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Quinocitrinine A Quinocitrinine B

Figure S1. Arbitrary atom numbering of quinocitrinines 7 for NMR assignments.
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Figure S2. H-NMR of 7 in pyridine
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Figure S3. H-NMR of 7 in pyridine (enlarged)
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Figure S4. H-NMR of 7 in pyridine (enlarged)
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Figure S5. H-NMR of 7 in pyridine (enlarged)
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Figure S7. COSY spectrum of 7 in pyridine
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Figure S8.

COSY spectrum of 7 in pyridine (enlarged)
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Figure S9. COSY spectrum of 7 in pyridine (enlarged)
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Figure S11. HMQC spectrum of 7 in pyridine (enlarged)
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Figure S13. HMBC spectrum of 7 in pyridine
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Figure S14. HMBC spectrum of 7 in pyridine (enlarged)
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Figure S15. HMBC spectrum of 7 in pyridine (enlarged)
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Figure S16. H-NMR of 7 in DMSO

©ARKAT USA, Inc.

Page S15

Figure S17. H-NMR of 7 in DMSO (enlarged)
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Figure S18. H-NMR of 7 in DMSO (enlarged)
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Figure S19. H-NMR of 7 in DMSO (enlarged)
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Figure S20. C-NMR of 7 in DMSO
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Figure S23. COSY spectrum of 7 in DMSO (enlarged)
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Figure S25. HMQC spectrum of 7 in DMSO (enlarged)
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Figure S27. HMQC spectrum of 7 in DMSO (enlarged)
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Figure S28. HMBC spectrum of 7 in DMSO
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Figure S29. HMBC spectrum of 7 in DMSO (enlarged)
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Figure S31. HMBC spectrum of 7 in DMSO (enlarged)
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Figure S34. HPLC of compound 7
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Figure S35. IR spectrum of compound 7
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Figure S36. Arbitrary atom numbering of compound 6b for NMR assignments.
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Figure S38. C-NMR of compound 6b in DMSO
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Figure S40. HMQC of compound 6b in DMSO
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Figure S42. QTOF-MS of compound 6b
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Figure S44. QTOF-MS of compound 6b
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Figure S46. HPLC of compound 6b
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Figure S47. H-NMR of compound 6a in DMSO
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Figure S48. C-NMR of compound 6a in DMSO
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Figure S50. QTOF-MS of compound 6a
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Figure S52. HPLC of compound 6a
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Figure S54. C-NMR of compound 6¢ in DMSO
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Figure S56. HMQC of compound 6¢ in DMSO
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Figure S58. QTOF-MS of compound 6¢
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Figure S60. MALDI-TOF MS of compound 6¢
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Figure S62. H-NMR of compound 6d in DMSO
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Figure S64. QTOF-MS of compound 6d
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Figure S66. H-NMR of compound 6e in DMSO
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Figure S68. DEPT of compound 6e in DMSO
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Figure S70. QTOF-MS of compound 6e
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Figure S73. MALDI-TOF MS of compound 6e
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Figure S75. H-NMR of compound 6f in DMSO
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Figure S77. QTOF-MS of compound 6f
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Figure S79. QTOF-MS of compound 6f
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Figure S81.

MALDI-TOF MS of compound 6f
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Figure S83. H-NMR of compound 6g in DMSO
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Figure S84. C-NMR of compound 6g in DMSO
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Figure S85. QTOF-MS of compound 6g
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Figure S86. QTOF-MS of compound 6g
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Figure S87. MALDI-TOF MS of compound 6f
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Figure S88. HPLC of compound 6g

4-methoxy-2-nitrobenzaldehyde

0
|
H
o)

2

NO

IHNMR: (300 MHz, DMSO-ds), 3 Heppm ): 3.94 (5,3H), 7.42 (dd,1H,J=8.7Hz, J=2.4Hz),

7.62(d,1H, J=2.4Hz),7.96 (s,3H, J=8.7Hz), 10.04 (s,1H).
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BBCNMR: (75 MHz, DMSO-ds), & ¢ (pm:56.72, 109.8, 118.58, 122.05, 132.61, 151, 163.54,

