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1. General Information.

Unless otherwise noted, all reactions were performed in 10 mL oven-dried (120 °C)
glassware under a dinitrogen atmosphere. Solvents were dried using a JC Meyer
solvent purification system. Analytical thin-layer chromatography was performed
using glass plates pre-coated with 200—300 mesh silica gel impregnated with a
fluorescent indicator (254 nm). Column chromatography was performed on
CombiFlash® Rf200 and Rf+ purification systems using normal phase silica gel
columns (300—400 mesh). High-resolution mass spectra (HRMS) were performed on
a Bruker MicroTOF-ESI mass spectrometer with an ESI resource using Csl or LTQ
ESI Positive lon Calibration Solution as the standard. Accurate masses were reported
for the molecular ions [M+H]*. 'H and *C NMR spectra were recorded on Bruker
300 MHz and 500 MHz spectrometers. 'H NMR spectra were recorded in CDCl; at
300 or 500 MHz with residual CHCl; (6 7.26 ppm) and H,O (8 1.56 ppm). Chemical
shifts are reported in ppm with the residual solvent signals as reference, and coupling
constants (J) are given in Hertz. Peak information is described as: s = singlet, d =
doublet, dd = doublet of doublets, td = triplet of doublets, t = triplet, m = multiplet,
comp = composite of magnetically non-equivalent protons. '*C NMR spectra were
recorded in CDCl; at 75 or 126 MHz with the central resonance of CDCl; of 6 77.16
ppm. Enantiomeric excess HPLC analyses were carried out at 25 °C on Agilent 1260
Infinity HPLC System. Chiralpak AD-H (0.46 mm x 250 mm), Chiralcel OD-H (0.46
mm x 250 mm), Chiralpak IC-3 (0.46 mm x 250 mm) columns were obtained from
Daicel Chiral Technologies, Japan. HPLC-grade n-hexane and 2- propanol were
obtained from Fisher Scientific, USA. Chiral HPLC separation conditions were
determined by obtaining an optimum separation for standard racemic samples
prepared using [Cu(CH3CN)4]PFs. Staring martials TIPS-protected enoldiazoacetates
1 and nitrones 2 were prepared according to the literature!

2. Procedure for Copper(I)-Catalyzed [3 + 3]-Cycloaddition Reaction with
Chiral BOX Ligand

The chiral catalyst was prepared by stirring [Cu(MeCN)4]PF¢ (3.7 mg, 0.010 mmol,
5.0 mol %) and the chiral bisoxazoline ligand (4.3 mg, 0.012 mmol, 6.0 mol %) in dry
chloroform (2.0 mL) in an oven-dried 8.0 mL Schlenk tube for 1 h under N2 at room
temperature, then chloroform was removed and dry toluene (2.0 mL) was added. A
solution of nitrone 2 (0.20 mmol, 1.0 equiv.) in dry toluene (1.0 mL) was introduced
to the reaction mixture. Then TIPS-protected enoldiazoacetate 1 (0.30 mmol, 1.5
equiv.) in dry toluene (1.0 mL) was added dropwise over 5 min. The reaction solution
was stirred at room temperature for 12 h. Subsequently, solvent was then removed
under reduced pressure, and the residue was purified by silica gel column
chromatography using a 20:1 to 15:1 gradient of hexane/ethyl acetate (v/v) as the
eluent to afford 3.
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Methyl (35,6R)-6-ethyl-2,3-diphenyl-5-[(triisopropylsilyl)oxy]-3,6-dihydro-2 H-
1,2-oxazine-4-carboxylate (3a)

colorless oil; 92 mg, 93% vyield, [a]p®® = + 129° (¢ = 1.0, CHCl;), 93% ee, [HPLC:
Chiralpak AD-H column, 1% IPA in hexane (v/v), 1.0 mL/min, 254 nm, t;= 4.6 min
(major), t,= 4.9 min (minor)]. '"H NMR (500 MHz, CDCls) 8 7.31 — 7.25 (comp, 2H),
7.23 —7.13 (comp, 5H), 7.02 (d, J= 7.7 Hz, 2H), 6.89 (t, J= 7.3 Hz, 1H), 5.68 (d, J =
1.7 Hz, 1H), 4.41 (td, J = 8.7, 1.7 Hz, 1H), 3.62 (s, 3H), 2.19 — 2.04 (m, 1H), 1.92 —
1.74 (m, 1H), 1.20 — 1.13 (comp, 3H), 1.12 — 1.05 (comp, 21H), *C NMR (125 MHz,
CDCl;) 6 166.1, 161.7, 148.1, 138.1, 129.5, 128.7, 127.7, 127.5, 122.1, 117.0, 110.0,
78.9, 63.6, 51.4,24.4, 18.0, 17.9, 13.8, 10.4, HRMS (ESI) m/z calc. for C,oH4,NO4Si
(M+H)*: 496.2878, found: 496.2872.
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Methyl (3R,6S5)-6-ethyl-3-(4-fluorophenyl)-2-phenyl-5-[(triisopropylsilyl)oxy]-
3,6-

dihydro-2H-1,2-oxazine-4-carboxylate (3b)

