Table 4. Observed and calculated "H NMR chemical shifts (8, ppm) of 3H-phenoxazin-3-one derivatives. Apparent *Jy; ;; (Hz) in parentheses.

1 2 3 4 5 6 7 8 9
calc. lit." obs. calc. obs. obs. calc. obs. calc. obs. calc. cale.” obs. calc. obs. obs.
1 7.30 6.87 7.45d 7.25 7.30q 844 s 8.61
(10.0) (1.2)
2 6.56 7.50 6.87 dd 6.60
(10.0; 1.8)
4 6.07 6.20 6.33d 6.06 6.34 s 6.47 s 6.26 6.51s 6.19 6.53s 6.12 6.18 6.52 6.34 6.51 6.50 s
(1.8)
6 7.19 7.87 7.24d 7.13 7.23d 7.43 7.36 7.51 m 7.38 7.52 m 7.36 7.31 7.52 7.37 7.51 7.49
(8.3) (8.4)
7 7.36 7.35 7.37dd 7.28 7.33dd 7.57t 7.40 7.66 7.38 7.67 7.55 7.53 7.58 7.46 7.53 7.20 m
(8.3;1.8) (8.4;2.0)| (8.0
8 7.21 7.35 7.43 7.27 7.66 7.56 7.67 8.56 7.95 7.63 8.01 7.65 7.49
9 7.74 7.60 7.61 bs 7.55 7.59bs | 7.88d 7.92
(8.0)
R1 247 s 2.11 247 s
R2 2.75s 2.68 2.71s 2.56 2.53 2.46 a ¢
R3 2.65s 2.54 2.645s 2.37 2.32 2.66 a ¢
R4 223s | 2.30s 1.80 1.82 b d

Other signals: “OCH; (3.71), CHNHCOCHj (4.98; 2.02), CH,CO (3.95, 3.70), "NHCOCH; (2.02), “OCHj (3.72), CH,CH,CO (2.7, 2.8; 3.4, 3.5), ‘"NHCOCHj (2.31)
"Ref.9a.
“Values calculated by Boltzmann averaging over a C-9 acetyl dihedral scan (see text).
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Table 5. Observed and calculated >C NMR chemical shifts (8, ppm) of 3H-phenoxazin-3-one derivatives.

1 2 3 4 5 6 7 8 9
calc. lit.” obs. calc. obs. obs. calc. lit. obs. obs. calc obs. cale. cale.”™ obs. calc. obs. obs.
DMSO CHCl,
1 135.1 1352 | 1344 1351 | 131.3 | 1140 112.1 1139 | 1052 1058 103.5 | 141.6 1420 142.0 | 1263 1245 | 141.7 | 141.8
2 137.0 1348 | 1348 1372 | 1443 | 1372 1373 1494 | 149.8” 1505 150.6 | 1350 1432 143.1 | 131.1 131.7 | 136.7 | 136.1
3 1843 1864 | 186.0 1842 | 186.0 | 1799 1779 179.7 | 1785 1786 176.6 | 177.1 1752 1752 | 1794 178.1 | 178.1 | 178.5
4 106.7 107.0 | 106.7 1064 | 1063 | 1042 102.5 1041 | 1045 1052 103.5 | 1064 1058 106.0 | 1047 102.6 | 1052 | 105.1
4a 148.0 149.7 | 149.6 148.1 | 149.5 | 149.6 148.6 149.1 |150.17° 149.8™ 1492 | 146.0" 1463 146.7 | 148.1 146.8 | 151.3 | 150.6
5a 1445 1488 | 141.7 1424 | 1415 | 1434 1427 1479 | 1414 1418 1413 | 143.1 1428 142.6 | 1427 1420 | 147.1 | 147.1
6 1162 1162 | 1155 1158 | 1157 | 1163 1161 116.1 | 117.8 118.0 1187 | 1194 1204 119.1 | 1188 1193 | 1192 | 117.8
7 131.1 1328 | 133.6 1342 | 133.1 | 1320 1315 131.8 | 129.1 1293 1289 | 133.5 133.1 133.7 | 1322 1313 | 1294 | 130.1
8 1255 1255 | 1352 1354 | 1352 | 1259 1253 1257 | 1232 1236 1275 | 126.0 1295 1281 | 125.1 1282 | 1252 | 123.8
9 132.8 1305 | 1299 1326 | 129.9 | 1303 1329 130.1 | 1392 1399 1399 | 139.8 1349 1402 | 1402 138.0 | 137.7 | 1395
9a 1344 1334 | 1329 1340 | 133.3 | 1342 1352 1340 | 129.7 1303 1313 | 1304 1321 131.1 | 1304 1313 | 1302 | 131.8
10a 1502 1440 | 1483 149.6 | 148.8 | 149.0 1492 1433 | 147.07 147.17° 1458 | 148.0°7 146.6 1463 | 1474 1474 | 149.6 | 149.8
R1 20.5 177 | 208
R2 2022 34.1 287 | 325 310 310 | 319 304 a
2022 2022 | 200.0 196.0 200.3 | 200.7 199.4
R3 200.0 320 313 313 288 287 | 297 317 a
201.0 201.5 | 197.8 201.0 201.0 | 1983  200.0
R4 165 | 249 207 249 243 206 b
1694 1669 1692 168.1 166.4