188.22. (yield 11%)MS: MW=181 g/mol, MH" =182. HPLC: tr =2.974 min.
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Figure S89. H-NMR of 4-methoxy-2-nitrobenzaldehyde in DMSO.
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Figure S90. C-NMR of 4-methoxy-2-nitrobenzaldehyde in DMSO
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Figure S91. DEPT of 4-methoxy-2-nitrobenzaldehyde in DMSO
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Figure S92. HPLC of 4-methoxy-2-nitrobenzaldehyde

2-amino-4-methoxybenzaldehyde
0]

H
~0 NH,

IHNMR: (300 MHz, DMSO-ds), & Hgpm ): 3.75 (s,3H), 6.23 (m,2H), 7.19 (bs, NH), 7.42
(d,1H, J=9.3Hz), 9.63 (s,1H).
BBCNMR: (75 MHz, DMSO-ds), & ¢ m ): 55.17, 97.66, 104.30, 112.92, 137.61, 153.02,

164.71, 191.62. (yield 83%). MS: MW=151.16 g/mol, MH"=152. HPLC: tr=2.51 min.
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Figure S93. H-NMR of 4-methoxy-2-nitrobenzaldehyde in DMSO
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Figure S94. C-NMR of 4-methoxy-2-nitrobenzaldehyde in DMSO
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Figure S95. DEPT of 4-methoxy-2-aminobenzaldehyde in DMSO

IC 1130 26-0Oct-2009
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T T o 7 7 R AT " S
vic 1130 26-Oct-2009
[VICA49A 56 (1.038) Cn (Cen,4, 80.00, Ar); Sm (Mn, 2x1.00); Sb (1 ,40.00) .

No__Mass Inten %BPI_%TIC No Mass Inten  %BPI_%TIC No Mass___ Inten %BPI %TIC No Mass Inten %l

1: 124 1.20e2 0.80 0.77
2: 150 3.07e1 0.20 0.20
3: 152 1.50e4 100.00 86.20
4: 1563 4.19e2 279 269

Figure S96. QTOF-MS of 4-methoxy-2-aminobenzaldehyde
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Figure S97. H-NMR of compound 5h in DMSO
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Figure S98. C-NMR of compound 5h in DMSO
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Figure S99. DEPT of compound 5h in DMSO
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Vic1i31 24-Dec-2009
VICA57 288 (5.339) Cn (Cen,4, 80.00, Ar); Sm (Mn, 2x1.00); Sb (1,40.00 ); Cm (274:288)
371

5h

]
100 150 200 250 300 ‘350 400 450 500 550 600 650 750 800 8
VIC1131 24-Dec-2009
VICAS7 224 (4.153) Cn (Cen,4, 80.00, Ar); Sm (Mn, 2x1.00); Sb (1,40.00 ); Cm (217:236-83:198x3.000)
No Mass Inten  %BPI_%TIC No  Mass Inten  %BPl %TIC No Mass inten__ %BPI _%TIC No Mass Inten
1 27 4.31e3 30.85 17.31
2 315 3.23e3 23.14 12.98
3 316 25582 1.83
4 371 1.40e4 100.00 56.10
5 372 7.08e2 5.05 2.83
Figure S100. QTOF-MS of compound 5h
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Figure S101. HPLC of compound 5h
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Figure 8102 H NMR of compound 6h in DMSO
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Figure S103. C-NMR of compound 6h in DMSO
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Figure S104. DEPT of compound 6h in DMSO
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No Mass Inten_ %BPI_%TIC No Mass Inten %BPI %TIC MNo Mass inten__%BPI_%TIC No Mass Inten
1:

271 4.31e3 3085 17.31
2: 315 3.23e3 2314 1298
a: 318 2. 55e2 1.83 1.02
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Figure S105. QTOF-MS of compound 6h

Viciiia-a 28-3u1-2009
VICA43 245 (4.540) Cn (Cen .4, 80.00, Ar); Sm (Mn, 2x1.00); Sb (1,40.00 ); Cm (235:275-80:103x5.000) TOF MS ES+
285 1

