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H' NMR (250 MHz, CDCl5):

9.12 (m, 1H), 9.28 (m, 15D).
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*H NMR (250 MHz, CDCl3): 2.25 (s, 3H), 4.98 (s, 2H),
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5.32 (s, 2H), 7.53 (m, 1H), 7.85 (m, H), 8.12 (m, 1H),
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1H), 7.55 (m, 2H), 8.47 (dd, J=8.6, 1.6 Hz, 1H), 8.96 (dd, =4.2, 1.5 Hz, 1H).
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1H), 8.76 (dd, J=4.2, 1.1 Hz, 1H).
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1

H
NMR (250 MHz, CDCly): 1.30 (dd, J=7.1, 7.1 Hz, 6H), 1.86 (s, 3H), 4.03 (s, 2H),
427 (m, 4H), 6.46 (s, INH), 7.10 (dd, J=16.6, 7.9 Hz, 2H), 7.42 (dd, ]=8.7, 4.2 Hz,

"H NMR (250 MHz, D,0) 3.42 (m, 1H), 3.58 (m, 1H), 3.93 (dd, I=7.2, 7.2 Hz, 1H),
7.22 (d, J=8.0Hz, 1H), 7.50 (d, J=8.1 Hz, 1H), 7.94 (dd, J=8.7, 5.4 Hz, 1H), 8.84 (d,
J=5.1 Hz, 11), 9.06 (d, J=8.7 Hz, 1H); *C NMR (100 MHz, DMSO) 32.14, 53.11,
111,03, 121.27, 127.46., 129.76, 133.35, 138.13, 147.46, 152.55, 170.30. Mass
ICOWTEERE CpHpNO; m/z [M+HT = 233.24, =314 M +H] =

EESHT :
233.25.
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(36) JP 4757024 B2 2011.8.24

'H NMR (250 MHz, D,0) 0.94 (dd,
1=7.2, 7.2 Hz, 3H), 3.63 (m, 2H), 4.01 (m, 2H), 4.34 (dd, J=7.7, 7.5 Hz, 1H), 7.31
(d, 1=8.0 Hz, 1H), 7.56 (d, J=8.2 Hz, 1¥Y), 8.01 (dd,J=8.7, 5.4 Hz, 1H), 8.93 (4,
J=5.4 Hz, 1H), 9.08 (d, J=8.7 Hz, 1H).
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'H NMR (250 MHz, D,0) 3.49 (m, 1H), 3.65
(m, 1H), 3.95 (m,1H), 7.34 (m, 1H), 7.57 (m, 1H), 8.0 (m, 1H), 8.91 (m, 1H), 9.14
(m, 1H). BB | ITOWTHER CpHpN,0; m/z [M +H] = 23324 ,
SEHIfE M +HH] = 233.26.
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"H NMR (250 MHz,

D,0)3.40 (s, 1H), 3.55 (s, 1H), 3.91 (s, 1H), 7.15 (s, 1H), 7.45 (s, 1H), 7.91 (s, 1H),

8.30 (S, ].H), 9.02 (S, IH). E%ﬁ}ﬁ C EC’DIJ‘—C%E{E C12H12N203 m/z [M
+H]"=233.24, 28 [M +H]" =233.26.
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H NMR (250

MHz, CDCly), 221 (m, 1H), 3.28 (d, }=2.44Hz, 2H), 3.82 (s, 2H), 7.08 (m, 1H),
7.33 (d, J=10.59, 1H), 7.46 (dd, }=8.55 4.18Hz, 1H), 8.67 (dd, J=8.56, 1.55Hz,
1H), 8.78 {dd, J=4.18. 1.51Hz, 1H). EESW @ 1conTEEME CisHid0;
m/z [M +HT =271.28, found [M +H]" =271.30,
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(38) JP 4757024 B2 2011.8.24

