T1.076 | CH.CHs Br Br H
T1.077 | CH,CHs Br cl H
T1.078 | CH,CH, Br CH, H
T1.079 | CH,CH, Br CH,CHj H
T1.080 [ CH,CH, Br OCH, H
T1.081 CH,CH, cl Br H
T1.082 | CH,CHs, cl cl H
T1.083 | CH,CH, cl CH, H
T1.084 | CH,CH, cl CH,CH, H
T1.085 | CHCHs, cl OCH, H
T1.086 | CH,CH;, CHs Br H
T1.087 | CHCHs CHs cl H
T1.088 | CH,CH, CHs CH,CH H
T1.089 | CH,CH, CHa OCH, H
T1.090 | CH.CH, CH,CH, CHs H
T1.091 CH,CH CH,CH CH,CH, H
T1.092 | CHCH, 4-Cl-CgHq Br H
T1.093 | CHCH;, 4-Cl-CoH,4 CH,CH, H
T1.094 | CH,CH, 4-Cl-CeH,4 OCH; H
T1.095 | OCH, Br CH, H
T1.096 | OCH, cl CHs H
T1.097 | OCH, CHa Br H
T1.098 | OCH, CHs cl H
T1.099 | OCH, CH, OGCH; H
T1.100 | OCH, 4-Cl-CgH, OCH, H
T1.101 CHs CHa CHs F
T1.102 | CH, CH, CH; cl

gboooaog
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agoaod
No. Ra Ro Rc R4
T1.103 CH, CH,3 CH; Br
T1.104 CH, CH, CHs, CH;
T1.105 CH, CH,3 CHj, 4-Cl-CgH,
T1.106 Cl CH, CH; CH,
T1.107 CH; Ci CH3 CH,;
T1.108 CH,3 CH, Cl CH,
T1.109 CH,CH; CH, CH, CH;
T1.110 OCH; CH, CH,3 CH;
T1.111 2408-C3 CH, CH, CH,
T1.112 CH, CHs 490-C3 H
T1.113 CH, F H Br
T1.114 CH, CH, H Br
T1.115 CH,CH, CHs H CHs
T1.116 OCH;g CH, H CH,
T1.117 $40-C3 CH, H CH,
T1.118 CH,CH, Cl H CH,
T1.119 OCH; Cl H CH,
T1.120 240-C3 Cl H CH,
T1.121 Cl H CH, CH,
T1.122 CH,3 H CH, CH,
T1.123 CH.CHj H CHs; CH,3
T1.124 OCH;, H CH, CH,
T1.125 <40-C3 H CH; CH,3
T1.126 F H Cl CH,
T1.127 Cl H F CH;
T1.128 H CH, CH; CH,3
T1.129 Br CH, CH; CH,
T1.130 CH,3 H Cl CH,
T1.131 CH, H Br CHs
T1.132 Br H CH, CH;
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(28)
oooao

No. Ra Ry R. Rq
T1ii.001 Br H H H
T1ii.002 Cl H H H
T1ii.003 CH, H H H
T1ii.004 CH.CH, H H H
T1ii.005 OCHj; H H H
T1ii.006 Br Cl H H
T1ii.007 Cl Br H H
T1ii.008 Cl Ci H H
T1ii.009 Cl CHs; H H
T1ii.010 CH3 Cl H H
T1ii.011 CH; CH; H H
T1ii.012 Cl H Cl H
T1ii.013 Cl H CHs H
T1ii.014 Cl H CH,CH,3 H
T1ii.015 Cl H OCH; H
T1ii.016 CHs; H CHs; H
T1ii.017 CHs H CH,CH; H
T1ii.018 CH, H OCH,3 H
T1ii.019 CH,CH, H CH,CH,3 H
T1ii.020 CH,CHj, H OCH;3 H

THii.021 OCH; H OCH;,3 H
T1ii.022 Br H Cl
T1ii.023 Br H H CH,;
T1ii.024 Br H H 4-Cl-CgH4
T1ii.025 Cl H H Cl
T1ii.026 Cl H H CH,
T1ii.027 Cl H H 4-Cl-CgH,
T1ii.028 CH; H H Br
T1ii.029 CH; H H Cl
T1ii.030 CH, H H CH;
T1ii.031 CH; H H CgHs
T1ii.032 CHgs H H 4-CI-CgH,
T1ii.033 CH,CHj; H H CHs;
T1ii.034 CH,CHj, H H 4-Cl-CgH,
T1ii.035 OCH; H H CH;
T1ii.036 OCH; H H 4-Cl-CeHy

gboooaog
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(29)
oooao

No. Ra Ro Re Ry
T1i.037 | CI H cl Br
T1i.038 | CHs H CH, Br
T1i.039 | CHs H CH, cl
T1i.040 | CHs H CHs 4-Cl-CeHs
T1i.041 | Br cl H CHa
T1i.042 | Br CHa H CHs
T1i.043 | ClI cl H cl
T1i.044 | CI Br H CHs
T1i.045 | ClI cl H CHa
T1i.046 | Cl CH;, H cl
T1i.047 | CI CH, H CHs
T1i.048 | CHs Br H CHs
T1ii.049 | CHq cl H CHs
T1ii.050 | CHq CH, H CHs
T1i.051 | CHs CH, H 4-Cl-CgHq
THi.052 | Br Br CH;, H
T1ii.053 | Br cl CHs, H
T1i.054 | Br CH;, Br H
T1i.0556 | Br CH, cl H
T1i.056 | Cl Br CHs, H
T1i.057 | Cl cl cl H
T1i.058 | Cl cl CH, H
T1i059 | Cl CH, cl H
T1i.060 | Cl CH, CH,CHs H
T1i.061 | Cl CH, OCH; H
THi.062 | Cl 4-Cl-CgHs cl H
T1i.063 | Cl 4-Cl-CgH, CHs H
T1i.064 | Cl 4-Cl-CH, CH,CH H
T1i.065 | Cl 4-Cl-CgHq OCH; H
T1i.066 | CHs Br CH, H
T1i.067 | CHa cl CHa H
T1i.068 | CHs CHs Br H
T1i.069 | CHs CH;, cl H
T1i070 | CHs CHs CH, H
T10i.071 | CHs CH, CH,CH, H
T1i.072 | CHs CH, OCH; H
T1i.073 | CHs 4-Cl-CeHq CH;, H
T1i.074 | CH, 4-Cl-CgH, CH,CHs H
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(30)