Other signals: “OCH; (52.7, 52.6), CHNHCOCH; (48.7; 22.8), CH2CO (45.2, 200.0 or 200.5), carboxyl (173.1; 172.5; 172.0; 171.5; 169.7), "NHCOCH; (23.2), OCH; (51.9,
51.6), CH2CH2CO (28.1, 28.6; 39.0, 40.4; 202.3, 201.1), carboxyl (173.8, 173.0, 171.3), *NHCOCH; (21.2)

"Ref.13.

" Assignments may be interchanged
""Values calculated by Boltzmann averaging over a C-9 acetyl dihedral scan (see text).
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Table 6. Observed and calculated "H-NMR chemical shifts (8, ppm) of 5H-pyrido[2,3-a]phenoxazin-5-one derivatives.
Apparent *J;; iy (Hz) in parentheses.

10

11

12

4a

6a
7a

10

11

11a
12a

obs.

9.16 dd
(1.8;4.6)
7.71dd
(4.6; 8.0)
8.64 dd
(1.8; 8.0)

6.51s

7.36dd
(1.3;8.0)
7.57 dt

(1.3-8.0)
7.41 dt
(1.5;8.3)
8.12dd
(1.8; 8.0)

calc.

8.98

7.47

8.78

6.25

7.20

7.40

7.27

8.01

obs.

9.19 dd
(1.7; 4.5)
7.77dd
(4.5;7.6)
8.62 dd
(1.7;7.6)

6.58 s

7.45d
©.1)
8.41dd
(2.7;9.1)

8.99d
.7)

calc.

9.09

7.55

8.60

6.27

7.13

8.35

8.93

obs.

9.15dd
(1.7; 4.5)
7.72dd
(4.5; 8.0)
8.61 dd
(1.7; 8.0)

6.49 s

7.29d

(8.0)
7.50 dd
(2.6; 8.0)

8.08d
2.6)

calc.

9.04

7.52

8.70

6.21

7.08

7.32

7.95
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Table 7. Observed and calculated *C NMR chemical shifts (5, ppm) of 5H-pyrido[2,3-a]phenoxazin-5-one derivatives.

10

11

12

11a
12a

obs.
147.2
153.4
125.9
134.1
128.6
182.2
106.8
152.0
143.9
115.7
132.5
125.5
131.0
132.8
146.4

calc.

147.5
153.5
125.0
135.6
128.5
180.8
105.4
151.4
144.0
116.0
132.9
125.1
133.9
134.4
147.5

obs.
147.0
154.2
127.0
134.6
129.0
182.4
108.8
151.9
148.1
116.7
127.2
145.0
126.6
132.4
149.0

calc.