H' NMR (250 MHz, CDCly), 2.25 (m, 1H), 3.26 (d,
J=2.44Hz, 2H), 3.80 (s, 2H), 7.08 (m, 1H), 7.33 (d, J=10.59, 1H), 7.46 (dd, J=8.55,
4.18Hz, 1H), 8.64 (dd, }=8.53, 1.55Hz, 1H), 8.78 (dd, J=4.18. 1.51Hz, 1H); Mass
BRSH  COVWTHER  CsHiN,0; m/z [M +H] = 271.28, £RfE M +H] =

271.30.
OoooOooao
ooooao
Ofodoooooooboooooooooooooooooobooboooboobooan
go0ooo0oooooooooao
oooOooao
oo ooooooooooouobooobooboobooboobooobooao
Oo0o0o0oo0ooooooo0ooooooooooooboao
goooo0oooooooooooooooooooooooooooooboooooao
Oo0oo0oon
goooo0ooo0oooooooooooooooooooooooboooobooooodao
gooooooooooooooooooooooooboooooobDoobDooooao
Ofodoooooooboooooooooooooooooobooboooboobooan
oooooooooobooooboooooboooooobbooobo,000oobooboo
godoooooooooooooboooooooooooooooooooooOonOoanx
uybooouobouobobooboooobouobuobuo,obb0ob0xboboboaobooao
oy, b0b0,0000CO0OO00DOO0OO0OO0DbODOD,000D0O0OxOO0DODOO0OOO0ODOOO
uooooody,b0byp000bO0O0O00bOOO00O0O0OOO0O0O0bODOO0OOoo0oDboOnOd
oo ooooooooooouoooooooboooDoobDoobDooobDoao
Ooooooooooooooad

H' NMR (250
MHz, CDCl;) 1.42 (s, 9H), 1.89 (s, INH), 2.78 (m, 4H), 3.36 (m, 4H).
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(39) JP 4757024 B2 2011.8.24

H' NMR (250
MHz, CDCls): 1.42 (s, 9H), 2.22(s, 1H), 2.46 (s, 4H), 3,26 (s, 2H), 3.41 (s, 4H).
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H’ NMR (250 MHz, CDCls) 1.64 (s, INH), 2.26 (m, 1H), 2,53
(dd, J=4.73, 4.50 Hz, 4H), 2.93 (dd, J=4.96, 4.84Hz, 4H), 3.29 (4, J=2.44 Hz, 2H).
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H' NMR (250 MHz,CDCls), 2.23 (m, 1H), 2.54 (s, 8E), 3.28 (d, J=2.44Hz,

O

0 good good g

2H), 3.80 (s, 2H), 7.08 (m, 1H), 7.36 (4, 7=10.59, 1F), 7.46 (dd, J=8.55, 4.18Hz,

1H), 8.67 (dd, J=8.56, 1.55Hz, 1H), 8.78 (dd, J=4.18. 1.51Hz, 1H); “C NMR
(100MHz, CDCL) 46.77, 51.98, 52.87, 60.55, 73.05, 78.92, 108.60, 121.40, 124.58,
127.87, 128.87, 134.10, 138.68, 147.50, 151.78.
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(40) JP 4757024 B2 2011.8.24
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H' NMR (250 MHz, CDCL3), 1.25 (dd, J="7.1, 7.1Hz 3H), 2.42 (s, 4H), 3.43 (s,
4H), 3.81 (s, 2H), 4.14 (dd, J= 14.21, 7.12 Hz, 2H), 7.08 (d, ] = 7.72 Hz, 1H), 7.31
(m, 1H), 7.47 (dd, J=8.52, 4.20 Hz, 1H), 8.66 (dd, J=8.56, 1.58Hz, 1H), 8.79 (dd,