6h

VIC 1114-A 28-Jul-2009
VICA43 184 (3.409) Cn (Cen 4, 80.00, Ar); Sm (Mn, 2x1.00); Sb (1,40.00 ); Cm (184:251-58:126)

No Mass Inten  %BPI_%TIC No Mass Inten %BPI_%TIC No Mass Inten %BPI %TIC No Mass Inten %BP1 %TI
— 1: 141 3.19e3 11.00 451

2: 158 1.12e4 38.80 15.93

3; 169 6.61e2 2.28 0.94

4: 160 4.52e2 1.56 0.64
5. 196 7.24e2 250 1.02
6
7
8
9:

214 1.33e4 4590 18.84
215 1.2d4e3 426 1.75
216 5.77e2 1.99 0.82
238 5.20e2 1.79 0.74
10: 285 2.90ed 100.00 41.04
11: 286 3.39e3 11.71 4.80
12: 287 4.04e2 1.39 057

Figure S106. QTOF-MS of compound 6h
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Figure S107. HPLC of compound 6h

5a

IHNMR: (300 MHz, DMSO-ds), SH@em) 4.56 (s,2H), 7.68 (t,1H,J=6.9Hz), 7.89
(t,1H,J=6.9Hz), 8.10 (d,1H,J=8.7Hz), 8.21 (d,1H,J=8.7Hz), 8.76 (s,1H), 8.94(bs,N-H) .
BCNMR: (75 MHz, DMSO-ds, Scppm): 46.68, 124.08, 126.62, 127.02, 128.50, 129.87,
131.37, 132.24, 149.12, 163.14, 167.81.(yield 89%) MS: MW=184 g/mol, MH* =185.