colorless oil; 89 mg, 87 % yield, [a]p?® = + 182° (¢ = 1.0, CHCl3), 91% ee, [HPLC:
Chiralpak ADH column, 1% IPA in hexane (v/v), 1.0 mL/min, 250 nm, t;= 4.8 min
(major), t,= 5.6 min (minor)], 'H NMR (500 MHz, CDCls) 6 7.26 — 7.18 (comp, 4H),
7.00 (d, /= 7.8 Hz, 2H), 6.91 (t,J= 7.3 Hz, 1H), 6.88 — 6.83 (comp, 2H), 5.65 (d, J =
1.5 Hz, 1H), 4.44 (td, J = 8.7, 1.5 Hz, 1H), 3.63 (s, 3H), 2.20 — 2.09 (m, 1H), 1.90 —
1.80 (m, 1H), 1.21 — 1.10 (comp, 24H), 13C NMR (125 MHz, CDCl;) 6 166.0, 162.3
(d, J=245.4 Hz), 162.1, 148.0, 133.8 (d, J = 2.9 Hz), 131.1 (d, J = 8.0 Hz), 128.7,
122.3, 117.0, 114.5 (d, J = 21.2 Hz), 111.0, 79.2, 63.3, 51.3, 24.4, 18.0, 17.9, 13.8,
10.4, °F NMR (500 MHz, CDCl;) & -115.3. HRMS (ESI) m/z calc. for C,0H4FNO,4Si
(M+H)*: 514.2783, found: 514.2779.
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Methyl (3R,6S5)-6-ethyl-3-(naphthalen-2-yl)-2-phenyl-5-[(triisopropylsilyl)oxy]
-3,6-dihydro-2H-1,2-oxazine-4-carboxylate (3¢)

colorless oil; 98 mg, 89 % yield, [a]p?® = + 181° (¢ = 1.0, CHCIl3), 91% ee, [HPLC:
Chiralpak ADH column, 1% IPA in hexane (v/v), 1.0 mL/min, 250 nm, t;= 5.7 min
(major), t,= 7.0 min (minor)], '"H NMR (500 MHz, CDCls) 8 7.79 — 7.70 (comp, 3H),
7.65 (d, J= 8.5 Hz, 1H), 7.46 — 7.36 (comp, 3H), 7.23 — 7.16 (comp, 2H), 7.06 (d, J =
7.8 Hz, 2H), 6.88 (t, J = 7.3 Hz, 1H), 5.86 (d, /= 1.6 Hz, 1H), 4.46 (td, /= 8.5, 1.6
Hz, 1H), 3.60 (s, 3H), 2.22 — 2.10 (m, 1H), 1.98 — 1.85 (m, 1H), 1.23 — 1.10 (comp,
24H), BC NMR (125 MHz, CDCls) 6 166.1, 161.8, 148.0, 135.8, 133.0, 133.0, 128.8,
128.7, 128.3, 127.7, 127.6, 127.2, 125.7, 125.6, 122.1, 117.0, 111.0, 78.8, 63.5, 51.4,
24.5, 18.0, 17.95, 13.8, 10.4, HRMS (ESI) m/z calc. for C3;3H4yNO,Si (M+H)":
546.3034, found: 546.3031.

Methyl (3R,65)-3-(4-bromophenyl)-6-ethyl-2-(4-methoxyphenyl)-5-
[(triisopropylsilyl)oxy]-3,6-dihydro-2 H-1,2-0xazine-4-carboxylate (3d)

colorless oil; 104 mg, 86 % yield, [a]p?® = +139° (¢ = 1.0, CHCl;), 96% ee, [HPLC:
Chiralpak ADH column, 3% IPA in hexane (v/v), 1.0 mL/min, 250 nm, t;= 5.6 min
(major), t,= 7.8 min (minor)], '"H NMR (500 MHz, CDCls) 6 7.27 (t, J = 5.6 Hz, 2H),
7.05 (d, J = 8.4 Hz, 2H), 6.91 — 6.86 (comp, 2H), 6.77 — 6.72 (comp, 2H), 5.42 (s,
1H), 4.36 (d, J = 8.7 Hz, 1H), 3.74 (s, 3H), 3.59 (s, 3H), 2.14 — 2.04 (m, 1H), 1.91 —
1.80 (m, 1H), 1.21 — 1.15 (comp, 3H), 1.13 — 1.08 (comp, 21H), '*C NMR (125 MHz,
CDCl,) 8 166.0, 162.4, 155.7, 141.5, 137.0, 131.3, 130.8, 121.6, 119.6, 114.0, 109.7,
79.4, 64.8, 55.6, 51.3, 24.4, 18.1, 18.0, 13.8, 10.4, HRMS (ESI) m/z calc. for
C;30H43BrNOsSi (M+H)*: 604.2088, found: 604.2085.

Methyl (3R,65)-2-(3-chlorophenyl)-3-(4-chlorophenyl)-6-ethyl-5-
[(triisopropylsilyl)oxy]-3,6-dihydro-2 H-1,2-0xazine-4-carboxylate (3e)
colorless oil; 98 mg, 87 % yield, [a]p?® = + 184° (¢ = 1.0, CHCI3), 82% ee, [HPLC:
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Chiralpak ADH column, 1% IPA in hexane (v/v), 1.0 mL/min, 250 nm, t;= 5.6 min
(major), t,= 4.9 min (minor)], 'H NMR (500 MHz, CDCl;) & 7.20 (d, J = 8.5 Hz, 2H),
7.15(d, J=8.5 Hz, 2H), 7.12 (t, J = 8.1 Hz, 1H), 6.99 (t, /= 2.0 Hz, 1H), 6.88 — 6.84
(comp, 2H), 5.60 (d, /= 1.7 Hz, 1H), 4.43 (td, J= 8.5, 1.7 Hz, 1H), 3.62 (s, 3H), 2.18
—2.09 (m, 1H), 1.90 — 1.78 (m, 1H), 1.20 — 1.09 (comp, 24H), '3C NMR (125 MHz,
CDCl;) 6 165.8, 162.1, 149.1, 136.1, 134.7, 133.6, 130.8, 129.8, 128.0, 122.0, 116.8,
114.8, 109.6, 79.8, 63.2, 51.4, 24.3, 18.0, 17.9, 13.8, 10.3, HRMS (ESI) m/z calc. for
CyoH49CILNO,4Si (M+H)*: 564.2098, found: 564.2097.
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Benzyl (3R,6S5)-6-ethyl-2,3-diphenyl-5-((triisopropylsilyl)oxy)-3,6-dihydro-2 H
-1,2-oxazine-4-carboxylate (3f)