oooao
No. R. Ro Rc R4
T1ii.075 CHs 4-Cl-CgH, OCH; H
T1ii.076 CH.CH; Br Br H
T1ii.077 CH.CH3 Br Cl H
T1ii.078 CH.CHa; Br CH; H
T1ii.079 CH,CH; Br CH,CH,3 H
T1ii.080 CH,CH, Br OCH, H
T1ii.081 CH.CH,3 Cl Br H
T1ii.082 CH,CH, Cl Ci H
T1ii.083 CH,CH, Ci CHs H
T1ii.084 CH,CH3; Cl CH,CH,3 H
T1ii.085 CH,CH; Cl OCH; H
T1ii.086 CH.CH; CH, Br H
T1ii.087 CH,CH,; CHs Gl H
T1ii.088 CH,CH, CH, CH,CH,3 H
T1ii.089 CH,CHj, CH; OCH; H
T1ii.090 CH,CHs; CH,CH3 CH3; H
T1ii.091 CH,CH,3 CH,CH, CH,CH,3 H
T1ii.092 CH,CH,3 4-Cl-CgH, Br H
T1ii.093 CH,CH; 4-Cl-CgHy4 CH,CH,3 H
T1ii.094 CH,CH, 4-Cl-CgH, OCH; H
T1ii.095 OCH;, Br CHs H
T1ii.096 OCH;s Cl CHs H
T1ii.097 OCH3 CH; Br H
T1ii.098 OCH3 CH;, Ci H
T1ii.099 OCH;, CHs OCH, H
T1ii.100 OCH; 4-Cl-CgHy4 OCHj, H
THii.101 CH, CHj CH; F
T1ii.102 CHs CH, CH; Cl
T1ii.103 CH, CH3 CH; Br
T1ii.104 CH3 CH3 CH3 CHj
T1ii.105 CHs; CH3 CHj 4-Cl-CgH,4
T1ii.106 Cl CH3 CHj CHas
T1ii.107 CH,; Cl CH; CH,
T1ii.108 CH, CHs Cl CH,
T1ii.109 CH,CH3 CH,; CHj CH,
T1ii.110 OCH; CH; CHs CH;
THii.111 <49a-C3 CH; CH; CH;
THii.112 CH, CH, +90-C3 H
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0ooo
No. Ra Ro Re Rq
T1ii.113 | CH, F H Br
T1ii.114 | CH, CHs H Br
T1ii.115 | CH,CHs CH, H CH,
T1i.116 | OCHj, CHa H CHs
Tii.117 | $40-C3 CHs, H CHs
T1ii.118 CH,CH, Cl H CH;
T1i.119 | OCH;, Cl H CHs
T1i.120 | ¥40-C3 Cl H CHs
THii.121 Cl H CH3 CH;
T1i.122 | CH, H CHa CHs
T1ii.123 | CHoCH, H CHs CHs
T1ii.124 OCH;3 H CHs CH,
T1ii.125 <49n0-C3 H CHs CH3
Tii.126 | F H Cl CHs
T1i.127 | CI H F CHs
T1ii.128 | H CHa, CH, CHs
T1i.129 | Br CHs CHs CH,
T1i.130 | CH, H of CHs
T1i.131 | CH, H Br CHs
T1i.132 | Br H CHs CH,
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(41) JP 6000241
oooao
No. R. Ro R Ry
T1iii.001 Br H H H
T1iii.002 Cl H H H
T1iii.003 CH; H H H
T1iii.004 CH.CH, H H H
T1iii.005 OCHj; H H H
THiii.006 Br Ci H H
T1iii.007 Cl Br H H
T1iii.008 Cl Cli H H
THiii.009 Cl CH; H H
T1iii.010 CHs; Cl H H
THiii.011 CHs CH3 H H
T1iii.012 Cl H Cl H
T1iii.013 Cl H CH; H
T1iii.014 Cl H CH,CH;, H
T1iii.015 Cl H OCH;3 H
THiii.016 CHs H CHs H
THiii.017 CH; H CH,CH,4 H
T1iii.018 CHs H OCH;g H
T1iii.019 CH,CHs H CH,CH, H
THiii.020 CH,CH; H OCH; H
THiii.021 OCH3 H OCH; H
T1iii.022 Br H H Cl
T1iii.023 Br H H CHj
T1iii.024 Br H H 4-Cl-CgH,
T1iii.025 Cl H H Cl
T1iii.026 Cl H H CH,
T1iii.027 Cl H H 4-Cl-CgH,
T1iii.028 CH; H H Br
T1iii.029 CH; H H Cl
T1iii.030 CH; H H CH;
T1iii.031 CH; H H CsHs
THiii.032 CH; H H 4-Cl-CgH,
T1iii.033 CH,CH;z H H CH;
T1iii.034 CH.CH3 H H 4-Cl-CgH,4
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Oooooo

No. Ra Ro Re Rq
T1iii.035 | OCHa H H CHs
T1ii.036 | OCHs H H 4-Cl-CHq
T1ii.037 | Cl H cl Br
T1ii.038 | CHa H CHa Br
T1iii.039 | CHa H CH;, cl
T1iii.040 | CH, H CHs, 4-Cl-CgH,
T1ii.041 | Br cl H CHs
THii.042 | Br CH, H CH,
T1ii.043 | CI cl H cl
T1ii.044 | CI Br H CHs,
Tii.045 | ClI cl H CH,
T1iii.046 | CI CHs, H cl
T1ii.047 | CI CHs H CHs,
T1iii.048 | CH, Br H CHs
T1iii.049 | CHa cl H CHs
T1iii.050 | CH, CHs, H CHs,
T1iii.051 | CHq CHa H 4-Cl-CgH,
T1ii.052 | Br Br CH, H
T1iii.053 | Br cl CH, H
T1ii.054 | Br CH, Br H
Tii.055 | Br CHa, cl H
T1ii.056 | CI Br CHs, H
T1ii.057 | Cl cl cl H
T1ii.058 | CI cl CHs, H
T1ii.059 | CI CH, cl H
T1ii.060 | CI CHs CH,CHs H
T1ii.061 | ClI CHs, OCH;, H
THii.062 | Cl 4-Cl-CgH, cl H
T1ii.063 | ClI 4-Cl-CgH, CHa H
T1ii.064 | Cl 4-Cl-CgHq CH,CH H
T1ii.065 | CI 4-Cl-CeH, OCH; H
T1iii.066 | CHa Br CHs H
T1ii.067 | CHa cl CHs, H
T1iii.068 | CHs CHs Br H
T1ii.069 | CH, CHs, cl H
T1ii.070 | CHa CHs CHs H
T1ii.071 | CHa CHs CH,CHs, H
T1ii.072 | CHq CHs, OCH;, H
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Doooo
No. Ra Ro R. Ry
T1iii.073 | CHs 4-Cl-C¢H, CHs H
T1iii.074 | CH, 4-CI-CgH, CH,CH, H
T1iii.076 | CH, 4-Cl-CgH, OCH; H
T1iii.076 | CH,CHs Br Br H
T1iii.077 | CH.CHs Br Cl H
T1iii.078 | CHoCH, Br CHs H
T1iii.079 | CH,CH;, Br CH.CHs H
T1iii.080 | CH,CH, Br OCH; H
TH1iii.081 CH,CH; Ci Br H
T1iii.082 CH,CH; Cl Cl H
T1iii.083 | CH,CH, o] CHs H
T1iii.084 | CH,CHs Cl CH2CH, H
T1iii.085 CH,CHs Cl OCH3; H
T1iii.086 | CH,CHs CHs Br H
T1iii.087 | CH,CHs CHs cl H
T1iii.088 | CH.CHs CHs CH,CH,4 H
T1iii.089 | CH,CHs CHs OCH; H
T1iii.090 CH.CHs5 CH,CH3 CH, H
T1ii.091 | CH,CH;, CH,CHj CH,CH, H
T1iii.092 | CH,CH, 4-Cl-CgH, Br H
T1iii.093 CH>CHa; 4-Cl-CgHy CH.CHs H
T1ii.094 | CH,CH;, 4-Cl-CgH, OCH; H
T1ii.095 | OCH;, Br CHs H
T1iii.096 OCH;, Cl CH; H
T1iii.097 | OCH, CHs Br H
T1iii.098 | OCHjs CHs Cl H
T1iii.099 | OCH; CHs OCH, H
T1iii.100 | OCHj 4-Cl-CgHs OCH; H
T1iii.101 | CHa CH, CHs F
T1ii.102 | CH, CHa, CHs o]
T1ii.103 | CH, CHs; CHs Br
T1iii.104 | CH, CHs CHs CHa
T1iii.105 | CH, CHa, CHs 4-Cl-CgH,4
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& P1.H | {EEYDOYET —4:
LEVES | HBiE LY MS/NMR

LC/MS: 389 (M+H)*
R= 1.82%

P1.1 96-110°C

9 LC/MS: 403 (M+H)*
P1.2 =0 7 134-136°C (M)
g Ri= 181%

'H-NMR (CD30D. ;#iRL1=4

FTIDH):

1.03 (t, 3H, OCH,CH3), 2.14 (s,
Kl 6H. AFJL CHy), 2.26 (s, 3H, A¥/
F i CHg), 3.34 (br s, 3H,
CH,OCH3,), 3.55 (s, 3H, NOCHa),
4.01 (q, 2H, OCHLCHj), 6.89 (s,
2H, Haom)

