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# 10 mmol F7FEE, 10 mmol ZBEZFRF (2O, 10 mmol BABIRFN 0. 5 mmol NaHSO, « H,O &
T 70 CRETIBEFE T NI N (TLC BRER BN #E A . IR A AR A . RO 250 S, Wi E =, A
VKK PR s ik . HETAH ™ &, F — 2P oK S B 45 AR Bl Al f. PSS A IR H NMR fil¥C
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41; A EA. "H NMR (DMSO-d; . 400 MHz) 6: 7.91 (d, 1H, J =4 Hz, NH), 7. 35 (d, 2H, J =
8.0 Hz, ArH), 7.19 (d, 2H, J=8.0 Hz, ArH), 5.10 (d, 1H, J =4.0 Hz, CH), 3.98 (q, 2H, J =
8.0 Hz, CH,), 3.76 (dd, 1H, J=16.0, 8.0 Hz, NCH,), 3.57 (dd, 1H, J =16.0, 8.0 Hz, NCH,),
2.47 (s, 3H, C == CCH;), 1.09~1.01 (m, 6H, OCH,CH,, NCH,CH;); "C NMR (DMSO-d;,
100 MHz) &: 165. 88, 152.72, 150. 28, 143. 56, 132. 28, 128. 86, 128. 44, 102. 74, 60. 03, 52. 42, 37. 40,
15.91, 15.20, 14.46; IR (KBr) v: 3 413, 2 985, 1 686, 1 616, 768 cm '. MSm/z: 323[M+H]" .

dm. BEAMKA. 'H NMR (DMSO-d; ,» 400 MHz) §: 8.22 (d, 2H, J =8.0 Hz, ArH), 8.12 (d,
1H, J=4.0 Hz, NH), 7.49 (d, 2H, ] =8.0 Hz, ArH), 5.26 (d. 1H, J =4.0 Hz, CH)., 3.81 (dd,
1H, J =16.0Hz, 8.0 Hz, NCH,), 3.63 (dd. 1H, J =16.0, 8.0 Hz, NCH,), 3.58 (s, 3H, OCH,),
2.53 (s, 3H, C=—=CCH,), 1.07 (t, 3H, J =8.0 Hz, NCH,CH,); "C NMR (DMSO-d;, 100 MHz) &
166.23, 152.61, 151.58, 151.30, 147.18, 127.83, 124.31, 101.81, 52.44, 51.68, 37.54, 16.02,
15.18; IR (KBr) v: 3 397, 2 992, 1 686, 1 616, 768 cm '. MS m/z: 320LM+H] .
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=2 ik 5 F 7 / mmol SN R/ °C % 15} ] / min FER/ Y
1 0 80 120 39
2 0.1 80 92 53
3 0.2 80 78 62
4 0.3 80 54 65
5 0.4 80 38 73
6 0.5 80 29 85
7 0.6 80 26 83
8 0.7 80 24 80
9 0.5 50 103 67
10 0.5 60 78 74
11 0.5 70 24 85
12 0.5 90 51 81
13 0.5 100 65 75
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4d 4—OH Et Me 1.2 90 179~181 178~180M!
e 4—0OH—3—CH,0 Et Me 0.7 89 175~177 181~183"7
4f H Me Me 0.3 88 190~192 190~192")
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1h 4—NO, Me Me 0.5 93 184~186 176~178"
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A Simple Method for Green Synthesis of
N1-Substituted 3.4-Dihydropyrimidinones

SONG Zhi-guo's, ZHANG Hao-hao*, JIANG Xiao-yu”

1. Center of Experimental Management, Bohai University , Jinzhou Liaoning 121013, China;

2. College of Chemistry and Chemical Engineering , Bohai University s Jinzhou Liaoning 121013, China

Abstract: This paper reports a one-pot Biginelli condensation of N1-substituted 3,4-dihydropyrimidinones

from equimolar aromatic aldehyde (10 mmol), methyl (ethyl) acetoacetate and monosubstituted urea in

the presence of NaHSO, « H,O (0.5 mmol) without any solvent at 70 ‘C. The effects of the catalyst dos-

age and reaction temperature on the yields are investigated. The structure of the products is characterized

by IR, '"H NMR, "C NMR and X-ray diffraction analysis, and the possible catalytic mechanism is pro-

posed. The advantages of the method are simple operation, mild reaction conditions, inexpensive catalyst,

and high yields of products. It is a green synthesis method.

Key words: Biginelli reaction; one-pot synthesis; 3,4-dihydropyrimidinone; sodium bisulfate monohydrate
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