colorless oil; 104 mg, 91 % yield, [a]p?® = + 155° (¢ = 1.0, CHCl3), 98% ee, [HPLC:
Chiralpak AD-H column, 1% IPA in hexane (v/v), 1.0 mL/min, 254 nm, t;= 4.5 min
(major), ty= 5.7 min (minor)]. '"H NMR (500 MHz, CDCl;) & 7.28 — 7.23 (comp, SH),
7.22 —7.15 (comp, 5H),— 7.01 (comp, 4H), 6.91 (t, J = 7.3 Hz, 1H), 5.70 (d, /= 1.5
Hz, 1H), 5.12 (d, J = 12.5 Hz, 1H), 5.03 (d, J = 12.5 Hz, 1H), 4.46 (td, J = 8.7, 1.5
Hz, 1H), 2.22 — 2.11 (m, 1H), 1.95 — 1.87 (m, 1H), 1.22 — 1.15 (comp, 6H), 1.13 —
1.09 (comp, 18H), 3C NMR (125 MHz, CDCl;) 6 164.8, 162.5, 148.1, 138.0, 136.2,
129.7, 128.7, 128.4, 128.1, 127.9, 127.7, 127.5, 122.1, 117.2, 109.6, 79.2, 65.8, 63.9,
24.4, 18.1, 18.0, 13.9, 10.4, HRMS (ESI) m/z calc. for C;5H4NO4Si (M+H)":
572.3191, found: 572.3179.
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4-Bromobenzyl (3R,65)-6-ethyl-2,3-diphenyl-5-[(triisopropylsilyl)oxy]-3,6-
dihydro-2H-1,2-oxazine-4-carboxylate (3g)
colorless oil; 113 mg, 87 % vyield, [a]p?® = + 108° (¢ = 1.0, CHCl3), 99% ee, [HPLC:
Chiralpak ADH column, 1% IPA in hexane (v/v), 1.0 mL/min, 250 nm, t;= 5.2 min
(major)], '"H NMR (500 MHz, CDCls) 6 7.30 (d, J = 8.4 Hz, 2H), 7.22 — 7.12 (comp,
7H), 6.99 (d, J = 7.7 Hz, 2H), 6.90 (t, J = 7.3 Hz, 1H), 6.83 (d, J = 8.4 Hz, 2H), 5.62
(d, J=1.5 Hz, 1H), 4.98 (s, 2H), 4.43 (td, J = 8.6, 1.5 Hz, 1H), 2.19 — 2.08 (m, 1H),
1.94 — 1.82 (m, 1H), 1.21 — 1.11 (comp, 6H), 1.10 — 1.07 (m, 18H), *C NMR (125
MHz, CDCl5) 6 164.6, 163.0, 148.1, 137.9, 135.3, 131.5, 129.7, 129.6, 128.7, 127.7,
127.5,122.3,121.9, 117.3, 109.4, 79.5, 64.9, 64.1, 24.4, 18.1, 18.0, 13.9, 10.4, HRMS
(ESI) m/z calc. for C3sHysBrNO4Si (M+H)™: 650.2296, found: 650.2287.
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4-(Trifluoromethyl)benzyl (3R,65)-6-ethyl-2,3-diphenyl-5-[(triisopropylsilyl)oxy]
-3,6-dihydro-2H-1,2-oxazine-4-carboxylate (3h)
colorless oil; 113 mg, 88 % vyield, [a]p?® = + 154° (¢ = 1.0, CHCl3), 97% ee, [HPLC:
Chiralpak ADH column, 1% IPA in hexane (v/v), 1.0 mL/min, 250 nm, t;= 3.8 min
(major), t,= 8.0 min (minor)], 'H NMR (500 MHz, CDCl;) & 7.44 (d, J = 8.1 Hz, 2H),
7.25 —7.14 (comp, 7H), 7.07 — 6.99 (comp, 4H), 6.92 (t, J = 7.3 Hz, 1H), 5.66 (s, 1H),
5.13 (d, J=13.0 Hz, 1H), 5.08 (d, J = 13.0 Hz, 1H), 4.47 (d, J = 8.7 Hz, 1H), 2.23 —
2.10 (m, 1H), 1.97 — 1.84 (m, 1H), 1.25 — 1.15 (comp, 6H), 1.14 — 1.10 (m, 18H), '3C
NMR (125 MHz, CDCl5) 6 164.5, 163.4, 148.1, 140.3, 137.8, 130.0 (q, J = 32.2 Hz),
129.7, 128.7, 127.9, 127.7, 127.6, 1253 (q, J = 3.8 Hz), 122.3, 1194 (q, J =
246.8Hz), 117.3, 109.3, 79.6, 64.7, 64.3, 24.4, 18.1, 18.0, 13.9, 10.4, '°F NMR (500
MHz, CDCls) 6 -62.60, HRMS (ESI) m/z calc. for C36HsF3NO4Si (M+H)"™: 640.3064,
found: 640.3053.
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4-Methoxybenzyl(3R,6S5)-6-ethyl-2,3-diphenyl-5-[(triisopropylsilyl)oxy]-3,6-
dihydro-2H-1,2-oxazine-4-carboxylate (3i)