J=4.18.1.54 Hz, 1H).
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(41) JP 4757024 B2 2011.8.24
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H' NMR (250
Mz, CDCI3 + D,0) 2.26 (i, 1H), 3.11 (s 2H), 3.29 (dd, J=10.21, 7.45 Hz, 2H),
4.29 (d, J=11.23, 7.12 Hz, 2H), 2.55 (dd, J=4.73, 4.50 Hz, 4H), 2.93 (dd, J=4.96,
4.84 Hz, 4H). BEEIH oW CHEMR CoH17N:0, mv/z {M +H]" =212.26,
=@ [M+H] =212.22.
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H' NMR (250 MHz, CDCl; + D,0)
2.23 (m, 1H), 3.30 (s 2H), 3.29 (dd, §=10.21, 7.45 Hz, 2H), 4.29 (d, J=11.23, 7.12
Hz, 2H), 2.55 (dd, J=4.73, 4.50 Hz, 4H), 2.93 (dd, J=4.96, 4.84Hz, 4H), 3.78 (s,
2H), 7.08 (d, I = 7.72 Hz, 1H), 7.31 (m, 1H), 7.47 (dd, J=8.52, 4.20 Hz, 1H). 8.66
(dd, 7=8.56, 1.58 Hz, 1H), 8.79 (dd, J=4.18, 1.54 Hz, 1H). B&H : IcONT

AR CyoHpN,O; vz [M +H] =360.43, EHifly [M+H]" = 369.28.
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' NMR (250 MHz, D,0) 2.89 (d, J=5.6 Hz, 2H), 3.95 (dd, J=5.1, 5.0 Hz,1H), 4.18

(s, 2H), 7.25 (d, J=8.0Hz, 1H), 7.57 (d, J=8.0 Hz, 1H), 7.96 (dd, J=8.7, 5.5 Hz, 1H),

8.88 (d, J=5.4 Hz, 1H), 9.22 (d, J=8.7 Hz, 1H); IR (KBr) cm™: 3438 (broad), 3081,

1685, 1637, 1560: E&ESH : oW CHHEE CioHpN;,05 m/z [M +H]' 20
=279.33, EHE [M+H]" =275.13.
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'H NMR (250 MHz,
D,;0) 2.85 (d, 7=5.5 Hz, 2H), 3.83 (t, 1=5.4,1H), 4.05 (s, 2H), 7.06 (d, J=8.0 Hz,
1H), 7.42 (d, J=8.0 Hz, 1H), 7.86 (dd, =8.7, 5.4 Hz, 1H), 8.77 (d, J=5.3 Hz, 1H),
9.06 (d, J=8.7 Hz, 1H). IR (KBr) cm™: 3410 (7'u—+), 3050, 2926, 1701, 1685, 1550.
BRI : COVTHER  CpHpN,Oy m/z M +HJT =279.33, =8 [M
+H]" =279.26 ; {alp*’ = -15.3° (¢ = 1.0, H,0).
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'H NMR (250 MHz, CHCl;+D,0) 2.34 (m,
1H), 2.89 (d, J=5.6 Hz, 2H), 3.37 (s, 2H), 3.91 (dg, J=5.1, 5.0 Hz, 1H), 4.13 (s, 2H),
7.25 (d, }=8.0Hz, 111), 7.57 (d, J=8.0 Hz, 1), 7.96 (dd, J=8.7, 5.5 Hz, 1H), 8.88 (d,
J=5.4 Hz, 1H), 9.22 (d, J=8.7 Hz, 1H); IR (KBr) cm™: 3428 Fm—17), 3091, 1695,
1637, 1568.
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'H NMR (250 MHz, CHCI3+D,0) 2.39
(m, 1H), 2.85 (d, J=5.6 Hz, 2H), 3.27 (s, 2H), 3.91 (dd, I=5.1, 5.0 Hz,1H), 4.13 (s,
2H), 7.25 (d, ¥=8.0Hz, 1H), 7.57 (d, J=8.0 Hz, 1H), 7.96 (dd, J=8.7, 5.5 Hz, 1H),
8.88 (d, J=5.4 Hz, 1H), 9.22 (d, ]=8.7 Hz, 1H); IR (KBr) cm™: 3422 (7'a—1", 3090,
1691, 1639, 1565.
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"H NMR (250