P1.3

LC/MS: 447 (M+H)*

B
Ri= 1.94%

P1.4
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LEVES | b Y= MS/NMR
"H-NMR (CD,0D):
0.38 (m, 2H), 0.55 (m, 2H), 1.02 (t,
3H), 1.15 (m, 1H), 1.54 (br m, 1H),
0 Y 1.88 (br m, 1H), 2.13 (s, 6H), 2.25
4 N (s, 3H), 2.48 (br m, 1H), 2.66 (br m, 10
P1.5 d N HL 1H), 2.83 (br m, 1H), 3.18 (br m,
Yo T 1H), 3.30 (br m, 2H), 3.41 (br m,
O) 2H), 3.55 (s, 3H), 4.00 (g, 2H),
6.87 (s, 2H)
LC/MS (ES+):
443 M+H)"; Ry = 2.06 %
[¢Ne]
/
N
N LC/MS: 428/425 (M+H)* 20
P1.6 ! Neg 164-167°C
>:O [ Rx= 182%
)
. LC/MS: 429 (M+H)*
P1.7 HA
Ri= 193%
30
LC/MS: 417 (M+H)*
P1.8 d N 101-103°C
>:O ‘ R1= 1.91 ’7,}
)
Cl O
/
N
p N Btk LC/MS: 427/429 (M+H)*
1.9 F O ~ i
Yo ] Ri= 1.75% 40
)
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tEmES | HBE B MS/NMR
0
/
N
N\
LC/MS: 427/429 (M+H)*
P1.10 ¢ Q Neg 47-50°C
>:O i Rt = 1.73 ﬁ
)
LC/MS: 467/469 (M+H)*
P1.11 163-167°C
Ri= 183%
LC/MS: 467/469 (M+H)*
P1.12 126-127°C
Ri= 189%
LC/MS: 389 (M+H)*
P1.13 106-109°C
Ri= 174 %
0
/
N
F \
. LC/MS: 471/473 (M+H)*
P1.14 Br o] N\O :’J-L\
>:O [ Rt = 1.81 53\
)
ol 0
7
N
Br \
o1 15 & 87-89°C LC/MS: 473/475/477 (M+H)*
. o} ~ -
Vo 7 R= 1.80%
o]
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LC/MS: 461 (M+H)*
P1.16 # L
R= 1.91%
LC/MS: 477 (M+H)*
P1.17 1
Ri= 1.89%
O\
Q N/\o/\/
o115 N LC/MS: 477 (M+H)*
. N\ -4
3o 9 HA Ri= 1.91%
)
o]
/
N
N LC/MS: 417 (M+H)*
P119 Q N\O {*
=0 ] Ri= 1.86%
)
'"H-NMR (CDCl,. sZiRL1->4
FTILDHY:
o}
o 7 1.16 (t, 3H, OCH,CHs), 2.20 s,
\ 3H, ZT=JL CHy), 2.22 (s, 3H,
P1.20 O>:O N\? 158-159°C | 52=)L CH,), 2.94 (br s, 3H,
0) N-CHzERYZS = JU Hs LB RLT-
4 F ), 3.56 (s, 3H, NOCH,),
4.09 (q, 2H, OCH,CH,), 7.07 (s,
1H, Harom), 7.35 (s, 1H, Harom)

gbooooao

28

10

20

30

40



2016.9.28

(87) JP 6000241 B2
goooaon
LEHES LY MS/NMR
) LC/MS: 403 (M+H)*
P1.21 i
Ri= 181 %
Cl Q
YN LC/MS: 423/425 (M+H)*
P1.22 8 SN 149-150°C
=0 ] Ri= 1.91%
Q
[e}
N/
‘§ &%\ @ .
| . LC/MS: 403 (M+H)
P1.23 g o 5L
>:O [ R; = 183 ﬁ
o}
o]
N/
) ] LC/MS: 467/469 (M+H)*
P1.24 Br o SN Bk
/\::O ) Rt = 1 88 ‘}J\
b
Q
N/
o1 s g @\ _ LC/MS: 389 (M+H)
' o T R= 1774
o}
(o}
o}
Q) R LC/MS: 473 (M+H)*
P1.26 AL . N
J LN : Ri= 1.96%
O
S
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{LEHES | H: B MS/NMR
X LC/MS: 423/425 (M+H)*
P1.27 cl N\O ;’JA
[ Ri= 1.84%
A LC/MS: 423/425 (M+H)*
P1.28 Ao
Ri= 1.86%
7/
Cl
LC/MS: 423/425 (M+H)*
P1.29 Neo 130-132°C
Ri= 1.86%
LC/MS: 345 (M+H)*
P1.30
R= 1.77%
. LC/MS: 415 (M+H)*
P1.31 AL
Ri= 2.00%
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LEMES

g

MS/NMR

P2.1

121-123°C

LC/MS: 317 (M+H)*
Ri= 149%

P2.2

EHF 1. ATVI1
il 2. RTv7 3
EKHEH 4. RTvT 4

241-243°C

LC/MS: 331 (M+H)*
Ri= 144 %

P2.3

Elf&

"TH-NMR (400MHz, CDCly):
1.75 (m, 2H), 2.31 (m, 2H),
2.48 (m, 2H), 3.47 (m, 2H),
3.58 (s, 3H), 3.93 (m, 2H),
5.90 (m, 1H), 6.30 (br s,
1H), 7.25-7.32 (m, 2H), 7.40
(m, 1H)

P2.4

&

'H-NMR (400MHz, CDCls.

BRIV T FILDH):
3.57 (s, 3H, NOCHs), 5.85
(m, 1H, CHF,), 6.52 (br s,
1H) , 7.27-7.35 (m, 2H,
Harom), 749 (d, 1H, Harom)

P2.5

Bl

'H-NMR (400MHz, CDCl3.
BIRLELTFILDOH):
2.18 (s, 3H, ZT=JL CHy),
2.31 (s, 3H, 7T=JL CHy),
3.39 (s, 3H, NOCHj), 5.78
(m, 1H, CHFy), 6.19 (br s,
1H), 7.00 (s, 1H, Harom), 7.08
(d, 1H, Haom), 7.12 (d, 1H,
Harom)
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gboooad
LEMES | #iE AR MS/NMR
LC/MS: 361 (M+H)*
P2.6 205-207°C
Ri= 1.47%
LC/MS: 375 (M+H)*
P2.7 B &
Ri= 1.58%
5. J
Q) LC/MS: 371 (M+H)*
P2.8 223-225°C
HO LR Ri= 1.76%
x
KB 3. ATvT 2
Cl Q
/s
@ LC/MS: 351/353 (M+H)*
P29 >240°C
od Neg Ri= 1.48%
t
0 /b
N LC/MS: 357 (M+H)*
P2 10 \ 208-211°C
- N Ri= 1.61%
HO ~0
[
3/
N LC/MS: 345 (M+H)*
P2 11 \ 218-221°C
- A Ri= 1.58%
HO ~0
|
Cl Q
/
Q_é\ifb - LC/MS: 355/357 (M+H)*
P2.12 =
F HO N\O Rt = 1.52 ﬁ
z
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Ooo00oao
{LEMES A MS/NMR
F O
/
4 N LC/MS: 355/357 (M+H)*
P2.13 54-57°C
Cl OH N\O Rt = 149 \/73\
i
Br O
/
< _ LC/MS: 395/397 (M+H)*
P2.14 Bk %5
HO N\o Rt = 148 %
]
LC/MS: 351/353 (M+H)*
P2.15 191-195°C
Ri= 1.58%
LC/MS: 395/397 (M+H)*
P2.16 234-235°C
R‘ = 1 54 /fj\
LC/MS: 317 (M+H)*
P2 .17 202-204°C
Ri= 1.36%
£L LC/MS: 399/401 (M+H)*
P2.18 Ri= 154%
'H-NMR (CD30D. #{RL
=T FILDH):
2.12 (s, BH, AL FJL CHy),
. 2.27 (s, 3H, XLFJL CHy),
P2.19 80-82°C 3.37 (s, 3H, CH;CH,OCHs),
3.47 {t, 2H, CH;CH,OMe),
3.55 (s, 3H, NOCHj3), 3.65
(t, 2H, CH.CHLOMe), 6.91
(S) 2H) Harom)

gboooaog

10

20

30

40



(92)

