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'H NMR data (500 MHz, CD30D) 6 7.70
(d, ] =33 Hz, 1H), 7.46 (d, ] = 33 Hz,
1H), 7.29 (t, ] = 7.5 Hz, 2H), 7.22-7.17
(m, 3H), 6.16 (td, ] = 7.4, 1.3 Hz, 1H),
6.11 (s, 1H), 5.48 (dd, J = 8.1, 2.8 Hz,
1H), 4.5 (d, ] = 7.8 Hz, 1H), 4.04-3.97
(m, 1H), 3.90-3.84 (m, 1H), 3.43 (s, 2H),
3.03 (d, ] = 7.4 Hz, 2H), 2.39-2.30 (m,
1H), 2.22-2.10 (m, 4H), 1.78 (s, 3H), 1.01
(d, J = 6.8 Hz, 3H), 0.97 (d, J = 6.7 Hz,
3H). 13C NMR data (125 MHz, CD:OD) 6
174.3, 173.4, 172.0, 143.1, 141.2, 139.4,
133.5, 133.3, 130.0, 129.6, 127.8, 120.2,
116.2, 60.2, 58.0, 48.9, 42.0, 33.2, 32.0,
30.2, 25.4, 19.9, 18.8, 13.1. HRMS (ESI-
Mass) m/z 508.1798 ([M+Na]", calculated
for C26H32C1N3Na023+, 508. 1796)‘
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(mp: 68 °C); IR (KBr) ovmax 3405,
2921,2372, 2307, 1629, 1378 cm™; 'H
NMR data (500 MHz, CDClz): ¢ 11.49
(s,1H), 7.17 (dd, J%42.0, 15.2 Hz, 1H), 6.48
(d, J¥42.8 Hz, 1H), 6.40 (d,J%42.8 Hz, 1H),
6.00 (ddd, J%45.2, 8.0, 15.2 Hz, 1H), 5.73
(ddd, J'42.8,10.4, 15.2 Hz, 1H), 5.53 (dd,
J8.8, 152 Hz, 1H), 5.42e5.48 (m,
1H),4.57 (t, J¥a8.4 Hz, 1H), 4.21 (ddd,
12.0, 4.8, 12.0 Hz, 1H), 3.90 (dd,J"42.4,
8.0 Hz, 1H), 3.82 (s, 3H), 2.73¢2.80 (m,
1H), 2.18e2.55 (m,4H), 1.45 (d, J'46.4 Hz,
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IR (CHCI3) max 2929 (s), 2859 (m), 1751
(s), 1491 (m), 1446 (m), 1440 (m), 1076
(w), 890 (w) cm™; '"H NMR data (500
MHz, CD:0D) ¢ 3.42-3.26 (m, 1H), 2.97
(t,J=9.8 Hz, 1H), 2.34 (dd, J = 13.9, 6.0
Hz, 1H), 2.18-1.98 (m, 2H), 1.96-1.73 (m,
4H), 1.65 (dd, J = 13.9, 11.7 Hz, 1H),
1.55-1.40 (m, 1H), 1.04-1.01 (m, 6H), 0.9
(t, J = 7.5 Hz, 3H). ®C NMR data (125
MHz, CD:0D) ¢ 178.2, 175.1, 97.3, 89.1,
54.1, 53.0, 47.2, 45.0, 32.6, 28.8, 28.1,
12.6, 9.1, 7.4. HRMS (ESI-Mass) m/z
253.1434  ([H-M]’, calculated for
Ci14H2104, 253.1434).
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7.7 Hz, 1H), 2.75 (1, J7.3 Hz, 1H), 2.20
(tt, J6.0, 7.7 Hz, 1H);3C NMR data (125
MHz, CD;OD): & 165.5, 152.4, 152.0,
140.4, 138.0, 134.7, 134.5, 118.7, 118.3,
71.7, 41.6, 39.0, 35.3, 29.1, 28.9; HRMS

(ESI-Mass) m/z  806.9037 ([M]",
calculated for  CasHz1”"Br®'BraN4Os,
806.9037).
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3H), 1.44 (s, 3H), 1.38 (s, 3H); 13C NMR
data (125 MHz, CDCL): & 170.8, 164.8,
164.0, 142.1, 134.1, 132.7, 129.5,126.4,
108.5,107.2,104.4,100.1, 81.4, 75.3, 70.6,
68.8, 55.4, 379, 36.0,27.0, 27.0, 19.2;
HRMS (ESI-Mass) m/z 427.1728
([M+Na]" , calculated for (C22H2s07Na),
427.1727).
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e Y Y VS o \ Ve S g 0 60
-0.f]-H- 5 ,0.015%2-172,17,16,7,6,3a