colorless oil; 108 mg, 90 % yield, [a]p?® = + 155°(c = 1.0, CHC]l;), 98% ee, [HPLC:
Chiralpak ADH column, 1% IPA in hexane (v/v), 1.0 mL/min, 254 nm, t;= 4.5 min
(major), ty= 7.4 min (minor)], '"H NMR (500 MHz, CDCl;) & 7.26 — 7.14 (comp, 7H),
7.02 (d, J = 8.6 Hz, 4H), 6.91 (t, J= 7.3 Hz, 1H), 6.82 — 6.76 (comp, 2H), 5.66 (d, J =
1.1 Hz, 1H), 5.04 (d, J=12.1 Hz, 1H), 4.95 (d, /= 12.1 Hz, 1H), 4.43 (td, /= 8.7, 1.1
Hz, 1H), 3.82 (s, 3H), 2.20 — 2.09 (m, 1H), 1.95 — 1.83 (m, 1H), 1.19 — 1.12 (comp,
6H), 1.11 — 1.08 (m, 18H), 3C NMR (125 MHz, CDCl;) 8 165.0, 159.5, 148.1, 138.1,
130.0, 129.7, 128.7, 128.4, 127.6, 127.4, 122.1, 117.2, 113.7, 109.7, 79.2, 65.7, 63.8,
55.4, 244, 18.1, 18.0, 13.9, 10.4, HRMS (ESI) m/z calc. for C36H4sNOsSi (M+H)*:
602.3296, found: 602.3289.
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3,4,5-Trimethoxybenzyl (3R,6S5)-6-ethyl-2,3-diphenyl-5-[(triisopropylsilyl)oxy]
-3,6-dihydro-2H-1,2-oxazine-4-carboxylate (3j)
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colorless oil; 122 mg, 92 % vyield, [a]p?® = + 156° (¢ = 1.0, CHCl3), 99% ee, [HPLC:
Chiralpak ADH column, 1% IPA in hexane (v/v), 1.0 mL/min, 250 nm, t;= 8.0 min
(major), ty= 12.4 min (minor)], '"H NMR (500 MHz, CDCl;) & 7.23 — 7.16 (comp,
4H), 7.15 — 7.10 (comp, 3H), 7.02 — 6.98 (comp, 2H), 6.89 (s, 1H), 6.39 (s, 2H), 5.67
(d,J=1.5Hz, 1H), 5.03 (d, J=12.2 Hz, 1H), 4.93 (d, J=12.2 Hz, 1H), 4.41 (td, J =
8.7, 1.5 Hz, 1H), 3.83 (s, 3H), 3.75 (s, 6H), 2.16 — 2.05 (m, 1H), 1.93 — 1.81 (m, 1H),
1.17 — 1.10 (comp, 6H), 1.09 — 1.05 (comp, 18H), *C NMR (125 MHz, CDCls) &
164.9, 162.4, 153.2, 148.0, 138.1, 137.8, 131.8, 129.4, 128.7, 127.6, 127.4, 122.2,
117.1, 109.5, 105.7, 78.9, 66.2, 63.5, 60.9, 56.1, 24.3, 18.1, 17.9, 13.9, 10.3, HRMS
(ESI) m/z calc. for C3sHs5,NO,Si (M+H)*: 662.3508, found: 662.3492.
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4-Methoxybenzyl (3R,6S5)-2-(3-chlorophenyl)-3-(4-chlorophenyl)-6-ethyl-5-
[(triisopropylsilyl)oxy]-3,6-dihydro-2 H-1,2-0xazine-4-carboxylate (3k)

colorless oil; 114 mg, 85 % yield, [a]p?® = + 149° (¢ = 1.0, CHCl3), 90% ee, [HPLC:
Chiralpak ADH column, 1% IPA in hexane (v/v), 1.0 mL/min, 250 nm, t;= 4.5 min
(major), t,= 6.0 min (minor)], 'H NMR (500 MHz, CDCls) 8 7.18 — 7.09 (comp, 5H),
7.05 —7.00 (comp, 3H), 6.91 — 6.87 (comp, 2H), 6.81 (d, J = 8.6 Hz, 2H), 5.60 (d, J =
1.4 Hz, 1H), 5.02 (s, 2H), 4.47 (td, J = 8.6, 1.4 Hz, 1H), 3.83 (s, 3H), 2.24 — 2.14 (m,
1H), 1.94 — 1.83 (m, 1H), 1.23 — 1.18 (comp, 3H), 1.16 — 1.10 (comp, 21H), *C NMR
(125 MHz, CDCls) 6 164.5, 162.5, 159.6, 149.1, 136.1, 134.6, 133.5, 130.9, 130.1,
129.7, 128.1, 1279, 122.1, 116.9, 115.0, 113.7, 109.3, 80.0, 65.7, 63.4, 55.3, 24.2,
18.1, 18.0, 13.9, 10.3, HRMS (ESI) m/z calc. for C3sH4C1,NOsSi (M+H)™: 670.2517,
found: 670.2517.
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4-Methoxybenzyl (3R,6S5)-6-ethyl-3-phenyl-2-(thiophen-2-yl)-5-
[(triisopropylsilyl)oxy]-3,6-dihydro-2 H-1,2-0xazine-4-carboxylate (31)