JP 6000241 B2 2016.9.28

Ooo0o0ogano
tEMES [ BE RS MS/NMR
Q
/\/\O
{ o8 LC/MS: 389 (M+H)*
P2.20 J L R= 1.62%
?
(81185 LC/MS: 405 (M+H)*
P2.21 Ric 1.60 %
- LC/MS: 345 (M+H)*
P2.22 R= 1.55%
Br O
/7
4 N LC/MS: 395/397 (M+H)*
P23 191-193°C
HO N\? R( = 1.59 ﬁ
9104 LC/MS: 331 (M+H)*
P2.24 Ri= 1.41%
(8186 LC/MS: 331 (M+H)*
P2.25 Ri= 1.56%
Ct O
/
N
\ 101182 LC/MS: 351/353 (M+H)*
N. -
P2.26 HO ? R= 1.60%
LC/MS: 351/353 (M+H)*
138-142°C
pP2.27 Ri= 1.49%
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LEmES | A MS/NMR
LC/MS: 395/397 (M+H)*
P2.2o8 182-183°C
R= 1624
10
- LC/MS: 317 (M+H)*
P2.29 B R= 1.47%
O
|
(o]
* a1 LC/MS: 401 (M+H)*
P2.30 \ ] Ri= 1.50%
HO N\O
! 20
i LC/MS: 365/367 (M+H)*
P2.31 Ri= 1594
1115 LC/MS: 401 (M+H)*
P2.32 Ri= 1.60%
30
- LC/MS: 351/353 (M+H)*
P2.33 Bix Ri= 1.50%
Cl O
LC/MS:
P2 34 i \ | >200°C 415/417/419 (M+H)*
HO \? Ri= 1.54%
40
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iLEYMES |HE B MS/NMR
Q
NH
Q Neo EFR 2B 09/049851 S
P3.1 i 128-131°C i
AW DRI N bet-3) 17
/O
e} Oo—
\
o]
NH
\
0 Neg EFR 2B 09/049851 &
P3.2 1 180-183°C )
INVIUYMZER
Q
\
0 ERR 2B 09/049851 &
P3.3 t 111-113°C ]
INUIUYMZER#
O
\
Q
NH
\
Q N LC/MS: 407 (M+H)*
P3.4 ( 184-186°C
Ri= 2.02%
EHEH 2. AFvT 1
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goooaog
LtahES AR MS/NMR
LC/MS: 421 (M+H)*
P3.5 139-141°C
Ri= 2.04%
- B LC/MS: 451 (M+H)*
’ Rt = 208 ﬁ
LC/MS: 465 (M+H)*
P3.7 Bk
Ri= 2.05%
LC/MS: 461 (M+H)*
P3.8 119-121°C
Ri= 2.19%
134-136°C LC/MS: 447 (M+H)*
-1 4
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goooao
LEHES B MS/NMR
LC/MS: 435 (M+H)*
P3.10 B
Ri= 2.07%
LC/MS: 495 (M+H)*
P3.11 90-92°C
Ri= 2.06%
LC/MS: 495 (M+H)*
P3.12 68-70°C
Ri= 2.05%
P3 13 Btk LC/MS: 479 (M+H)"
. =1
RI= 207ﬁ
LC/MS: 491 (M+H)*
P3.14
Ri= 2.04 %
ogooooad
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tamEs | #HE AR MS/NMR
Q7
N
/CN—O LC/MS: 330 (M+H)*
P4.1 Y A 175-177°C
N Ri= 1.78%
EHF 4. RTVT 2
Q7
N
N—O\ LC/MS: 363 (M+H)*
P4.2 pe 133-135°C
0 Ri= 1.79%
EHEH 4. RTVT 3
Cl O /
N LC/MS: 350/352 (M+H)*
P4.3 & )(\ N0
: =/ /A Ri= 1.78%
Ci O /
N - LC/MS: 383/385 (M+H)*
Pa.4 012@ \ R= 1.79%
/%
Cl O /
----- N LC/MS: 354/356 (M+H)*
P4.5 () )CN“O
: = V: \ Ri= 1.714%
E N
Cl O /
N - LC/MS: 387/389 (M+H)*
P4.6 o_\QC \ Ri= 1.73%
F / (s}
F O /
>\~N LC/MS: 354/356 (M+H)*
P4.7 - )@N’O
c N
F O /
N LC/MS: 387/389 (M+H)*
P4.8 NTQ
Cl / O
Br O /
N LC/MS: 394/396 (M+H)*
N—Q
P4.9 N//C \ Ri= 1.78 )
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Ooo0o0ooag
LtAMES |8 A MS/NMR
Br O /
N - LC/MS: 427/429 (M+H)*
P4.10 ojec \ R= 1814
/ O
o/
. N LC/MS: 350/352 (M+H)*
| N—O
P4.11 N/C Y Rie 1785
&/
N LC/MS: 383/385 (M+H)*
P4.12 ¢ N0
pe A Ri= 1.78%
6]
Q7
7 N LC/MS: 394/396 (M+H)*
P4.13 B /<;N“O\ &k V1N
N// Rt = 178 7]
LC/MS: 427/429 (M+H)*
[6)
/
N LC/MS: 316 (M+H)*
N—Q N 9
P4.15 N/C . 171-174%C R 164%
Q7
N LC/MS: 349 (M+H)*
N—O o,
P4.16 Ojec N 139-141°C R= 1.64%
/ O
o 7
N LC/MS: 398/400 (M+H)*
F N—Q :
P4.17 //)C N A Re 1714
Br N
A/
N LC/MS: 431/433 (M+H)*
F N—O =
P4.18 0120 \ B R= 1.75%
Br / O
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0Do0ooo
tahES [#E Rt MS/NMR
'H-NMR (CDCly. ;Z4RL 1=
o STFLDH):
N
P29 )C'\“O\ 3.15 (s, 3H, N-CHj), 3.50 (br
¥ s, 3H, NOCHj), 3.75 (s, 2H,
PhCH,CO), 6.89 (s, 1H,
Harom)
RNV
N LC/MS: 377 (M+H)*
N—Q
P4.20 ojec \ R= 1.81%
/ 0]
Br O /
N LC/MS: 427/429 (M+H)*
N—Q -
6]

N LC/MS: 394/396 (M+H)*
N—Q - )
P4.22 //)C Y 123-126°C Rie 1824
N

'H-NMR (CDCl,., 2R 1=

TFILDH):
o 2.13 (s, 3H, ZT=JL CHy),
N
2.22 (s, 3H, 7x=JL CH,),
P4.23 )CN-O\ (s, 3 T=JL CHy)
N4 2.25 (s, 3H, 7=/l CHa),
3.14 (s, 3H, N-CHa), 3.51 (br
s, 3H, NOCH3,), 3.73 (s, 2H,
PhCH.CO)
Q J "H-NMR (CDCl,. 5®RL 1=
P4.24 O@N—O\ ST LDH):
7% 3.52 (br s, 3H, NOCHs)
o v/
N LC/MS: 330 (M+H)*
N—Q
P4.25 /C N Ri= 1784
N
SNV
N LC/MS: 363 (M+H)*
N—O
P4.26 o{C \ R= 1774
/ o]
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{LEYES | BE L= MS/NMR
Cl O /
N LC/MS: 350/352 (M+H)*
N—O ]
P4.27 N//C A B Ri= 154%
Cl O /
N
P4.28 OA\QC““’\
/ (o]
Q7
N
N—QO
P4.29 //C Y
cl N
A/
N
P4.30 O@N_O\
Cl / O
O
o LC/MS: 400 (M+H)*
P4.31 134-136°
><:\N_O\ 34-136°C R= 1.87%
N//
O
o LC/MS: 433 (M+H)*
P4.32 TNQCN’O 132-134°C Ri= 1.87%
o \
/ e}
Q7
N LC/MS: 394/396 (M+H)*
N—Q o,
P4.33 /C \ 144-146°C R= 1.82%
Br N
NIV
N LC/MS: 427/429 (M+H)*
N—Q >
P4.34 /OjQC \ B4 Ri= 1.84%
Br [¢]
[e]
:< p LG/MS: 316 (M+H)*
N—OQ &
P4.35 N//)C \ Bk Ri= 1.66%
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LEYES | 18 Y= MS/NMR
Q7
_@_}N - LC/MS: 349 (M+H)*
o]
o/
N N LC/MS: 350/352 (M+H)*
N—O - O
P4.37 N//C \ 188-192°C Re 1754
Q7
. e LC/MS: 383/385 (M+H)*
P4.38 /O_\QC | 150-152°C Rie 1774
O
co LC/MS:
N
P4 39 BrQ})CN-o\ Btk 414/416/418 (M+H)*
Y/
N Ri= 1.78%
o Q J LC/MS:
P4.40 BrMN—O\ HLs 447/449/451 (M+H)*
) o]
Q N)> LC/MS: 356 (M+H)*
P4.41 /)<::)—q\ Ri= 1.87%
4
N
] NP LC/MS: 389 (M+H)*
P442 OA{CN'O\ R‘l = 189 63\
/ ¢
Q Nﬁ LC/MS: 370 (M+H)*
P4.43 /CN"O\ HL R= 1.99%
N/
o
N
P4.44 @N_O
o \
/ [¢]
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Ooo00oao
{LEYES | HE Bb MS/NMR
A/
N
P4.45 /CN*
N/
Q7
N
o{CN*O LC/MS: 349 (M+H)*
P4.46 Iy HL R~ 1.66%
EHEH 10, A7v7 3
oooooad
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% P5:® V. VI, VIH £f=1Z IX O REAEDOMIET —4:

LEVES | BiE AR MS/NMR/IR
"H-NMR (CDCly):
| 1.36 (br s, 1H), 1.62-2.22 (br
HN LT F I & 4H), 251 (s,
N—Q
P5.1 N//)C A ik 3H), 2.63-3.41 (br ¥+ L,
& &t 4H), 3.51 (s, 3H
RIEHl 4, 2797 1 ) 351 (5. 31
LC/MS (ES+):
170 (M+H)*; Ry=  0.25 %
X LC/MS: 196 (M+H)*
P5.2 /CN‘O\ Ri= 1.14%
N IR (CN): v 2223 cm’”
=14l 5
((o> LC/MS: 240 (M+H)*
P5.3 HN il
)Cw-o R= 1.18%
N// \
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ooooo
LEMES | #BE LY MS/NMR/IR
"H-NMR (CDCl,):
| 1.46-2.33 (br ¥+, &5t
‘H%CNVO\ 5H), 2.22 (br s, 3H),
0 _ N O
P54 sl - 251-3.31 (bor T+, &5t
4H), 3.51 (s, 3H), 3.72 (br s,
il 6. A7y 2 SH; (s, 3H). 3.72 {
EHefl 10, R7v7 2 LC/MS (ES+):
203 (M+H)"; Ry= 0.20 %
Q LC/MS: 210 (M+H)*
P5.5 HN Ri= 1.10%
)<___/\N_O
7 \ IR (CN): v 2222 cm
OYN/
N—Q LC/MS: 214 (M+H)*
P56 HN\(C \ Bk ( )
0 Ri= 0.75%
EEHl 6. RTvF 1
"H-NMR (D,0):
1.73 (m, 1H), 2.02 (m, 2H),
o . 2.32 (m, 1H), 2.54 (appar. d,
N=O 3H), 2.69 (m, 1H), 2.99 (m,
P5.7 HO > 250°C
o 1H), 3.18 (m, 1H), 3.33 (m,
EIEHI 10, 2757 1 1H), 3.49 (appar. d, 3H)
LC/MS (ES+):
189 (M+H)"; Ry= 0.21 %
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LEYES Bh MS/NMR
) . LC/MS: 405 (M+H)*
P1ii.1 Hi
Ri= 1.88 %
) LC/MS: 435 (M+H)*
P1ii.2 109-111°C
R =1.90%
. LC/MS: 449 (M+H)*
P1ii.3 HAi
Ri=1.91%
LC/MS: 431 (M+H)*
P1ii.4 114-116°C
Ri=1.87%
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tamES AR MS/NMR
LC/MS: 461 (M+H)*
P1ii.5 93-95°C
R =212 %
) LC/MS: 463 (M+H)*
P1ii.6 # L
R, = 1.95 %
LC/MS: 449 (M+H)*
P1ii.7 109-111°C
R‘ = 1 95 57\
o607 LC/MS: 419 (M+H)*
P1ii.8 -97°
! R, = 1.91 %
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LtEYES L MS/NMR
LC/MS: 475 (M+H)*
P1ii.9 100-102°C
R =1.97 %
LC/MS: 489 (M+H)"
P1ii.10 130-132°C
Ri=2.05 %
LC/MS: 405 (M+H)*
P1ii. 11 164-155°C
Rt = 179 53\
LC/MS: 391 (M+H)*
P1ii.12 78-81°C
Ri=167%
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LEMES | HE Y= MS/NMR
3 . LC/MS: 463 (M+H)*
P1ii.13 AL 10
R, =1.98 %
RHEH 15
; . LC/MS: 447 (M+H)*
P1ii.14 H L
Ry =2.07 %
20
LC/MS: 433 (M+H)*
P1ii.15 84-86°C
Ry =1.98 %
30
R LC/MS: 473 (M+H)*
P1ii.16 Hi
Ry =2.03 %
40
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LEahES =) MS/NMR
. LC/MS: 445 (M+H)*
P1ii.17 L
R.=2.04 4
. LC/MS: 459 (M+H)*
P1ii.18 H L
R =2.09 %
LC/MS: 513/515 (M+H)*
P1ii.19 83-85°C
R =2.03 %
, o1aC LC/MS: 545/547 (M+H)*
1ii.20 -113°
! R =2.20 %
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tEvES 1= MS/NMR
. LC/MS: 499/501 (M+H)*
P1ii.21 118-121°C
R =1.96 %
y . LC/MS: 531/533 (M+H)*
P1ii.22 H L
Ri=215%
LC/MS: 489 (M+H)*
P1ii.23 132-134°C
Ri=1.99 %
LC/MS: 489 (M+H)*
P1ii.24 53-55°C
R, =2.04 &
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ooooo
LEaMmES L= MS/NMR
R LC/MS: 533 (M+H)*
P1ii.25 HLs
LC/MS: 503 (M+H)*
P1ii.26 74-76°C
R=210%
20
LC/MS: 493 (M+H)*
P1ii.27 57-59°C
Rg = 196 ﬁ
30
. LC/MS: 473 (M+H)*
P1ii.28 H L
Ri=217%
40
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{LEMES B MS/NMR
. . LC/MS: 443 (M+H)*
P1ii.29 HA
Ri=199%
5L LC/MS: 487 (M+H)*
P1ii.30 R =219 %
91.93°C LGC/MS: 377 (M+H)*
P1ii.31 R, =1.79 4
51 LC/MS: 469/471 (M+H)*
P1ii.32 R, = 1.94 %)
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goooao
LEMES | BE L1 MS/NMR
5L LC/MS: 483/485 (M+H)*
P1ii.33 th 1.93 h\ 10
- LC/MS: 439/441 (M+H)*
P1ii.34 R =1.91%
20
i LC/MS: 483/485 (M+H)*
. =1
30
HL LC/MS: 463 (M+H)*
P1ii.36 R =1.914%
40
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goooaog
t&hES AR MS/NMR
. -~ LC/MS: 439/441 (M+H)*
P1ii.37 Ri=1914%
B LC/MS: 469/471 (M+H)*
. =1
P1ii.38 R, = 1.90 %
-~ LC/MS: 439/441 (M+H)*
- LC/MS: 487/489 (M+H)*
Bk LC/MS: 443/445 (M+H)*
. =1
P1 ||.41 Rt - 1.82 5]\
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ooooao
ILEYES | #E L= MS/NMR
$
ao [
,0
N
\ LC/MS: 473/475 (M+H)*
P1ii.42 119-123°C
o Neg R,=1.85%
—o
)
135137 LC/MS: 499/501 (M+H)*
P1ii.43 R =1.89 %
129.125°C LC/MS: 477 (M+H)*
P1ii.44 R =197 %
AL LC/MS: 459 (M+H)*
P1ii.45 R =2.07 %
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iLEaMmBES Bhm MS/NMR

HL LC/MS: 477 (M+H)*
P1ii.46 R, = 1.95 4

-~ LC/MS: 461 (M+H)*
P1ii.47 R =1.92 %

- LC/MS: 405 (M+H)*
P1ii.48 R, =1.83 %

. LC/MS: 449 (M+H)*
P1ii.49 R, = 1.95 4}
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ooooo
{LEMES R MS/NMR
LC/MS: 435 (M+H)*
P1ii.50 128-130°C
R =187%
"H-NMR (CDCls):
1.17 (t, 3H), 2.02-2.31 (br m,
B8t 4H), 2.20 (s, 3H), 2.22 (s,
P1ii 51 L 3H), 2.91-3.47 (br m, &8t 4H),
3.43 (s, 3H), 3.56 (s, 3H), 3.72
{br m, 2H), 4.08 (q, 2H), 4.35
(br m, 2H), 7.06 (s, 1H), 7.35 (s,
1H)
51 LC/MS: 513/515 (M+H)*
P1ii.52 R, = 1.92 %)
HL LC/MS: 449 (M+H)*
P1ii.53 R, = 1.90 %
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{LEaYES 3= MS/NMR

e LC/MS: 475 (M+H)*
P1ii.54 R, = 1.96 43

- LC/MS: 469/471 (M+H)*
P1ii.55 R, = 1.96 %)

- LC/MS: 449 (M+H)*
P1ii.56 Ri=1.88%

- LC/MS: 419 (M+H)*
P1ii.57 R = 1.90 %
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L&EYES L Y= MS/NMR
. LC/MS: 487/489 (M+H)*
P1ii.58 AL N
R =184 %
. LC/MS: 469/471 (M+H)*
P1ii.59 RS .
R =1.87 %
i LC/MS: 483/485 (M+H)*
P1ii.60 R, =1.86 4
5
Fo [
¢ LC/MS: 473/475 (M+H)*
P1ii.61 116-119°C
o |
)
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tEaMHES L= MS/NMR
) . LC/MS: 513/515 (M+H)*
P1ii.62 R = 2.01 %
- LC/MS: 539/541 (M+H)*
P1ii.63 R =201 4
5L LC/MS: 495/497 (M+H)*
P1ii.64 R, =1.95 %
HL LC/MS: 483/485 (M+H)*
P1ii.65 R, = 1.94 %}
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ILEMES L= MS/NMR
. 90.04°C LC/MS: 483/485 (M+H)*
P1ii.66 R, = 1.89 %
. LC/MS: 527/529 (M+H)*
P1ii.67 AL ,
R, =1.92 %
5
Br O (
,O
N
N R LC/MS: 513/515 (M+H)*
P1ii.68 AL p
d Neg R =191 %
—o |
b
. LC/MS: 539/541 (M+H)*
P1 ||.69 Rt - 197 6]\
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{tEMES Y= MS/NMR

KL LC/MS: 439/441 (M+H)*
P1ii.70 R, =1.88 %)