HPLC: tr= 3.26min.
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Figure S108. H-NMR of compound 5a in DMSO
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Figure S109. C-NMR of compound 5a in DMSO
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Figure S110. HPLC of compound 5a
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VIC 1023A 26-Oct-2008
‘VICTORIM 30 (2.558) Cn (Cen,4, 80.00, Ar); Sm (Mn, 2x1.00); Sb (1,40.00 ); Cm (30:22) 185 TOF M?
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|
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Figure S111. QTOF-MS of compound 5a
5a
VIC 1023A 26-Oct-2008
[VICTORIA4 30 (2.558) Cn (Cen 4, 80.00, Ar); Sm (Mn, 2x1.00); Sb (1,40.00 ); Cm (30:32) TOF M
| MNo Mass _Inten %BPI %TIC No Mass __ Inten %BP| %TIC No Mass  Inten %BPI_%TIC No_Mass  Inten %BPI %TIC No Mass
1: 111 1.00e0 0.00 000 490 1 8.61e3 465 411
2: 112 1.00ed0 0.00 000 50: 187 1.2582 0.07 0.05
3 126 1.00e0 0.00 Q.00 51: 188 1.00e0 0.00 0.00
4: 132 8.00e0 0.00 Q.00 52: 190 7.00e0 000 0.00
5: 132 1.00e0 0.00 0.00 63: 194 3.30e1 002 0.02
8: 133 1.00eD 0.00 0.00 54: 195 1.00e0 0.00 000
7: 138 1.00e0 0.C0 0.00 55: 196 2.00e0 0.00 0.00
8. 140 1000 0.00 Q.00 56: 199 1.00e0 0.00 0.00
& 141 7.00e0 0.00 0.00 57: 199 1.00e0 0.00 0.00
10: 141 3.00e0 0.00 0.00 68. 201 1.10e1 001 0.01
11: 145 2.00e0 0.0 0.00 69: 203 1.00e0 000 000
12: 145 3.00e0 0.00 0.00 B80: 204 2.20e1 001 001
13 147 1.00e0 0.00 0.00 61: 207 7.14e3 386 3.41
14: 148 100e0 0.0C0 000 62: 208 1.63e2 009 0.08
15: 153 1.00e0 0.00 0.00 63: 209 7.00e0 0.00 000
16: 166 1.00e0 000 0.00 64: 212 7.00e0 0.00 0.00
17: 158 5.10e1 0.03 0.02 85: 213 1.00e0 0.00 0.00
18: 158 3.00e1 0.02 001 66: 214 8.8%e-1 0.00 0.00
19: 180 1.00e0 0.00 0.00 67: 214 206e2 011 010
20: 181 100e0 0.00 000 6a: 214 6.43e1 003 0.03
21: 167 1000 0.00 000 - 69 215 3.00e0 0.00 0.00
22: 172 400e0 000 0.00 70: 216 1.68e2 0.09 0.08
23 173 1.00e0 0.00 0.00 71: 216 200e0 000 0.00
24: 173 2.00e0 0.00 000 72: 217 3.00e0 ©.00 0.00
25. 174 1.00e0 0.00 000 73 217 2.00e0 0.00 0.00
28: 178 2.00e0 000 0.00 74 217 1.00e0 000 0.00
27: 183 200e0 0.00 0.00 75: 219 1.00e0 000 0.00
28: 184 1.22¢0 0.00 0.00 76: 221 1.00e0 0.00 0.00
28 184 7.22e0 0.00 0.00 F7. 222 1.00e0 Q00 0.00
30: 184 4.00e0 0.00 000 78: 223 7.00e0 000 0.00
31 184 7.11e0 0.00 0.00 79: 224 1.00a0 000 0.00
32: 184 2.00e0 0.00 0.00 80: 225 5.00e0 000 0.00
33: 184 62280 0.00 0.00 81: 225 2.00e0 000 0.00
34: 184 5.67¢0 0.00 000 82: 225 8.8%-1 000 0.00
35: 184 3.78¢0 0.00 0.00 B83: 226 5.43el 0.03 003
36: 184 2890 000 0.00 84: 226 1.01e1 0.01 0.00
37. 184 1.89%e1 0.01 0.01 85: 226 8.89e-1 0.00 000
38: 184 3.78¢0 0.00 0.00 86: 226 2.00e0 000 0.00
39: 186 1.17el 0.01 001 87: 227 1.30e1 Q.01 0.01
40: 185 2331 001 0.01 88: 228 247e1 001 007
41: 185 2.04el 0.01 0.01 89: 228 2.62e1 0.01 0.01
42: 185 1.20e1 0.01 0.0 90: 229 500e0 000 0.00 \R KAT USA1 I nc
43; 186 5.64el 0.03 0.03 g1: 228 1.00e0 000 0.00
44: 185 3.53e1 0.02 002
45: 185 1.8585 100.00 88.47
46: 185 1.00e0 0.00 0.00
47 186 1.00e0 0.00 000
48: 186 100e0 000 0.00
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Figure S112. QTOF-MS of compound 5a

5b(major SS)

IHNMR: (300 MHz, DMSO-ds, S(pm): 0.49 (d,3H,J=6.6Hz), 0.98 (t,3H, J=7.5Hz), 1.33
(m,1H), 1.60 (m,1H), , 2.24 (m,1H), 4.76 (d,1H,J=2.1Hz), 7.67 (m,1H), 7.87 (m,1H), 8.11
(d,1H,J=8.1Hz), 8.19 (d,1H,J=8.1Hz), 8.71 (s,1H), 9.01 (bs,L1H). 3CNMR: (75 MHz,
DMSO-ds, Scepm): 11.98, 12.64, 15.42, 26.35, 37.32, 60.82, 83.73, 124.45, 126.63, 128.69,
129.79, 131.28, 131.91, 149.19, 165.49, 167.80. (yield 50.8%) MS: MW=240 g/mol, MH*

=241. HPLC: tr = 3.88min.

5b(minor RS)

/o
AN

H N—H
N

H

IHNMR: (300 MHz, DMSO-ds, SHgpm): 0.77 (t,3H, J=7.5Hz), 0.93 (d,3H,J=7.2Hz), 0.92

(m,1H), 1.17 (m,1H), 2.16 (m,1H), 4.69 (d,1H,J=2.7Hz), 7.67 (m,1H), 7.87 (m,1H), 8.11

Page S64 ©ARKAT USA, Inc.