colorless oil; 106 mg, 87 % yield, [a]p?® = + 152° (¢ = 1.0, CHCl3), 92% ee, [HPLC:
Chiralpak ADH column, 1% IPA in hexane (v/v), 1.0 mL/min, 250 nm, t;= 4.6 min
(major), t,= 8.1 min (minor)], '"H NMR (500 MHz, CDCls) 6 7.22 (t,J= 7.9 Hz, 2H),
7.11 (d, J= 8.6 Hz, 2H), 7.08 (d, /= 5.0 Hz, 1H), 7.03 (d, /= 7.9 Hz, 2H), 6.91 (t, J =
7.4 Hz, 1H), 6.81 (d, J = 8.6 Hz, 2H), 6.77 — 6.70 (comp, 2H), 5.89 (d, J = 1.3 Hz,
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1H), 5.08 (d, J = 12.1 Hz, 1H), 5.00 (d, J= 12.1 Hz, 1H), 4.5 (td, J = 8.6, 1.3 Hz, 1H),
3.80 (s, 3H), 2.17 — 2.07 (m, 1H), 1.94 — 1.83 (m, 1H), 1.20 — 1.14 (comp, 6H), 1.09
(d, J = 5.9 Hz, 18H), *C NMR (125 MHz, CDCl;) § 164.8, 162.7, 159.5, 148.0,
140.4, 130.2, 128.7, 128.4, 127.7, 125.7, 125.4, 122.2, 116.7, 113.8, 110.9, 80.5, 65.8,
60.2, 55.4, 24.3, 18.1, 18.0, 13.9, 10.3, HRMS (ESI) m/z calc. for C3,HiNOsSSi
(M+H)*: 608.2860, found: 608.2862.
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4-Methoxybenzyl (3R,6S)-6-ethyl-2-(furan-2-yl)-3-phenyl-5-
[(triisopropylsilyl)oxy]-3,6-dihydro-2 H-1,2-0xazine-4-carboxylate (3m)
colorless oil; 104 mg, 88 % vyield, [a]p?® = + 162° (¢ = 1.0, CHCl3), 98% ee, [HPLC:
Chiralpak ADH column, 1% IPA in hexane (v/v), 1.0 mL/min, 250 nm, t;= 4.3 min
(major), t,= 5.1 min (minor)], 'H NMR (500 MHz, CDCls) 6 7.27 — 7.22 (comp, 2H),
7.20 —7.17 (m, 1H), 7.13 (d, J = 8.6 Hz, 2H), 7.09 (d, /= 7.8 Hz, 2H), 6.94 (t,J=7.3
Hz, 1H), 6.83 (d, J = 8.6 Hz, 2H), 6.22 — 6.17 (m, 1H), 6.12 (d, J = 3.2 Hz, 1H), 5.76
(d, J= 1.6 Hz, 1H), 5.06 (dd, J =17.1, 12.1Hz, 1H), 4.43 (td, J = 7.9, 1.6 Hz, 1H),
3.80 (s, 3H), 2.13 - 2.02 (m, 1H), 1.90 — 1.79 (m, 1H), 1.19 — 1.11 (comp, 6H), 1.09 —
1.05 (comp, 18H), 3C NMR (125 MHz, CDCl;) 6 164.6, 163.1, 159.5, 152.5, 148.0,
141.8, 130.0, 128.7, 128.5, 122.2, 116.7, 113.8, 110.0, 109.4, 108.2, 79.3, 65.7, 57.6,
55.4,24.2, 18.1, 18.0, 13.9, 10.0, HRMS (ESI) m/z calc. for C34H4NOgSi (M+H)*:
592.3089, found: 592.3081.
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4-Methoxybenzyl (3R,6S5)-2-cyclopropyl-6-ethyl-3-phenyl-5-
[(triisopropylsilyl)oxy]-3,6-dihydro-2 H-1,2-0xazine-4-carboxylate (3n)

colorless oil; 93 mg, 82 % yield, [a]p?® = + 134° (¢ = 1.0, CHCl;), 90 % ee, [HPLC:
Chiralpak ADH column, 1% IPA in hexane (v/v), 1.0 mL/min, 250 nm, t;= 3.9 min
(major), t,= 5.2 min (minor)], 'H NMR (500 MHz, CDCl;) & 7.36 (d, J = 8.6 Hz, 2H),
7.26 — 7.20 (comp, 2H), 7.06 (d, J = 7.8 Hz, 2H), 6.93 — 6.87 (comp, 3H), 5.28 (d, J =
11.9 Hz, 1H), 5.02 (d, J=11.9 Hz, 1H, 4.24 (td, J = 7.3, 1.1 Hz, 1H), 4.04 (dd, J =
8.5, 1.1 Hz, 1H), 3.81 (s, 3H), 2.07 — 1.94 (m, 1H), 1.84 — 1.71 (m, 1H), 1.30 — 1.21
(m, 1H), 1.17 — 1.03 (comp, 6H), 0.96 (d, J = 3.6 Hz, 18H), 0.34 — 0.26 (comp, 3H),
0.11 — 0.03 (m, 1H), 3C NMR (125 MHz, CDCl3) & 166.2, 159.7, 158.5, 148.3,
130.7, 128.9, 128.4, 121.7, 116.6, 113.9, 111.2, 76.5, 65.9, 62.4, 55.4, 24.4, 17.9,
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17.8, 13.9, 13.7, 9.8, 3.9, 2.4, HRMS (ESI) m/z calc. for C;3HssNOsS1 (M+H)":
566.3296, found: 566.3288.

Methyl 3S,6R)-2-(4-methoxyphenyl)-6-methyl-3-phenyl-5-[(triisopropylsilyl)oxy]-
3,6-dihydro-2H-1,2-oxazine-4-carboxylate (30)

colorless oil; 89 mg, 87 % yield, [a]p?® = + 174° (¢ = 1.0, CHCI3), 83% ee, [HPLC:
Chiralpak ADH column, 1% IPA in hexane (v/v), 1.0 mL/min, 250 nm, t;= 9.3 min
(major), ty= 11.5 min (minor)], '"H NMR (500 MHz, CDCl;) & 7.20 — 7.13 (comp,
5H), 6.90 (d, J = 9.0 Hz, 2H), 6.73 (d, J = 9.0 Hz, 2H), 5.46 (d, /= 1.4 Hz, 1H), 4.55
(qd, J = 6.6, 1.4 Hz, 1H), 3.73 (s, 3H), 3.59 (s, 3H), 1.56 (d, J = 6.6 Hz, 3H), 1.22 —
1.16 (comp, 3H), 1.12 (t, J = 6.2 Hz, 18H), '*C NMR (125 MHz, CDCl;) & 166.1,
162.6, 155.6, 141.7, 137.6, 129.7, 127.6, 127.5, 119.7, 113.9, 109.5, 74.4, 55.6, 51.3,
18.1, 18.0, 17.9, 17.0, 13.8, HRMS (ESI) m/z calc. for CyH4pNOsSi (M+H)*™:
512.2827, found: 512.2829.