MHz, CD;OD) 2.71 (dd, 7=14.1, 9.1 Hz, 1H), 2.95 (dd, J=14.2, 4.5 Hz, 1H), 4.07 (¢
. J=7.1 Hz,1H), 423 (m , 5H), 7.19 (m, 5H), 7.54 (m, 3H), 7.68 (m, 3H), 8.78 (d,
J=4.9 Hz, 1H), 9.13 (d, J=8.6 Hz, 1H); IR (KBr) cm™: 3398, 3063, 2950, 1702,
1598, 1555; HESH I VTEHER  CuthiNo0sS m/z [M +H] =501.57,
LRI M +H]" =501.51; [o]p® =-18.3 ° (c = 1.0, 9:1 MeOH/1.0 A¥## HCI).
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q

NMR (250 MHz, CD;0D) 2.71 (dd, }=14.2, 9.1 Hz, 1H), 2.96 (dd, J=14.2, 4.4 Hz,
1H), 4.08 (t , J=7.0 Hz,1H), 4.21 (m , 5H), 7.19 (m, 5H), 7.55 (m, 3H), 7.72 (m,
3H), 8.79 (d, 1=4.9 Hz, 1H), 9.14 (d, }=8.2 Hz, 1H); IR (KBr) cm™: 3397, 3065,
2952, 1701, 1598, 1554; BEM ko0 THER  CulhdN,058 w/z [M
+HJ' =501.57, E8ME (M +H]T = 501.51; [olp® = +17.1 ° (¢ = 1.0, 9:1 MeOH/1.0
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H' NMR (250 MHz,
CDCI3+D20), 2.23 (m, 1H), 3.28 (d, }=2.44Hz, 2H), 2.54 (s, 8H), 3.42 (dd, J=3 44,
1.5Hz 2H), 3.70 (dd, =344, 1.5Hz 2H), 7.18 (m, 1H), 7.78 (4, J=7.59, 1H), 2.60 (s
3H) HEESH : oW CEHER CysH; N3O, m/z [M +H]" =276.35, £HlE M

+H]" =276.30.
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H! NMR

(250 MHz, CDCI3+D20), 2.23 (m, 1H), 3.28 (d, J=2.44Hz, 2H), 2.33 (s 3H), 3.41
(dd, J=3 44, 1.5Hz 2H), 3.78 (dd, J=3.44, 1.5 Hz 2H), 7.08 (m, 1FD), 7.78 (d, 1=7.59,

1H), 2.60 (s, 3H). EESH : lcoVTEHER CypHiN>0, m/z [M +H]
=221.27, EHE [M+H]" =221.30.
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H' NMR
(250 MHz, CDCI3 + D,0) 2.27 (m, 1H), 3.11 (s 2H), 3.29 (dd, =10.21, 7.45 Hz,
2H), 4.29 (d, J=11.23, 7.12 Hz, 2H), 2.55 (dd, J=4.73, 4.50 Hz, 4H), 2.93 (dd,
1=4.96, 4.84Hz, 4H). 3.45 (dd, 7=3.44, 1.5Hz 2H), 3.81 (dd, }=3.44, 1.5Hz 2H),
7.18 (m, 1H), 7.78 (d, J=7.59, 1H), 2.56 (s 3H). EL&HT : iCoWCRHEME
Ci7HpaN403 m/z [M +H] =349.40, EH1{E [M+H]" = 349.51.
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H' NMR (250 MHz,
CDCI3+D20), 3.90 (m, 1H), 2.92 (d, 5.0 Hz, 2H), 3.07 (m, 2H), 3.78 (m, 2H), 7.10
(d, 1=7.0Hz, 1H), 7.90 (4, J=8.1 Hz, 1H), 2.50 (s, 3H). HEREH : ico1T
FHEE CH N0, S mvz [M+H] =273.32, E#iE [M-+H] =273.22.
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*H NMR (250 MHz, CHCl;+D,0) 2.39 (m, 1H), 3.35 (d, J=5.6 Hz, 2H), 4.01(m,
1H), 2.92 (d, 5.0 Hz, 2H), 3.07 (m, 2H), 3.78 (m, 2H), 7.20 (d, J=7.0Hz, 1H), 8.01
(d, J=8.1 Hz, 1H), 2.60 (s, 3H).  EELH : I oW CEHHERE CrHisN04 S
m/z [M+H] ' =311.37, £HME [M +H]" =311.40.
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H' NMR (250 MHz, CDCI3-+-D20), 3.89
(m, 1H), 2.91 (d, 5.0 Hz, 2H), 3.07 (m, 2H), 3.78 (m, 2H), 7.10 (d, I=7.0Hz, 1H),
7.90 (4, 1=8.1 Hz, 1H), 2.50 (s, 3H). BESW oW TEHER C14H;gN, 0,
S m/z [M+H]' = 273.32, HUE [M +H]* =273.40
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"H NMR (250 MHz, CHCl3+D,0): 2.30 (m,