General Papers ARKIVOC 2011 (ii) S1-S81

(d,1H,J=8.1Hz), 8.19 (d,1H,J=8.1Hz), 8.70 (s,L1H), 9.04 (bs,1H). B3CNMR: (75 MHz,
DMSO-ds, Scem): 11.79, 12.64, 15.42, 23.37, 37.55, 62.01, 83.73, 124.62, 127.09, 128.79,

129.79, 131.28, 131.84, 149.06, 165.09, 167.49. (yield 43.2%) MS: MW=240 g/mol, MH"

=241. HPLC: tr=3.88 min.
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Figure S113. H-NMR of compound 5b in DMSO
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Figure S114

. C-NMR of compound 5b in DMSO
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VICA31 203 (3.763) Cn (Cen,4, 80.00, Ar); Sm (Mn, 2x1.00); Sb (1,40.00 ); Cm (201:225) TO
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-
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2a2
243
bl 3R
250 250 500 350 400 450 500 550 600 650 760 750 800 850 560 550
VIC 1098 21-Jun-2009
VICA31 185 (3.429) Cn (Cen,4, 80.00, Ar); Sm (Mn, 2x1.00); Sb (1,40.00); Cm (173:186-43:56)
No Mass Inten  %BPl %TIC _No Mass __Inten %EBPI_%TIC No Mass  inten %BPI %TIC No Mass _ Inten_ %BPI
1 158 6.680e2 1.30 0.94
2: 214 8.89e2 1.75 1.27
3 225 6.23e3 12.24 8.90
4: 2268 8.02e2 1.57 1.14
5: 241 5.09e4 100.00 72.69
6 242 5.17e3 10.15 7.38
7: 243 54962 108 078 AT USA, Inc.
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Figure S116. QTOF-MS of compound 5b
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Figure S117. HPLC of compound 5b

5C

IHNMR: (300 MHz, DMSO-ds), SHgpm): 0.65 (d,3H, J=6.9Hz), 1.06 (d,3H,J=6.9Hz), 2.43

(m,1H), 4.65 (d,1H,J=3.3Hz), 7.67 (m,1H), 7.87 (m,1H), 8.11 (d,1H,J=8.4Hz), 8.19
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(d,1H,J=8.1Hz), 8.72 (s,1H), 9.04 (bs,1H). 3CNMR: (75 MHz, DMSO-ds, Sc(pm): 15.75,
19.21, 30.77, 62.48, 124.39, 126.65, 127.09, 128.76, 129.78, 131.26, 131.90, 149.12,

165.15, 167.68. (yield 63%) MS: MW=226 g/mol, MH* =227. HPLC: tr=3.67 min.
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Figure S118. H-NMR of compound 5c in DMSO
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Figure S119. C-NMR of compound 5¢ in DMSO
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Figure S120. DEPT of compound 5c in DMSO

[Vic 1088 26-May-2009
VICA20 195 (3.618) Cn (Cen,4, 80.00, An); Sm (Mn, 2x1.00); Sb (1,40.00 ); Cm (190:219) TOF MS ES+
2.6

5c

2
228
225| 249
223
. 1 o
100 110 120 130 140 150 160 170 180 190 200 210 220 30 240 250 260 270 280 290 m
VIC 1088 26-May-2009
VICAZ0 157 (2.913) Cn (Cen,4, 80.00, Ar); Sm (Mn, 2x1.00); Sb (1,40.00 ); Cm (154:180-15:53)
No Mass _Inten  %BPI %TIC No ‘Mass __ Inten %BPI_%TIC No Mass  Inten  %BPI %TIC No Mass  Inten %l
i : 223 7.74e3 2.97 1.68

1

2 225 1.87e4 7.19 4.02
3: 227 2.60e5 100.00 5588
4: 228 4.34e4 16. ..