Methyl (3R,6S5)-6-ethyl-2-(4-methoxyphenyl)-3-phenyl-5-[(triisopropylsilyl)oxy]
-3,6-dihydro-2H-1,2-oxazine-4-carboxylate (3p)

colorless oil; 96 mg, 91 % yield, [a]p?® = + 203° (¢ = 1.0, CHCl3), 96% ee, [HPLC:
Chiralpak ADH column, 1% IPA in hexane (v/v), 1.0 mL/min, 250 nm, t;= 5.8 min
(major), t,= 6.9 min (minor)], 'H NMR (500 MHz, CDCls) 8 7.23 — 7.18 (comp, 2H),
7.18 — 7.12 (comp, 3H), 6.92 (d, J = 9.0 Hz, 2H), 6.74 (d, J = 9.0 Hz, 2H), 5.50 (s,
1H), 4.35 (d, J = 8.8 Hz, 1H), 3.73 (s, 3H), 3.59 (s, 3H), 2.14 — 2.03 (m, 1H), 1.96 —
1.81 (m, 1H), 1.22 — 1.14 (comp, 3H), 1.14 — 1.08 (comp, 21H), *C NMR (125 MHz,
CDCl;) 6 166.2, 161.7, 155.5, 141.8, 138.0, 129.7, 127.6, 127.4, 119.6, 113.9, 110.0,
79.0, 65.0, 55.6, 51.3, 24.4, 18.0, 17.95, 17.8, 13.8, 10.4, HRMS (ESI) m/z calc. for
C30H44NOsSi (M+H)*: 526.2983, found: 526.2985.
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Methyl (35,6 R)-2-(4-methoxyphenyl)-6-octyl-3-phenyl-5-[(triisopropylsilyl)
oxy]-3,6-dihydro-2H-1,2-oxazine-4-carboxylate (3q)

colorless oil; 101 mg, 83 % yield, [a]p?® = + 234° (¢ = 1.0, CHCIl3), 93% ee, [HPLC:
Chiralpak ADH column, 1% IPA in hexane (v/v), 1.0 mL/min, 250 nm, t;= 4.8 min
(major), t,= 5.3 min (minor)], 'H NMR (500 MHz, CDCls) 6 7.22 — 7.12 (comp, 5H),
6.91 (d, J=9.0 Hz, 2H), 6.73 (d, J = 9.0 Hz, 2H), 5.48 (s, 1H), 4.38 (d, J = 9.1 Hz,
1H), 3.73 (s, 3H), 3.58 (s, 3H), 2.08 — 2.00 (m, 1H), 1.83 (m, 1H), 1.66 — 1.59 (m,
1H), 1.50 — 1.39 (m, 1H), 1.28 (comp, 12H), 1.17 — 1.05 (comp, 21H), 0.88 (t, /= 6.9
Hz, 3H), *C NMR (125 MHz, CDCl;) 6 166.2, 162.0, 155.5, 141.8, 138.0, 129.7,
127.6, 127.4, 119.6, 113.9, 109.8, 78.2, 65.0, 55.6, 51.3, 32.0, 31.2, 29.8, 30.0, 29.4,
26.0, 22.8, 18.1, 18.0, 14.3, 13.8., HRMS (ESI) m/z calc. for C5sHssNOsSi (M+H)*:
610.3922, found: 610.3927.

Methyl (3S5,6R)-6-benzyl-2-(4-methoxyphenyl)-3-phenyl-5-[(triisopropylsilyl)
oxy]-3,6-dihydro-2H-1,2-oxazine-4-carboxylate (3r)

colorless oil; 100 mg, 85 % vyield, [a]p?® = + 183° (¢ = 1.0, CHCl3), 96% ee, [HPLC:
Chiralpak ADH column, 1% IPA in hexane (v/v), 1.0 mL/min, 250 nm, t;= 5.4 min
(major), ty= 7.2 min (minor)], '"H NMR (500 MHz, CDCl;) & 7.35 — 7.27 (comp, 4H),
7.07 (t,J=17.3 Hz, 1H), 6.99 (t,J= 7.5 Hz, 2H), 6.78 (comp, 4H), 6.67 (d, J = 8.8 Hz,
2H), 5.35 (s, 1H), 4.68 (t, J = 4.3 Hz, 1H), 3.70 (s, 3H), 3.55 (s, 3H), 3.31 (d, J=4.6
Hz, 2H), 1.30 — 1.13 (comp, 21H)., 3C NMR (125 MHz, CDCl;) & 165.9, 161.0,
155.6, 141.7, 137.4, 137.1, 130.0, 129.8, 128.5, 127.5, 127.3, 126.7, 120.0, 113.8,
111.3, 79.1, 66.3, 55.6, 51.3, 36.8, 18.2, 18.1, 17.9, 14.0, HRMS (ESI) m/z calc. for
C35H46NOsSi (M+H)*: 588.3140, found: 588.3143.
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Methyl (35,6 R)-6-isopropyl-2-(4-methoxyphenyl)-3-phenyl-5-[(triisopropylsilyl)
oxy]-3,6-dihydro-2H-1,2-oxazine-4-carboxylate (3s)

colorless oil; 83 mg, 77 % yield, [a]p?® = + 263° (¢ = 1.0, CHCIl3), 99% ee, [HPLC:
Chiralpak IC-3 column, 1% IPA in hexane (v/v), 1.0 mL/min, 250 nm, t;= 5.8 min
(major), t,= 1.5 min (minor)], '"H NMR (500 MHz, CDCl;) & 7.24 (d, J = 1.5 Hz, 2H),
7.18 —7.12 (comp, 3H), 6.92 (d, J = 9.0 Hz, 2H), 6.75 (d, J = 9.0 Hz, 2H), 5.56 (d, J =
1.4 Hz, 1H), 4.31 (t, /= 2.0 Hz, 1H), 3.73 (s, 3H), 3.60 (s, 3H), 2.49 — 2.40 (m, 1H),
1.13 (d, J= 7.2 Hz, 6H), 1.11 — 1.04 (comp, 21H)., *C NMR (125 MHz, CDCl;) &
166.4, 161.6, 155.2, 141.8, 138.6, 129.5, 127.6, 127.3, 118.9, 114.0, 110.3, 81.1, 64.0,
55.7,51.3,29.2, 19.7, 18.1, 18.0, 16.4, 13.9, HRMS (ESI) m/z calc. for C3;H46NO5Si
(M+H)™: 540.3140, found: 540.3144.

