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methyl 2-methoxy-4-methyl-6,7-dihydro-1,3,2-dioxaphosphepine-5-carboxylate 2-oxide (YY). IR (neat, NaCl)
2960, 2917, 1718, 1652 cm™; '"H NMR (300 MHz, CDCl3) & 4.39 (1H, m), 4.18 (1H, m), 3.88 3H, d, Jyp = 11.5
Hz), 3.78 (3H, s), 3.00 (1H, ddd, Jy; = 15.7, 9.4, 3.7 Hz), 2.85 (1H, ddd, Juy = 15.8, 6.4, 3.4 Hz); °C NMR (75.4
MHz, CDCl3) 8 167.2 (d, Jep = 2.0 Hz), 161.0 (d, Jep = 9.6 Hz), 115.7 (d, Jep = 3.5 Hz), 68.5 (d, Jep = 6.6 Hz), 55.1
(d, Jep = 5.5 Hz), 52.2, 28.4,20.4 (d, Jcp = 4.1 Hz), >'P{'H NMR (121.4 MHz, CDCl;) & -9.94; HRMS (FAB, NBA,

MH+) calcd for CgH406P: 237.0528, found 237.0528.
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Methyl 2-ethoxy-3,3-difluoro-7-methyl-2,3,4,5-tetrahydro-1,2-oxaphosphepine-6-carboxylate 2-oxide (XX).
IR (neat, NaCl, 2956, 2925, 1719, 1655 cm™; '"H NMR (300 MHz, CDCls) & 4.43 (2H, dq, Jyp = 8.4 Hz, Jyr = 7.1
Hz), 3.78 (3H, s), 2.65-2.77 (1H, m), 2.46-2.58 (1H, m), 2.40 (3H, s), 2.14-2.42 (2H, m), 1.45 3H, t, Jyy = 7.1
Hz); *C NMR (75.4 MHz, CDCls) § 167.3 (d, Jcp = 2.0 Hz), 159.2 (d, Jcp = 8.0 Hz), 120.3 (td, Jor = 261.4 Hz, Jep
=205 Hz), 120.2 (d, Jep = 6.0 Hz), 65.9 (d, Jep = 7.1 Hz), 52.3, 35.3 (td, Jer = 20.6 Hz, Jop = 11.6 Hz), 21.4, 20.1
(dd, Jop = 8.8 Hz, 3.8 Hz), 16.5 (d, Jop = 5.5 Hz); >'P{'H} NMR (121.4 MHz, CDCl;) 6 1.4 (dd, Jpr 111.4, 100.9
Hz); F{'H} NMR (282.2 MHz, CDCl;) & -109.6 (dd, Jrr = 290.5 Hz, Jz» = 100.8 Hz), -106.3 (dd, Jzr = 290.5 Hz,
Jrp=111.5 Hz); HRMS (FAB, NBA, MH+) caled for CioH;5F,0sP: 285.0703, found 285.0708.
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