- LC/MS: 443/445 (M+H)"
P1ii.71 R, = 1.79 %

- LC/MS: 527/529 (M+H)*
P1ii.72 R=1974%

e LC/MS: 449 (M+H)*
P1ii.73 R = 1.84 %
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LEMES LY MS/NMR

i LC/MS: 405 (M+H)*
P1ii.74 R = 1814

i LC/MS: 543/545 (M+H)*
P1ii.75 R, = 1.97 %

. LC/MS: 489 (M+H)*
P1ii.76 R1= 1.93 9]\

i LC/MS: 485 (M+H)*
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LEYMES =] MS/NMR

- LC/MS: 489 (M+H)*
P1ii.78 R1 =195 6,\

- LC/MS: 461 (M+H)*
P1ii.79 R =187 4

- LC/MS: 519 (M+H)*
P1ii.80 R =2.14 %

. LC/MS: 485 (M+H)*
P1ii.81 R, = 2.03 4
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LEMES L MS/NMR

- LC/MS: 503 (M+H)*
P1ii.82 R, = 1.98 %

- LC/MS: 487 (M+H)*
P1ii.83 R, = 2.23 %

105-107°C LC/MS: 508 (M+H)*
P1ii.84 R =2.03 %

- LC/MS: 539/541 (M+H)*
P1ii.85 R =2.03%
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Ooo00oao
LtEaMES Y= MS/NMR
- LC/MS: 483/485 (M+H)*
P1ii.86 R = 1.94 %
10
e LC/MS: 513/515 (M+H)*
P1ii.87 R, = 1.95 %)
20
113.116°C LC/MS: 483/485 (M+H)*
P1ii.88 th 19653\
30
HL LC/MS: 527/529 (M+H)*
P1ii.89 R =1.98 %4
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Ooo0o0ogano
{LEaYMES | HBE Y= MS/NMR
. LC/MS: 475 (M+H)*
P1ii.90 R, = 2.05 % 10
. LC/MS: 463 (M+H)*
20
- LC/MS: 461 (M+H)*
o &
P1ii.92 R =1.95%
30
LC/MS: 497/499 (M+H)*
P1ii.93 AL R =197%
40
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tEaYES =1 MS/NMR

LC/MS: 487 (M+H)*
P1ii.94 His R =212%

LC/MS: 475 (M+H)*
P1ii.95 HLs R =1.95 %

LC/MS: 473 (M+H)*
P1ii.96 HA R, = 2.00 4

LC/MS: 509/511 (M+H)*
P1ii.97 i R 2.02 %
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ooooo
tamES | # [-43=] MS/NMR
LC/MS: 531/533 (M+H)*
P1ii.o8 HALA R, =1.92 %
LC/MS: 487/489 (M+H)*
P1ii.99 HLA Ri=1.93 %
LC/MS: 517/519 (M+H)*
P1ii.100 HLs R =1.94 %
L LC/MS: 425/427 (M+H)*
P1ii.101 R =1.83%
134-138°C LC/MS: 499/501 (M+H)*
P1ii.102 ) R =1.90 %
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LEYES L= MS/NMR
- LC/MS: 495/497 (M+H)*

P1ii.103 R, = 2.03 %}

LC/MS: 518 (M+H)*
P1ii.104 HA R.=1.97 %

LC/MS: 501 (M+H)*
P1ii.105 HA R, = 2.26 4}

LC/MS: 473 (M+H)*
P1ii.106 AL R =2.15 %
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ItEaYMES BhR MS/NMR
LC/MS: 495/497 (M+H)*
P1ii.107 Hi R, = 1.95 % 10
LC/MS: 475 (M+H)*
P1ii.108 HL R =1.94 4
20
LC/MS: 503 (M+H)*
P1ii.109 HLi R, = 2.04 %
30
LC/MS: 479 (M+H)*
P1ii.110 HL R, = 2.03 4}
40
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tEnES T MS/NMR
LC/MS: 495 (M+H)* 10

P1ii. 111 # L R<174%

Ehel 22
O\\ e
0=S

P1ii.112 20
LC/MS: 483/485 (M+H)*

P1ii.113 AL R =1.94 % 30
LC/MS: 439/441 (M+H)*

P1ii.114 122-125°C R =1.92 %

40

gbooooao



(155)

JP 6000241 B2 2016.

9.

Ooo0o0ogano
tEYHES L= MS/NMR
LC/MS: 497/499 (M+H)*
P1ii.115 AL R =2.02 %
5
o [
N’O
cl S LC/MS: 469/471 (M+H)*
P1ii.116 d Ny 7L Ri=1.97 %
o
)
LC/MS: 495/497 (M+H)*
P1ii.117 L R, = 2.02 %
Oooogodg
Ooo0o0ogano
% P2iit || QIESYOYETF—4
IEEMBES | HBE B MS/NMR
. LC/MS: 333 (M+H)*
P2ii.1 H L
R( = 154 ﬁ
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tamES | #E L 3= MS/NMR
LC/MS: 363 (M+H)*
P2ii.2 136-138°C
R, =1.55 %
LC/MS: 377 (M+H)*
P2ii.3 HL
R,=1.58 %
LC/MS: 333 (M+H)*
P2ii.4 152-154°C
Rt = 140 ‘57\
Sl 14
LC/MS: 391 (M+H)*
P2ii.5 139-142°C
R,=1.61%
LC/MS: 377 (M+H)*
P2ii.6 163-165°C
R, =1.64 %
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{tEYMES L= MS/NMR
) LC/MS: 347 (M+H)*
P2ii.7 70°C (dec)
R =1.60 %
LC/MS: 371 (M+H)*
P2ii.8 167-169°C
Ri=166%
LC/MS: 361 (M+H)*
P2ii.9 168-170°C
Rt = 1 67 ﬁ
] LC/MS: 391 (M+H)*
P2ii.10 HL
R=171%
LC/MS: 375 (M+H)*
P2ii.11 153-156°C
Ri=1.78%
LC/MS: 373 (M+H)*
P2ii.12 162-164°C
Ri=1.73%
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{tEamE=S R MS/NMR
. LC/MS: 387 (M+H)*
P2ii.13 150-153°C
Ri=181%
) LC/MS: 441/443 (M+H)*
P2ii.14 190-191°C
R\‘. = 162 53\
) LC/MS: 473/475 (M+H)*
P2ii.15 128°C (dec)
R =1.97 %
. LC/MS: 427/429 (M+H)*
P2ii.16 B L
R =163%
LC/MS: 459/461 (M+H)*
P2ii.17 68-71°C
R=193%
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L&EYES L= MS/NMR

LC/MS: 403 (M+H)*
P2ii.18 144-146°C

Ri=1.66 %

LC/MS: 417 (M+H)*
P2ii.19 108-111°C

Ri=1.68%

. LC/MS: 417 (M+H)*

P2ii.20 H L

Ri=172%

LC/MS: 417 (M+H)*
P2ii.21 124-126°C

Ri=1.62%

LC/MS: 461 (M+H)*
P2ii.22 135-137°C

Ro=1.87%
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tEaHES 3= MS/NMR
. LC/MS: 431 (M+H)*
P2ii.23 90-93°C
Ri=181%
LC/MS: 421 (M+H)*
P2ii.24 98-100°C
Ri=162%
LC/MS: 401 (M+H)*
P2ii.25 144-147°C
Ri=192%
LC/MS: 415 (M+H)*
P2ii.26 115-118°C
Ri=1.98%
LC/MS: 397/399 (M+H)*
i 139-143°C
P2ii.27 R =167 %
128.130° LC/MS: 405 (M+H)*
P2ii.28 - R = 1.69 %
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LanES B MS/NMR
) 10507 LC/MS: 411/413 (M+H)*
P2ii.29 Ri=1.68 &
) S LC/MS: 387 (M+H)*
P2ii.30 R =1.82 4%
. LC/MS: 367/369 (M+H)*
P2ii.31 92-95°C N
Ri=1.64 %)
-— LC/MS: 411/413 (M-H)*
‘e =1
Paii.s2 Ri=1.66 %
i LC/MS: 389 (M+H)*
o =1
P2ii.33 R.=163%
|
rO
SRy T apc LC/MS: 397/399 (M-+H)*
P2ii.34 \ R=1.55%
HO N\O
|

gboooog

28

10

20

30

40



9.