5: 247 4.83e3 1.86 1.04
6 249 2.08e4 7.
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Figure S121. QTOF-MS of compound 5c¢
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Figure S122. HPLC of compound 5c¢

5d

IHNMR: (300 MHz, DMSO-ds), § Hgppm ): 3.25 (m,2H), 5.09 (t,1H,J=4.8Hz), 7.05

(m,5H),7.67 (m,1H), 7.92 (m,1H), 8.15 (d,1H,J=8.7Hz), 8.19 (m,1H,J=8.1Hz), 8.56 (s.1H),

9.01 (NH, bs) . 3.CNMR: (75 MHz, DMSO-ds, & ¢ ( ppm ):38.07, 57.94, 124.21, 126.26,
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126.71, 127.00, 127.72, 128.69, 129.76, 131.32, 131.88, 135.81, 149.04, 164.88, 166.96.
(yield 88.7%)MS: MW=274 g/mol, MH" =275.

HPLC: tr=3.97 min.
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Figure S123. H-NMR of compound 5d in DMSO
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Figure S124. C-NMR of compound 5d in DMSO

ARKIVOC 2011 (ii) S1-S81

— 128701

al

o
131,480
131.417
129,357
127 814
126,810
126359

N\

56.029

36.156

130 1z0n 110

140
et

a0

100 an a0 7o 6o

<40 30 Z0

Figure S125. DEPT of compound 5d in DMSO

Vic 1087
VICA21 311 (5.770) Cn (Cen.4, 80.00, Ar); Sm (Mn, 2x1.00); Sb (1,40.00 ); Cm (311:340)
275

5d

26-May-2009

o T i
160 300

1000

1100 1200 1300

VIC 1087 26-May-2009

No_Mass inten _ %BP! %TIC No Mass  Inten  %BPl_%TIC No Mass

IVICA21 185 (3.432) Cn (Cen.4, 80.00, Ar); Sm (Mn, 2x1.00); Sb (1,40.00 ); Cm (181:197-66:87)
Inten %BPI_%TIC

No Mass Inten %BPI %TIC

3.59e3 229 144
1.57e5 100.00 62.71
2.83e4 18.06 11.32
6.11e3 3.89 244

1 2n
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Figure S126. QTOF-MS of compound 5d
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Figure S127. HPLC of compound 5d

S5e

0O

/

A

N—H

N

IHNMR: (300 MHz, DMSO-ds), & Hpm): 1.49 (d,3H, J=6.6Hz), 4.78 (q,1H, J=6.6Hz), 7.67

(m,1H), 7.88 (m,1H), 8.12 (d, 1H,J=8.1Hz), 8.19 (d, 1H,J=8.1Hz), 8.73 (s, 1H), 9.02

(bs,1H).
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BCNMR: (75 MHz, DMSO-ds, & ¢ (pm ):19.25, 53.35, 123.46, 126.67, 127.15, 128.64,
129.79, 131.29, 132.33, 149.16, 166.72. (yield 54.7%)MS: MW=198 g/mol, MH* =199.

HPLC: tr=3.29 min.
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Figure S128. H-NMR of compound 5e in DMSO
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Figure S129. C-NMR of compound 5e in DMSO

[VIC 1096 21-Jun-2009
VICA32 217 (4.022) Cn (Cen,4, 80.00, Ar); Sm (Mn, 2x1.00); Sb (1,40.00 ); Cm (216:247) T
100 214
5e
199
=]
215
200
216 o
‘ e S O
165 170 175 160 185 190 155 200 205 210 215 230 235 2
VIC 1096 Z21-Jun-2009
'VICA3Z 196 (3.633) Cn (Cen,4, 80.00, Ar); Sm (Mn, 2x1.00); Sb (1,40.00 ); Cm (189:21 0-43:?9)
No_Mass. (lman %BPlI %TIC______No Mass Inten %BPl_%TIC Mo _Mass __Inten  %BPI_%TIC _ No Mass  Inten %BPL %
T 1: 1824 2.10e2 226 1.44
2. 199 9.27e3 100.00 63.63
3. 200 1.10e3 11.91 7.58
4 201 1.12e2 121 077
5. 221 3.13e2 3.37 2.15

Figure S130. QTOF-MS of compound 5e
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Figure S131. HPLC of compound 5e

5f

ARKIVOC 2011 (ii) S1-S81

IHNMR: (300 MHz, DMSO-ds), SHgpm): 0.89 (d,3H,J=6.6Hz), 1.01 (d,3H, J=6.6Hz), 1.46