147.1
154.1
125.9
135.2
128.1
181.2
107.0
150.3
148.4
115.6
129.0
144.1
129.3
133.6
149.2

obs.
147.2
153.8
126.5
134.5
129.0
182.4
107.6
151.9
142.8
117.1
132.5
133.6
130.5
130.8
147.9

calc.
147.1
153.7
125.3
135.1
128.2
181.1
105.5
151.5
142.2
116.2
132.9
137.2
132.6
134.6
148.5
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Table 8. Observed and calculated 'H chemical shifts (8, ppm) of 5H-pyrido[3,2-a]Jphenoxazin-5-one derivatives.

Apparent *J;; iy (Hz) in parentheses.

13 14 15 16 17
obs. calc. obs. obs. obs. obs. calc.
1 9.10dd 9.12 9.00 dd 9.05dd 9.05d
(1.8; 8.0) (1.5;7.9) (1.8;8.0) (8.0)
2 7.74 dd 7.37 7.68 dd 7.72 dd 7.72 dd 6.61s 6.39
(4.5; 8.0) (4.4;7.9) (4.5;8.0) (4.4; 8.0)
3 9.12dd 9.02 9.07 dd 9.10dd 9.09d
(1.8;4.5) (1.3;4.4) (1.8;4.5) (4.4)
6 6.66 s 6.28 6.66 s 6.63 s 6.61s 6.40s 5.82
8 7.39d 7.22 7.10s 7.29d 7.19d 6.50 dd 6.08
(8.0) (8.4) (8.0)
9 7.56 dt 7.34 7.39dd 742t 6471t 6.10
(1.8; 8.0) (2.2; 8.4) (8.0)
10 7.40t 7.21 a 7.24d 7.13d 6.70
(8.0) (8.0)
11 7.88 dd 7.79 7.56's 7.68d
(1.8; 8.0) 2.2)
R1 2.04s
R2 2.34s a
R3 2.78s

"Calculated values refer to model compund 18

*Other signals CH;CH,(CH3)CH (0.86 t, 171 m, 1.31 d, 2.75 m)
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Table 9. Observed and calculated *C chemical shifts (8, ppm) of 5H-pyrido[3,2-a]phenoxazin-5-one derivatives.

E3

13 14 15 16 17
obs. calc. obs. obs. obs. obs. calc.
1 133.1 133.3 133.0 133.1 133.1 181.7 178.7
la 127.9 126.9 128.0 128.0 128.0 113.9 1134
2 126.1 124.0 125.9 126.1 126.0 111.0 111.4
3 153.4 154.6 153.0 153.4 153.2 135.5 132.3
4a 147.2 147.8 147.1 147.2 147.2 126.7 123.8
5 182.3 179.5 182.2 182.4 182.3 141.8 139.4
6 108.6 108.6 108.1 108.4 108.1 103.5 98.7
6a 151.0 149.3 151.2 151.2 150.9 138.6 139.1
7a 144.1 144.6 142.2 142.7 144.2 144.9 146.2
8 116.2 116.4 116.6 115.9 113.7 118.6 117.5
9 1324 132.3 143.1 131.7 131.9 119.2 117.3
10 125.6 124.8 134.7 145.5 126.8 125.3 126.1
11 130.1 131.7 130.1 128.1 139.4 118.1 116.1
11a 132.6 133.3 130.9 1324 132.2 135.9 134.9
12a 146.3 148.7 145.2 146.2 145.5 123.5 124.4
R1 20.4
R2 19.6 §
R3 16.8 # 196.7
24.1
R4 2.78 s 162.9 166.2
53.8 49.1

*Calculated values refer to model compund 18

$241.0;°31.1; °12.1; 21.7

#2192.2: °41.2; ©48.3; 4170.2; °23.2; 1171.8; 852.8; "56.3
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