IR SRR JCN U o 1 [0 g | P

s mle

IR 0max 3395 (N-H), 1671 (C=0) cm™'; 'H
NMR data (500 MHz, CDs;OD): d 7.51 (s,

2H), 7.45 (s,1H), 4.10 (t, J6.0 Hz, 1H),
3.83 (s, 1H), 3.42 (t, J7.3 Hz, 1H), 3.29 (1,
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Jyame & by 'H NMR Gl sloosls o 50 Bl slalend § nnls Jyame 4 by o TH NMR il slaosls o1 0y les
(1) CD30D > 0 &l plgdsl 5 2k (addlas ! ,0) CD;0D
331d(J=10.2) 3.42-3.31 ovl w/ CD30D H-3
1.64dd (J=11.7,13.9) 1.65dd (J=11.7, 13.9) H-5
2.34dd (J=5.8,13.9) 2.34dd (J=6.0, 13.9)
211 m 2.18-1.98 m H-6
297t(J=9.7) 2.97t(J=9.8) H-7
1.88 m 1.96-1.73 m H-9
2.07m 2.18-1.98 m
1.03 ovl 1.04-1.01 m H-10
1.49m 1.55-1.40 m H-11
1.02 ovl 1.04-1.01 m H-12
1.49m 1.55-1.40 m H-13
1.81m 1.96-1.73 m
0.98 t (J=7.4) 0.99 t (J=17.5) H-14

d: doublet signals, dd: doublet of doublet signals, m: multiplet signals, t: triplet signals, ovl: overlapped signals

CD30D Plo 3 Sl flelowl § ol Jpame 4 byyyo PCNMR b (slaosls anglin =Y Jsoor

Jyame & byyye PC NMR Gl sloosls Gl slsiloul § ol Jpame 4 bgye C NMR Gl slaosls o1 0 les
() CD30D Pl o Sl Jlgell S nlo (aslllas ol ,3) CD30OD P> o
174.9 175.1 C-1
88.9 89.1 C-2
53.8 54.1 C-3
96.9 97.3 C-4
44.8 45.0 C-5
47.0 47.2 C-6
52.6 53.0 C-7
177.9 178.2 C-8
28.8 28.8 C-9
7.2 7.4 C-10
L s O:-AVYAA ([M+Na]?) laie 4 5 Mass) l eoS 5 onl Josse tisle (slanslio Slalllae
5 ws,S agb CoeH3CIN3O2S™ JoSlge 3o, IRCELOPPNRWA
H Gl i o b 5 F sl ()b
b Jpams @ by PC NMR 5, NMR (Y) (Smenothiazole A) T Jg;luciou
i oo olad [, CD30D Bl jo T Jgsltians g ob e S0 mle S g0 T g5l

HRMS (ESI- U""B) )| oolazw! la u—| ‘_5]55.[5-4) O)9
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CD30D P> 1o T epal 595 ks Jgame 4 bgy e 'THNMR il slaosls aslia - Jsax

Jyame 4 bgye 'TH NMR Gl slaosls  Plo 0 T 0l 555 ool Joame 4 bgype 'H NMR Gl slaosls ol o Lo
(V) CD30D Pl o1 ol 55 and (anlllas ol ,0) CD30D

3.28,4(7.7) 3.29,t(7.7) 1
2.19, tt (5.7, 7.7) 2.20, tt (6.0, 7.7) 2
4.08,t(5.7) 4.10, t (6.0) 3

4

5,5
7.49, s 7.51,s 6,6

7
3.82,s 3.83,s 8

9
3.41,t(7.1) 3.42,1(7.3) 10
2.74,t(7.1) 2.75,t(7.3) 11
7.43,s 7.45,s 12

13

14,14°

15,15’

16
4.10, t (5.4) 4.12,t(5.7) 17
2.60, tt (5.4, 6.9) 2.62,1t(5.7,7.1) 18
4.99, t(6.9) 5.00, t (7.1) 19
9.13,d (5.8) 9.15,d (5.8) 17,57
8.14,,dd (5.8, 7.7) 8.14,,dd (5.8, 7.8) 27,47
8.60, t (7.7) 8.62, t (7.8) 3”

CD30D Pl 10 T 0555 sl Jgame & bgy e PCNMR ol slaosls avolio -F Jgu

Jpame 4 bgyye BC NMR Gl loosls Do 0 T ool )55 b Jpame 4 byyye PC NMR il slaosls ol o)l
() CD30D Pl jo T ol 55 ank (andllas ol ,0) CD30D
18.9, CH2 39.0, CH2 1
9.0, CH2 28.9, CH2 2
'1.6, CH2 71.7, CH2 3
52.2,C 152.4,C 4
17.8,C 118.7,C 5,5
34.4,CH 134.5,CH 6,6
37.9,C 138.0,C 7
0.7, CH2 29.1, CH2 8
51.9,C 152.0,C 9
65.5,C 165.5,C 10
.5, CH2 41.6, CH2 11
15.2, CH2 35.3,CH2 12
40.3,C 1404, C 13
34.6, CH 134.7, CH 14,14
18.7,C 118.3,C 15,15’
52.4,C 152.5,C 16
'0.8, CH2 71.0, CH2 17
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1.5, CH2 32.7,CH2
).9, CH2 61.0, CH2
t6.4, CH 146.5, CH
9.5, CH 129.6, CH
t7.1, CH 147.2, CH

18
19
17,57
22,47
3,’

il wiges 5l Tokaradine A ol 4 woluST 55,0
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Wo,S b 1y Lo o ol plol o aS (gl 8l 5l
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