(m,1H), 1.88 (m,1H), 2.20 (m,1H), 4.73 (dd,1H, J=8.7Hz,J=3.9Hz), 7.67(m,1H), 7.87 (m,

1H), 8.12 (d,1H,J=8.1Hz), 8.19 (d,1H,J=8.1Hz), 8.72 (s,1H), 9.16 (bs,1H, NH). 3CNMR:

(75 MHz, DMSO-ds, 6cppm):21.81, 23.47, 24.53, 39.55, 43.10, 55.90, 123.69, 126.65,

127.17, 128.69, 129.80, 131.29, 132.25, 149.16, 166.37, 167.19. (yield 95.8%) MS:

MW=240 g/mol, MH*=241. HPLC: tr = 3.91 min.
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Figure S132. H-NMR of compound 5f in DMSO
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Figure S133. C-NMR of compound 5f in DMSO
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Figure S134. DEPT of compound 5f in DMSO

100

5f

C 1097
VICA30 274 (5.079) Cn (Cen.4, 80.00, Ar); Sm (Mn, 2x1.00); Sb (1,40.00 ); Cm (259:291)
241

21-Jun-2009

TOF MS ES+
s6e4)
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i
N
N T e
VIC 1097 21-Jun-2009
VICA30 274 (5.079) Cn (Cen,4, 80.00, Ar); Sm (Mn, 2x1.00); Sb (1,40.00 ); Cm (233:298-32:76)
No Mass (Inten )%SP(I ;qlc . No )Mass( Inten  %BPI _%TIC No_Mass Inten %BP| %TIC No Mass Inten  %BPI_%TI|
1: 141 8.17e3 12.98 5.42
2 158 2.05e4 43.11 18.01
a: 159 1.35e3 2.84 1.19
4: 160 9.53e2 2.00 0.84
5: 214 1.12e4 2344 9.79
a: 215 1.49e3 3.13 1.31
7 216 8.59e2 1.81 0.75
a: 225 1.73e3 3.85 1.52
% 236 5.94e2 1.25 0.52
10: 239 6.21e2 1.31 0.55
11 241 4.76e4 100.00 41.78
12 242 6.08e3 1279 534
13: 243 1.43e3 3.00 1.25
14: 257 2.64e3 555 2.32
15: 294 6.93e2 1.46 0.61
Figure S135. QTOF-MS of compound 5f
5f 0.80
1 220nm
0.60
o) ]
2 0.404
0.20
0.00]
-
2.00 4.00 6.00 8.00 10.00
Minutes
1 254nm
0.30-
> 0.20-]
< 1
0.10
] AT USA, Inc.
0007 T T T T T T T T T T T T T T T T T T
2.00 4.00 6.00 8.00 10.00
Minutes




General Papers ARKIVOC 2011 (ii) S1-S81

Figure S136. HPLC of compound 5f

5¢

IHNMR: (300 MHz, DMSO-ds), SHppm): 3.00 (dd,1HJ=6.6Hz, J=16.2Hz), 3.13
(dd,1H,J=5.1Hz, J=16.2Hz), 5.04 (d, 2H, J=1.8Hz), 5.08 (d,1H, J=5.7Hz), 7.26 (m,5H),
7.69 (m,1H), 7.89 (m, 1H), 8.09 (d,1H, J=8.4Hz), 8.20 (dd,1H, J=1.5Hz, J=8.4Hz), 8.71
(s,1H), 9.06 (bs, NH). BCNMR: (75 MHz, DMSO-ds), Scpm):37.35, 54.15, 65.73, 123.91,
126.73, 127.21, 127.81, 127.90, 128.25, 128.59, 129.82, 131.31, 132.18, 135.73, 149.04,
164.74, 167.19, 169.55. (yield 66%) MS: MW=332 g/mol, MH* =332. HPLC: tr = 4.25

min.
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Figure S137. H-NMR of compound 5g in DMSO
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Figure S138. C-NMR of compound 5g in DMSO
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Figure S139. DEPT of compound 5g in DMSO
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Figure S140. HPLC of compound 5g
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