(162) JP 6000241 B2 2016.
Ooo0o0ooag
itEMES L= MS/NMR
N LC/MS: 411/413 (M+H)*
P2ii.35 R, = 1.55 %
KL LC/MS: 347 (M+H)*
P2ii.36 R = 1.59 %
LC/MS: 391 (M+H)*
P2ii.37 HLhL R, = 1.65 %
LC/MS: 377 (M+H)*
P2ii.38 HLA R, = 1.60 4
LC/MS: 403 (M+H)*
P2ii.39 H i Ro=172%
LC/MS: 367/369 (M+H)"
P2ii.40 Hi R =158 %
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MS/NMR

P2ii.41

Bl

LC/MS: 441/443 (M+H)*
Ri=1.64 %

P2ii.42

BEl&

LC/MS: 395/397 (M-H)
R.=1.64 %

P2ii.43

B&

LC/MS: 367/369 (M+H)"
Ry =1.64 &

P2ii.44

'H-NMR (CD,0D. 3E{RL
=T F D H): 1.29 (t,
9H, N(CH,CHy)s), 2.23 (d,
“J(H,F) = 1.9Hz, 3H, *>F
JU CHa), 3.17 (q, 6H,
N(CHzCHb)s), 3.54 (s, 3H,
NOCH;), 5.62 (br m, 1H.,
FZERDZ5=)L CH)

P2ii.45

B#&

LC/MS: 427/429 (M+H)*
Ri=1.62%

P2ii.46

Bk

LC/MS: 401/403 (M+H)*
Ri=1.54 %
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LEMES B MS/NMR
O/
© ] oH i LC/MS: 415/417 (M+H)*
P2ii.47 4 R = 1574
F HO Nao
i
¢l Q (l)
4 ’ - LC/MS: 371/373 (M+H)*
" =
P2ii.48 - Ny R;=1.55 %
i
5o LC/MS: 361 (M+H)*
P2ii.49 R =1.63%
'H-NMR (CD,0D. #{RL
=T FILDH): 1.29 (t,
9H, N(CH2CHa)s), 2.22 (d,
- ‘J(H,F) = 2.2Hz, 3H, AL F
P2ii 50 HL (F.F) = 220z 7
JL CHa), 3.17 (q, 6H,
N(CH2CHg)s), 3.39 (s, 3H,
CH,CH,OCH;), 3.54 (s, 3H,
NOCH;)
. LC/MS: 333 (M+H)*
P2ii.51 R, = 1.53 %
P2ii.52 133-136°C
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Mikdals L MS/NMR
Bk LC/MS: 455/457 (M+H)*
P2ii.53 ons 45
L H L LC/MS: 377 (M+H)*
P2ii.54 o 97
" 176-180°C LC/MS: 367/369 (M+H)"
P2ii.55 ons: e
185-190°C LC/MS: 411/413 (M+H)*
P2ii.56 Lons: 1
148-153°C LC/MS: 455/457 (M+H)*
P2ii.57 R =1.60 %
F O (;j
\ i 83-86°C LC/MS: 371/373 (M+H)*
P2ii.58 ]
1l Cl OH N\C{> R =152 N
O/
9 OH 55-57°C LC/MS: 415/417 (M+H)"
. N -
P2ii.59 { Lons: 415
Cl OH N\?
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fLanEs b MS/NMR
ii 155-158°C LC/MS: 401/403 (M+H)*
P2ii.60 R
LC/MS: 377 (M+H)*
L Bx
PRii.61 e
i 91-92°C LC/MS: 467/469 (M+H)*
P2ii.62 i
84.85°C LC/MS: 423/425 (M+H)*
P2ii.63 s
154-157°C LC/MS: 413 (M+H)*
P2ii.64 NN
103-106°C LC/MS: 417 (M+H)*
P2ii.65 o irra
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{LEaMmES Ba MS/NMR
) 88-91°C LC/MS: 389 (M+H)*
P2ii.66 R =154 %
_ 69-72°C LC/MS: 417 (M+H)*
P2ii.67 R = 1.64 %
5L LC/MS: 405 (M+H)*
P2ii.68 R, = 1.65 %
. LC/MS: 467/469 (M+H)*
P2ii.69 R = 1.66 %
. LC/MS: 411/413 (M+H)*
P2ii.70 R =1.61%
e LC/MS: 397/399 (M+H)*
P2ii.71 R, = 1.60 %
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LEMES B MS/NMR

167-171%C LC/MS: 441/443 (M+H)*
P2ii.72 A

63-64°C LC/MS: 455/457 (M+H)*
P2ii.73 s

79-80°C LC/MS: 441/443 (M+H)*
P2ii.74 R,

86-87°C LC/MS: 411/413 (M+H)*
P2ii.75 - tesss

96-97°C LC/MS: 467/469 (M+H)*
P2ii.76 I

141-144% LC/MS: 377 (M+H)*
P2ii.77 N

gboooog

28

10

20

30

40



(169)

JP 6000241 B2 2016.

9.

Ooo0o0ooag
{LtEMES B MS/NMR
) 153155 LC/MS: 333 (M+H)*
P2ii.78 R, = 1.44 %)
) 188-191°C LC/MS: 411/413 (M+H)*
P2ii.79 R.= 1.63 4
LC/MS: 455/457 (M+H)*
P2ii.80 163-167°C
R=167%
- LC/MS: 471/473 (M+H)*
P2ii.81 R,=1.70 %
95.98°C LC/MS: 447 (M+H)*
P2ii.82 R, = 1.89 %)
155.157°C LC/MS: 413 (M+H)*
P2ii.83 R =1.754%

gboooog

28

10

20

30

40



9.

(170) JP 6000241 B2 2016.
Ooo0o0ooag
LEYES | BE B MS/NMR
100-103°C LC/MS: 431 (M+H)*
P2ii.84 R, = 1.70 4
2477 LC/MS: 415 (M+H)*
P2ii.85 R.=1.98 4
88-91°C LC/MS: 431 (M+H)*
P2ii.86 R = 1.62 %
71.74% LC/MS: 459/461 (M+H)*
P2ii.87 R, = 1.66 %
Bk LC/MS: 415/417 (M+H)*
. =1
P2ii.88 R, = 1.63 %
]
o)
o [ .
0 ; LC/MS: 445/447 (M+H)
o N 64-67°C
P2ii.89 F A\ R, = 1.65 %)
Br HO SN
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fanEs BR MS/NMR

'ﬁ{ LC/MS: 391 (M+H)*
P2ii.90 RN

& LC/MS: 403 (M+H)*
P2ii.91 3 R

86-89°C LC/MS: 427/429 (M+H)*
P2ii.92 N

88-91°C LC/MS: 423/425 (M+H)*
P2ii.a3 ) NN

84-88°C LC/MS: 423/425 (M+H)*
P2ii.94 o tesss

Btk LC/MS: 446 (M+H)*

i =1

P2ii.95 N
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{tEaMmES =1 MS/NMR
_ 169.172°C LC/MS: 429 (M+H)*
P2ii.96 R, = 2.05 4
) 113115%C LC/MS: 401 (M+H)*
P2ii.97 R, = 1.89 %
135-138°C LC/MS: 403 (M+H)*
P2ii.08 R =157 4
113.115% LC/MS: 407 (M+H)"
P2ii.99 R =172 %
98-101°C LC/MS: 431 (M+H)*
P2ii.100 R=172%
LC/MS: 411/413 (M+H)*
P2ii.101 161-164°C

R =163%
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LEHES | BE R NMS/NVA
88.92°C LC/MS: 367/369 (M+H)*
P2ii.102 R, =1.58 %
o)
OH
N
cl Q +
& LC/MS: 353/355 (M+H)
. L -
e " 7 R =137 %
176-178°C LC/MS: 397/399 (M+H)*
P2ii.104 fe 1645
137-139°C LC/MS: 421/423 (M-H)
P2ii.105 Ri=169%
gooooao
go0ooo0oooooooooooooooooooooooooooonoao
OoO0o0oo0oo0oao
Oooooaoo