Et
OTIPS
MeO,C

Methyl 3-ethyl-2-[(triisopropylsilyl)oxy|cycloprop-1-ene-1-carboxylate (4a)
colorless oil; 58 mg, 97 % yield, "H NMR (500 MHz, CDCl;) & 'H NMR (500 MHz,
CDCl) 6 3.73 (s, 3H), 2.39 — 2.30 (m, 1H), 2.17 (s, 2H), 1.73 — 1.60 (m, 1H), 1.52 —
1.36 (comp, 4H), 1.10-1.18 (comp, 18H), 0.94 (t, J = 7.5 Hz, 3H), *C NMR (125
MHz, CDCls) 6 207.1, 160.5, 148.4, 76.1, 51.5, 31.4, 26.9, 17.6, 12.4, 12.1, HRMS
(ESI) m/z calc. for CiH3,03Si (M+H)*: 299.2037, found: 299.2035.

3. General Procedure for TIPS-Group Removal Reactions

ArLN,o WEt ArLN,o WEt
TBAF (1.0 M, 2.0 eq)
A2 NoTiPS DCM, 0 °C A2 NoH
CO,R COR
(S,R)-3a, Ar' = Ar? = Ph, R = Me, 92% ee (S,R)-5a, 97% yield, 92% ee
(S,R)-3i, Ar' = Ar>= Ph, R = 4-OMeBn, 98% ee (S,R)-5i, 95% vyield, 98% ee
(S,R)-3k, Ar' = 3-CICgH,4, Ar' = 4-CICgH,, R = 4-OMeBn, 90% ee (S,R)-5k, 98% yield, 90% ee

To a solution of the TIPS-protected 6-ethyl-3,6-dihydro-2H-1,2-oxazine derivative 3
(1.0 equiv.) in dry dichloromethane stirred at 0 °C under N2 was added tetra-n-
butylammonium fluoride (1.0 M in THF, 2.0 equiv.) dropwise via syringe over 5 min.
The reaction solution was then allowed to stir at room temperature for 1 hour. The
reaction solvent was then removed under reduced pressure, and the residue was
purified by column chromatography on silica gel using a 10:1 mixture of hexane/ethyl
acetate as the eluent to afford the corresponding TIPS-deprotected compound 5.
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Methyl (35,6 R)-6-ethyl-5-hydroxy-2,3-diphenyl-3,6-dihydro-2H-1,2-0xazine
-4-carboxylate (5a)

colorless oil; 33 mg, 97 % yield, [a]p?® = + 134° (¢ = 1.0, CHCI3), 92% ee, [HPLC:
Chiralpak ADH column, 2% IPA in hexane (v/v), 1.0 mL/min, 250 nm, t;= 6.2 min
(major), t,= 5.6 min (minor)], '"H NMR (500 MHz, CDCl;) 6 12.22 (br, 1H), 7.21 —
7.12 (comp, 7H), 6.95 (d, J = 8.0 Hz, 2H), 6.90 (t, J = 7.3 Hz, 1H), 538 (d, /= 0.8
Hz, 1H), 4.62 (dd, J = 8.4, 2.5 Hz, 1H), 3.66 (s, 3H), 2.21 —2.12 (m, 1H), 1.94 — 1.84
(m, 1H), 1.16 (t, J= 7.5 Hz, 3H), 3C NMR (125 MHz, CDCls) 6 172.3, 148.2, 137.7,
129.5, 128.7, 127.6, 127.5, 122.4, 117.2, 99.4, 78.3, 62.9, 51.9, 23.5, 10.2, HRMS
(ESI) m/z calc. for C;0H,oNO4 (M+H)*: 340.1543, found: 340.1539.

4-Methoxybenzyl (35,6 R)-6-ethyl-5-hydroxy-2,3-diphenyl-3,6-dihydro-2 H-
1,2-oxazine-4-carboxylate (5i)

colorless oil; 42 mg, 95 % yield, [a]p?® = + 134° (¢ = 1.0, CHCI3), 98% ee, [HPLC:
Chiralpak ADH column, 10% IPA in hexane (v/v), 1.0 mL/min, 250 nm, t;= 4.6 min
(major), t,= 7.7 min (minor)], '"H NMR (500 MHz, CDCl;) 6 12.17 (br, 1H), 7.20 —
7.11 (comp, 7H), 6.93 (d, J = 7.7 Hz, 2H), 6.90 — 6.83 (comp, 3H), 6.74 (d, J = 8.7
Hz, 2H), 5.36 (d, J = 1.2 Hz, 1H), 5.05 (d, J = 12.2 Hz, 1H), 4.99 (d, J = 12.2 Hz,
1H), 4.62 (dd, J= 8.4, 2.2 Hz, 1H), 3.79 (s, 3H), 2.22 — 2.10 (m, 1H), 1.96 — 1.83 (m,
1H), 1.17 (t, J = 7.4 Hz, 3H), 13C NMR (125 MHz, CDCl3) 6 172.4, 170.6, 159.6,
148.2, 137.8, 129.8, 129.4, 128.6, 127.6, 127.5, 122.4, 117.3, 113.9, 99.6, 78.4, 66.2,
63.1, 55.4, 23.5, 10.2, HRMS (ESI) m/z calc. for Cy;H,sNOs (M+H)*: 446.1962,
found: 446.1963.