20
1H), 3.40 (d, J=5.6 Hz, 28, 4.01(m, 1H), 2.98 (d, 5.0 Hz, 2H), 3.07 (m, 2H), 3.78
(m, 2H), 7.20 (d, J=7.0Hz, 1H), 7.89 (d, 7=8.1 Hz, 1H), 2.58 (s, 3H). Mass
RS  IconCErEE  CuHigNoOy S miz M +H] = 31137, £HiE [M+H] =
311.30.
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'H NMR (250 MHz, CHCl3+D,;0) 2.33 (m, 1H), 3.33 (d, J=5.6 Hz, 2H), 3.13
(s2H). BEMHT e oV TEER CHN0,S m/z [M+H]' = 129.13, EHifE
(M +H]" = 129.20.
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"H NMR
(250 MHz, CHCl;) 2.23 (m, 1H), 331 (d, J=5.6 Hz, 2H), 3.13 (s 2H). 4.85 (s 2H),
138 (s, 9H). EEH : KoV THER CHpCINO; m/z M +H] =
261.72, £BfE [M+H] =261.61.
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'H NMR (250 MHz, CHCL+D,0) 2.30 (m, 1H), 3.31 (d, J=5.6 Hz,

2H), 3.13 (s 2H), 2.83 (s, 3H), 2.44 (s, 8H), 3.87 (s, 2H) HESHT : oo T
5 + o
BHEME CpoHaeN,05 vz [M +HT =269.31, £HIE [M +H]" =269.40.
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'H NMR (250
MHz, CHCl;+D;0): 2.25 (m, 1H), 3.31 (d, J=5.6 Hz, 2H), 3.13 (s 2H), 4.01 (dd,
J=5.6, 1.5 Hz, 2H), 3.56 (dd, J=6.6, 1.5 Hz, 2H), 2.44 (s, 8H), 3.87 (s, 2H).
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H' NMR (250 MHz CDCl; +D,0): 1.28 (dd, J=
7.1, 7.1Hz 3H), 3.81 (s, 2H), 2.4 (s, 4H), 3.43 (s, 4H), 4.01 (dd, J= 14.21, 7.12 Hz,
2H), 2.33 (m, 1H), 3.33 (d, J=5.6 Hz, 2H), 3.13 (s, 2H).
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J=8.0 Hz, 1H), 7.96 (dd, ]=8.7, 5.5 Hz, 1H), 8.88 (d, ]=5.4 Hz, 1H), 9.22 (d, J=8.7
Hz, 1H); Mass spectrometry: calculated for CypHyN,Os m/z [M +H]" =369.47,
found [M +H]" = 369.54.
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FHRAE CoallysNoOs mvz [MAH]"=292.14, sgify [M+H]" =292.04.
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