& Pli: PEAOYET —4

LEVES

g

LY

MS/NMR

P3ii.1

O
/

=i/ 11, A7y 4
EHH 16, ATFvT 2

Z—
Z

140-142°C

LC/MS: 351 (M+H)*
R.=1.59 %
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L&HBES | #sE Ab MS/NMR
Q_ OH
N
) N—O LC/MS: 318 (M+H)*
Pgii.2 ; \ 153-156°C
Y R =1.66 %
EHEH 16, ATV T 1
o_ OH
) N LC/MS: 365 (M+H)*
P3ii.3 N—O 199-200°C
g_gC \ R =1.68 &
/o
-~
o P
, N LC/MS: 403 (M+H)*
P3ii.4 N—o | 108-110°C
O \ Ry = 198 53\
/o
EH 12, RFVT 1
!
e
o © . LC/MS: 436 (M+H)*
P3ii.5 N H L N
\>< N—0O t= A
o \
/%o
O
O, (o]
N LC/MS: 435 (M+H)*
P3ii.6 3 107-109°C
o N 0\ R, =2.03 %
/o
EHEH17. ATV T 1
i LC/MS: 433 (M+H)*
(@) ] .
P3ii.7 N HL R <2194
N—O te e
o <\< > \
/o
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{LEMES | & e MS/NMR
) QAL . LC/MS: 447 (M+H)*
P3ii.8 N HLi
N—Q Ri=223%
O*QC \
/o
EHH 18. ATv 1
|
o O
) N . LC/MS: 379 (M+H)*
P3ii.9 N—O HL R _ 1804
o— \ t= 1.09 7]
/%
¢
LC/MS: 449 (M+H)*
i AL WA
P3ii.10 N R 1.89 %
N—O
O
/o
o /o/\/\o/
N o557 LC/MS: 437 (M+H)*
P3ii.11 O~g<:>N—O\ R 1.95 4
/%
0 ? LC/MS: 419 (M+H)*
Paii.12 QC“‘O AL R=2.00 4
o \
/" o
O/
=
o & LC/MS: 437 (M+H)*
P3ii.13 N HL R = 1.86 %
N—0
O
/0
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LEMES | BE Bb MS/NMR
0 /OH
é »—n - LC/MS: 351 (M+H)*
P3ii.14 . \2< : \ | B R = 1.59 %
/o
Br O PH
AV W DR LC/MS: 429/431 (M+H)*
P3ii.15 o~gC \ R =171%
/o
Q
LC/MS: 449 (M+H)*
, o P HL
P3ii.16 N R, = 2.08 43
N—0
O
/" o
Q
0O /O LC/MS: 421 (M+H)*
P3ii.17 N Hi
o R. = 1.80 %}
o \
/o
AL
o0 & LC/MS: 449 (M+H)*
; J R
P3ii.18 N HA R, = 1.88 4
?( N—O
o \
/0
o & LC/MS: 447 (M+H)*
, j .
P3ii.19 N Hi R, = 2.5 4}
N—0O
O
/o
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{LEYES B MS/NMR
&
J LC/MS: 463 (M+H)*
P3ii.20 N His R, = 1.93 %
?( N-O
e}
TN
(e}
5 LC/MS: 445 (M+H)*
. ! .
P3ii.21 N Hi R, = 2.05 4}
\>< N—O
e}
K
0 LC/MS: 445 (M+H)*
. h .
Pgii.22 ‘NQC HAi R,=1.98 n
N—O
o)
3
F
<
0 LC/MS: 447 (M+H)*
P3ii.23 ‘NQCN— HLi R, =2.03 %
e}
IS
S LC/MS: 479 (M+H)*
P3ii.24 N H L R =210 4
?( N—O
e}
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{LEMBES | BE mh s MS/NMR
(o]
o E% LC/MS: 463 (M+H)*
P3ii.25 N Hi R 1944
?< N—O SR
O
/0
?/
N
o QOJ LC/MS: 478 (M+H)*
P3ii.26 N H L R 1.97 %
N—O
[¢]
/0
FHH 19. ATvS 2
o o LC/MS: 461 (M+H)*
P3ii.27 N KA R =231 4
* N—O
o]
/o
) ,oi ) LC/MS: 433 (M+H)*
P3ii.28 N H L R 2174
2< :N— =217 7
o]
/o
gj
o o ] LC/MS: 435 (M+H)*
P3ii.29 N : A Ri=1.85 %
N_
O
/o
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{LEaMBES | & 3= MS/NMR
0
o O/&J LC/MS: 463 (M+H)*
P3ii.30 N Ho R, =2.01 4%
N—O
e
/o
S/
o OH LC/MS: 439 (M+H)*
P3ii.31 N HLA R, = 2.03 %
?( N—0
0
/o
Q_ oA
. N% CN LC/MS: 429/431 (M+H)*
o r — _
o)
Q_ oA
N o LC/MS: 415/417 (M+H)*
P3ii.33 o 2< : \ B R = 1.67 %
Br / o]
0 OH
/
N
cl \X N— LC/MS: 385/387 (M+H)*
m O _ (¢}
P3ii.34 / 5 228-231°C R=1.71%
EHEH 20, ATVF1
Qo OH
N LC/MS: 385/387 (M+H)*
n cl N—
Pgii.35 /O £< ; R =1.86%
e}
F O pH
N LC/MS: 389/391 (M+H)*
n ?( N—0O
P3ii.36 o \ Ri=1.59 4
o/ 0
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LEMES | HBE L= MS/NMR
0, PH
AV LC/MS: 379 (M+H)*
P3ii.37 0—<g<::> \ R.=1.91%
)
o) PH
N LC/MS: 429/431 (M+H)*
. N—O ) o
P3i.38 o ?< N0 | 162-163C R - 1.76 4
Br / @]
0 /OH
N —o LC/MS: 385/387 (M+H)*
P3ii.39 O‘gC \ R =167 4
cl /o
0 /OH
. N o LC/MS: 433/435 (M+H)*
P3ii.40 O_@ \ R = 1.69 %
Br /0
Cl O pH
N LC/MS: 385/387 (M+H)*
" N—Q
P3ii.41 O@ \ R = 1.69 %
/o
0 ,OH
N LC/MS: 365 (M+H)*
" N—0O
P3ii.42 O,g@ \ Rt =1.67 é]\
/o
0 PH
N LC/MS: 351 (M+H)*
y N—0
P3ii.43 _<Z<::> \ R, = 1.55 %}
/o
Cl O PH
N LC/MS: 389/391 (M+H)*
. N—0O
P3ii.44 o_1g<::> \ R, = 1.62 %
F/ 0
0 PH
N LC/MS: 365 (M-+H)*
" >< N—0O
P3ii.45 \ R,=1.66 %
/" o
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tamBES | HEE L3 =1 MS/NMR
Br O PH
N o LC/MS: 429/431 (M+H)*
. N_
P3ii.46 o~g<:\/ \ R, = 1.67 4
/o
Cl O 1OH

N o LC/MS: 385/387 (M+H)*
. N_
P3ii.47 ° ?< : \ R=1.71%
/o

6] PH
N LC/MS: 365 (M+H)*
i —;E S;—/ N—O,
P3ii.48 O‘@ \ R, = 1.65 4

/0
0 /o(
o N N—0 LC/MS: 380/382 (M+H)*
P3ii.49 p: \ 100-103°C R =1.99 4
N

EHH 23. ATV 3

oooooo
ooobooooooobOoooobooocooobobooooobooOooobooooa
ooooDoo
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= Pai-bEAOYET —4

tEMBES | HEE B MS/NMR

"H-NMR (CDCls):
1.55-2.35 (br 7+, &
&t 4H), 2.60-3.45 (br 5 F

Ho-N JU. &%t 4H), 3.52 (s, 3H),
N—Q
1 1H) , 5.4
P4ii.1 //C \ 130-131°C 5.19 (brs, 1H) , 5.42 (br s,
N 1H)
RIS 1. RTvF 2 IR (CN):
v 22278 cm’
LC/MS (ES+):

172 (M+H)"; Ry = 0.31 53
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MS/NMR

P4ii.2

H
HO-N
N—Q
o \
75

EHEH 11, AFYF 3

i

"H-NMR (CDCl):
1.50-2.40 (br T+, &t
4H), 2.76 (br m, 2H),
3.01-3.32 (br m, 2H), 3.52
(s, 3H), 3.76 (s, 3H), 5.58
(br s, 2H)

IR (COOMe):
v1731.3cm’

LC/MS (ES+):

205 (M+H)*; Ry = 0.31 %

P4ii.3

\  H
O—N
/CN"O\
/
Y4

EHEHI 23, ATvT 2

i

"H-NMR (CDCls):

1.19 (t, 3H), 1.59-2.29 (br &
v, &it 4H), 2.64-3.43
(br YT FIv, &5t 4H), 3.52
(s, 3H), 3.80 (q, 2H), 5.37
(brs, 1H)

IR (CN):

v 22353 cm’”

LC/MS (ES+):

200 (M+H)* ; Ry =1.21 %

P4ii.4

H
HO—N
N—0
HO \
o)

EHEH 25, ATFvT 1

180°C

"H-NMR (CD50D):
1.54-2.29 (br U+ N, &Ft
4H), 2.82 (br m, 2H),
3.07-3.26 (or T+, &5t
2H), 3.49 (s, 3H)

LC/MS (ES+):

191 (M+H)*; R, = 0.22 %
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mg StEEfEl/ img L&Y P1.2 + img {t&¥W P12+ | 1mg {LAWP1I2+
#r HEEF SRR 2 SRR 3
0.025 35.7 7.1 28.6
0.1 14.3 14.3 42.9
0.5 71 0 64.3
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