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Table 1. Reaction conditions and temperature

Tampera- Solvent Formaldehyde Ca(OH), Yield
ture {Molar Equiv.)(Molar Equiv) (%)
Reflux H;0 6.04 0.5 545
(24H)

Ambient Dioxane 6.02 1.5 39.2¢
(48H)

74-75°C Dioxane 4.0¢ 4.0 28.69
(48H)

55-60°C THF 4.0¢ 2.0 28.4%
(24H)

60-65°C THF 4.0¢ 4.0 75.6¢
(48H)

65-70°C THF 1.0¢ 4.0 57.6¢
(48H)

78-80°C THF 4.0¢ 4.0 56.2¢

90-100°C THF 4.0c 4.0 46.4¢

¢Formaldehyde solution (37%), #Unpurified product,
9Paraformaldehyde, 9 Recrystallized product, 9 Distitl-
ed product
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I whg2so ©g AFE Table 19 Jehiodch
Pyrex fr2] & q9t-& ukg-4-7]0l] Paraformaldehyde
(40 mmol), Ca(OH), (40 mmol), Phenylacetalde-
hyde(10 mmol), THF(15m¢) £oj3 Q@32 7}25
M W}-S(3-freeze-pump-thaw  cycle) Z-Z3}ol} 4]
(0.03 mmHg) 447 & UM} 60~65C
2 8A7 AHRAZ A FE g WA, g3
¥ ¥ Kugelrohr 35(145°~150T, 0.1 mmHg) 3}
A& W A} 23(mp. 80~82C, 76%)0lsi oo,
60~65C R} e LEoME RL2AQ aldehyde
7t BAET, M} & LR ME T2 BHe
A Ee) 274 Jebde gdsac
'H-NMR(300 MHz, CD,OD) & 394(s, 6H, 3
CH0), 70~75(m, 5H, CiHs)
BC.NMR(69.79 MHz, CD;0D) & 12922, 12844,

127.33, 125.06, 66.00, 50.00

IR(neat) 3382, 1640, 1498, 1217, 1027, 759, 699
cm™!?

Anal. Caled for CyoHuO: i C, 6593% ; H, 7.69%.
Found : C, 65.65% ; H, 7.80%
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