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3,3,6,6,9-Pentamethyl-3,4,5,6,7,9-hexahydro-2H-
xanthene-1,8-dione(3)2] §H4 < EFXQ[ Y >

3.5-Dimethyl- 1 3~cyclohexancdionc( 2804 mg, 2.0 mmol)
# oA Egd sle] =44l mg, 1.0 mmol)yE RS- A
7). F oJelE(1]) E2)E 0] E(620 mg 0.1 mmolyZ
AeedA FH7ietn A4 A7) sfell A 44|27} Fat 8
§ AlRIct Bhg-o] 2bE -2 TLCE #lsiedct v
oA 38 "Il oY oldEe| B 22 F
MgSO.E AZA| 7| o 243} 3 e} F-F3lqict @
oA AAZE A7t A BH 230 E T 9)(30%
CtOAc/n-hexanc)® weldle] 1A 2ekE 3(228 mg,
79%)& 999wk Mp. 174°C; 'H NMR (300 MHz,
CDCL;y & 3.62 (9. /~6.5 Hz, 1H), 2.33 (s, 4H), 2.25
{s.4H). 1.08 (s, 12H), 1.06 (d. /~6.5 Hz, 3H}); IR (KBr)
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2961, 2903, 2872, 1651 (C=0), 1472, 1375, 1248, 1211,
1169, 1142, 1007, 934, 910, 801, 747 cm'; MS miz (%)
288 (M, 7). 273 (100), 217 (29). 161 (12).
9-Methyl-3,4,5,6,7,9-hexahydro-2 H-xanthene-1,8-
dione (4)2| £y
M.p. 62-63°C; '"H NMR (300 MHz CDCl;) & 3.63
(g, J=6.4 Hz, 1H), 2.28-2.56 (m, 8H), 1.94-2.03 (m, 4H),
1.04 (d, /~=6.5 Hz, 3Hy, IR (KBr} 2957, 2§92, 2824,
1647 (C=0), 1456, 1427, 1373, 1242, 1211, 1181, 1132,
1067, 1011, 959, 878, 839, 733 cm™; MS nrz (%) 232
(MY, 5), 217 (100).
3,3,6,6-Tetramethyk-9-phenyl-3;
xanthene-1,8-dione (5)2] B4
M.p. 200-201 °C; 'H NMR (300 MHz, CDCl;) & 7.05-
728 (m. SH). 4.73 (s. 1H) 244 (s, 4H), 2.18 (s. 4H).
1.08 (s. 6H), 0.97 (s, 6H); IR (KBr) 3063, 3033, 2959,
2016, 1662 (C=0), 1625, 1492, 1469, 1455, 1362, 1236,
1201, 1167, 1142, 1003, 935, 892, 843, 744 cm™'; MS
iz (%) 350 (M, 78), 273 (100), 217 (14), 161 (8).
9-Phenyl-3,4,5,6,7,9-hexahydro-2 H-xanthene-1,8-
dione (6)2] &4
M.p. 246-247 °C; 'H NMR (300 MHz, CDCl;) 8 7.07-
7.29 (m, SH). 4.80 (5, 1H), 2.48-2.65 (m, 4H), 2.23-2.41
(m, 4H}, 1.90-2.06 (m, 4H); IR (KBr) 3059, 3032, 2049,
2890, 1653 (C=0), 1620, 1584, 1495, 1453, 1424, 1381,
1360, 1292, 1204, 1177, 1134, 1013, 959, 860 cm’'; MS
prz (%) 294 (M, 55), 277 (7). 237 (7). 217 (100).
9-(3,4-Dimethoxy-phenyl)-3,3,6,6-tetramethyl-
3.4,5,6,7.9-hexahydro-2H-xanthene-1,8~dione ()] &Hd
M.p. 178-179°C; "H NMR (300 MHz, CDCl;) & 6.88
(s, 1H), 6.68-6.75 (2H, m), 4.68 (s, 1H}), 3.83 (s, 3H),
3.78 (s, 3H), 2.41-2.44 {(4H, m), 2.16-2.20 {m, 4H), 1.08
(s. 6H). 0.99 (s, 6H): IR (KBr) 3005, 2957, 1669 (C=0),
1626, 1516, 1466, 1358, 1263, 1229, 1196, 1165, 1140,
1028, 999, 934, 882, 829, 752 cm™'; MS sz (%0) 410 (M,
100), 392 (12), 379 (15), 273 (70), 217 (14), 161 (10).
9-(3,4-Dimethoxy-phenyl)-3,4,5,6,7,9-hexahydro-
2H-xanthene-18<dione (8)2| &Hd
M.p. 132-135°C; 'H NMR (300 MHz, CDCl;) & 7.03
(s. 1H). 645-6.74 (m. 2H), 4.75 (s, 1H), 3.86 (s, 3H).
3.78 (s, 3H), 2.48-2.68 (m, 4H), 2.24-2.43 (m, 4H), 1.95-
207 (m, 4H); IR (KBr) 3059, 3002, 2923, 1652(C=0),

6,79-hexahydro-2H-
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1613, 1575, 1495, 1450, 1386, 1352, (312, 1248, (213,
1177, 1082, 1044, 973, 932, 896, 762 ¢m™'; MS m:z (%)
354 (M, 93), 336 (23), 323 (24). 217 (100).
T-Methyl-7H-pyrano[3,2-¢:5,6-c|dichromene-6,8-dione
139 &y
M.p. 136-137°C; "H NMR (300 MHz, CDCl3) & 7.98
(d, 7.7 Hz, 2H), 7.55 (1, 7.7 Hz, 2H), 7.30-7.35 (m,
4H), 4.71 {g, /~7.3 Hz, [H), L.83 (4, ~7.3 Hz, 3H);
IR (KBr) 3127, 2928, 2724, 1651 {(C=0), 1616, 1566,
1497, 1454, 1348, 1318, 1273, 1215, 1190, 1117, 1055,
1032, 997, 953, 899, 760 cm’'.
5,9-Dimethyl-7-phenyl-7,9-dihydro-5H-14-0xa-5,9-
diazadibenzo[a,jlantracene-6,8-dione (14)2] &Y
M.p. 272-273°C; 'H NMR (300 MHz CDCl;) 3 7.58-7.63
{m, 3H), 7.39-7.49 (m, 4H). 7.16-7.35 {m, 6H), 6.43 (s,
1H). 3.83 {s. 3H). 3.71 {s. 3H); IR (KBr) 3026, 2978,
2903, 1691 (C=0), 1630, 1609, 1553, 1497, 1453, 1418,
1372, 1345, 131§, 1290, 1217, 1177, 1101, 1071, 1044,
924, 812, 758 em™'; MS iz (%) 420 (MY, 38), 343 (100,
262 (24), 134 (14).
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Tuble 1. Synthesis of xanthene derivatives

Entry _ 1.3-Dicacbonyl Aldehyde

Product
cotnpound

Yield(%o)

C AL 4

2 73
3 68
4 83
3 82

b3+
@OH @é Cﬁ

CH3CN

OH HO
-H0
O

4

Scheme 2.
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