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Abstract

The chemoselective, anti-Michael addition
of active methylene derivatives to β-nitroacrylates
can be easily performed at room temperature, under solvent-free
conditions, using a catalytic amount of potassium carbonate as heterogeneous
catalyst.
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[bookmark: RD35508ST-11]11  
            
Spectroscopic
Data for Representative Compounds
            

Compound 6a: oil. IR (neat): 1732, 1555, 1369 cm-¹. ¹H NMR
(400 MHz, CDCl3): δ = 0.98
(t, 3 H, J = 7.2
Hz), 1.24 (t, 3 H, J = 7.2
Hz), 1.90-2.00 (m, 1 H), 2.12-2.22 (m, 1 H), 2.34
(s, 3 H), 2.42 (s, 3 H), 3.75 (dd, 0.6 H, J = 3.4,
11.0 Hz), 3.82 (dd, 0.4 H, J = 5.8,
8.9 Hz), 3.92 (d, 0.6 H, J = 11.0
Hz), 4.02 (d, 0.4 H, J = 8.9
Hz), 4.11-4.22 (m, 2 H), 4.48-4.53 (m, 0.4 H),
4.96-5.09 (m, 0.6 H). ¹³C
NMR (100 MHz, CDCl3): δ = 10.8,
14.0, 24.5, 31.0, 46.6, 47.3, 62.3, 62.4, 66.9, 88.5, 89.9, 169.2,
169.6, 200.2, 200.6. Anal. Calcd for C12H19NO6 (273.283):
C, 52.74; H, 7.01; N, 5.13. Found: C, 52.01; H, 6.81; N, 4.98.
Compound 6b: oil. IR (neat): 1738, 1557, 1370 cm-¹. ¹H NMR
(400 MHz, CDCl3): δ = 1.20-1.30
(m, 9 H), 1.55 (d, 1.35 H, J = 6.8
Hz), 1.65 (d, 1.65 H, J = 6.8
Hz), 3.69 (d, 0.45 H, J = 9.4
Hz), 3.76 (dd, 0.55 H, J = 5.1,
8.1 Hz). 3.88 (d, 0.55 H, J = 7.7
Hz), 3.96 (dd, 0.45 H, J = 5.5,
9.4 Hz), 4.12-4.28 (m, 6 H), 4.74-4.81 (m, 0.45
H), 4.89-4.96 (m, 0.55 H). ¹³C
NMR (100 MHz, CDCl3): δ = 14.0,
14.1, 15.2, 17.5, 41.8, 47.8, 51.0, 51.5, 62.2, 62.4, 62.5, 81.0,
81.3, 167.0, 167.4, 169.1. Anal. Calcd for C13H21NO8 (319.308): C,
48.90; H, 6.63; N, 4.39. Found: C, 49.01; H, 6.61; N, 4.27.
Compound 6c: waxy solid. IR (neat): 1732, 1554,
1370 cm-¹. ¹H NMR
(400 MHz, CDCl3): δ = 0.87
(t, 3 H, J = 7.3
Hz), 1.11-1.41 (m, 5 H), 1.61-2.40 (m, 2 H), 4.05-4.13
(m, 2 H), 4.18-4.30 (m, 1 H), 4.58-4.79 (m, 0.4
H), 4.81-4.87 (m, 0.6 H), 5.8 (d, 0.6 H, J = 8.7
Hz), 6.16 (d, 0.4 H, J = 10.6
Hz), 7.37-7.60 (m, 6 H), 7.85-8.00 (m, 4 H). ¹³C
NMR (100 MHz, CDCl3): δ = 13.4,
13.6, 13.9, 14.0, 19.6, 19.8, 33.3, 34.0, 49.0, 49.2, 56.0, 56.4,
62.2, 62.3, 87.1, 88.0, 128.9, 129.1, 133.6, 134, 3, 136.0, 136.5,
169.2, 169.9, 193.5, 193.6, 193.7, 194.0. Anal. Calcd for C23H25NO6 (411.451): C,
67.14; H, 6.12; N, 3.40. Found: C, 67.81; H, 7.11; N,  3.87.
[bookmark: RD35508ST-12]12  The GLC analyses were performed with
an SE-54 fused silica capillary column (25 m, 0.32 mm internal diameter), FID
detector, and nitrogen as carrier gas. β-Nitroacrylates were
prepared by the standard procedure.
   [4]
 
            
              Typical Procedure for the Conjugate
Addition of Active Methylene 5 to β-Nitroacrylates 1:
Nitroacrylate 1 (1 mmol), active methylene
derivatives 5 (1 mmol), and K2CO3 (13.8
mg, 0.1 mmol) were mixed by magnetical stirring for the appropriate
time (Table 
   [¹]
 ,
monitored by TLC). Then, the mixture was directly charged onto a
chromatographic column (cyclohexane-EtOAc) allowing the
pure products 6.
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