OH O
Et/,,Hj)J\O/\Q\
Cl

1<he

4-Methoxybenzyl (35,6R)-2-(2-chlorophenyl)-3-(4-chlorophenyl)-6-ethyl-5-

OMe
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hydroxy-3,6-dihydro-2H-1,2-0xazine-4-carboxylate (5k)

colorless oil; 50 mg, 98 % yield, [a]p?® = + 134° (¢ = 1.0, CHCIl3), 90% ee, [HPLC:
Chiralpak ADH column, 10% IPA in hexane (v/v), 1.0 mL/min, 250 nm, t;= 4.9 min
(major), t,= 6.3 min (minor)], '"H NMR (500 MHz, CDCl;) 6 12.18 (br, 1H), 7.13 —
7.03 (comp, 5H), 6.93 (t,J= 2.0 Hz, 1H), 6.90 — 6.83 (comp, 3H), 6.81 — 6.75 (comp,
3H), 5.30 (d, J = 1.1 Hz, 1H), 5.09 (d, J = 12.1 Hz, 1H), 4.96 (d, J = 12.1 Hz, 1H),
4.65 —4.60 (m, 1H), 3.80 (s, 3H), 2.22 — 2.11 (m, 1H), 1.94 — 1.83 (m, 1H), 1.17 (t, J
= 7.5 Hz, 3H), 3C NMR (125 MHz, CDCl3) & 172.4, 170.3, 159.8, 149.1, 136.0,
134.7, 133.6, 131.0, 129.7, 127.9, 127.3, 122.4, 117.0, 115.0, 113.9, 99.3, 79.0, 66.4,
62.4, 55.4, 23.3, 10.1, HRMS (ESI) m/z calc. for Cy;HpsC1LNOs (M+H)*: 514.1183,
found: 514.1177.

4. Reference

1. K. Dong, K., Marichev, X. Xu, and M. P. Doyle, High Stereocontrol in the
Preparation of Silyl-Protected y-Substituted Enoldiazoacetates, Synlett., 2019,
30, 1457-1461.

2. (a) L. Zheng, F. Gao, C. Yang, G. L. Gao, Y. Zhao, Y. Gao, W. Xia, Visible-
Light Mediated Anti-Regioselective Nitrone 1,3-Dipolar Cycloaddition Reaction
and Synthesis of Bisindolylmethanes. Org. Lett., 2017, 19, 5086—5089. (b) M.
M. Lo and G. C. Fu, Cu(I)/Bis(azaferrocene)-Catalyzed Enantioselective
Synthesis of B-Lactams via Couplings of Alkynes with Nitrones, J. Am. Chem.
Soc., 2002, 124, 4572-4573.
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5. NMR Spectra of New Compounds
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6. HPLC Traces for Racemic and Chiral Compounds

Methyl-6-ethyl-2,3-diphenyl-5-[(triisopropylsilyl)oxy]-3,6-dihydro-2 H-

1,2-oxazine-4-carboxylate (rac-3a)

DAD1 A, Sig=250,4 Ref=off (DKY\dk135race-ADH-9901-10-1.0-1.0)

maLl | = g
200 OTIPS
fea MeO,C.__Et
100-= .0
: PN
= Ph
0 rac-3a
i 3 3 i 5 min
[ I+
# Time Area Height Width  Area% Symmetry
[ ] 4a38a [ 23477 | 239.4 [ o01s2a [ 49831 | o572 |
[z am2 | 2336 | 212.3 | o1s9s | so.ie9 | 0.807 |

Methyl (35,6R)-6-ethyl-2,3-diphenyl-5-|(triisopropylsilyl)oxy]-3,6-dihydro-2 H-

1,2-oxazine-4-carboxylate (3a)

DAD1T A, Sig=250,4 Ref=off (DHY\dk135a-ADH-9901-10-1 0 D)

MeO,C.__A_Et

PR N’O

Ph
3a

4930

]
2z ‘ OTIPS
1500 ‘
L
r

#* Time Area Height Width Area% Symmetry
R 4.55 | 17708 | 1940.8 [ ©.1424 | 96644 | o0.631 |
i =z | 4.93 | 614.9 | 57.7 | ©.1803 | 3358 | 0.64 |
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Methyl-6-ethyl-3-(4-fluorophenyl)-2-phenyl-5-[(triisopropylsilyl)oxy]-3,6-

dihydro-2H-1,2-oxazine-4-carboxylate (rac-3b)

DAD1 A, Sig=250.4 Ref=off (DK\dk133C-ADH-3901-10-1.0-2.0)

mdll | [=]
B OTIPS 3
- MeO,C.__Et
E| .0
100 N
= Ph
50| F
o—E rac-3b ,
& T T T T T T T - T T i
1 2 3 4 5 [:] 7 min
[T [*]
# Time Area Height Width Area% Symmetry
[t [ a7 [ 22809 [ 2155 [ o0.1629 [ 49.906 | 0603 |
[ 2] 54 [ 2905 [ 179 | o974 [ 50094 [ 0613 |

Methyl (3R,65)-6-ethyl-3-(4-fluorophenyl)-2-phenyl-5-[(triisopropylsilyl)oxy]-3,6

-dihydro-2H-1,2-oxazine-4-carboxylate (3b)

DAD1 A, Sig=250.4 Ref=off (DK¥\dk153B-F-ADH-8301-10-1.0 O)

mall - OTIPS A
400—; MeO,C ~ WEt
300- .
o
200
Ph
] F I
100 o
= 3b 0
0] s T
& T T T T T T 5
1 2 3 4 5 a min
[o] [2]
# Time Area Height Width Area% Symmetry
[1] 471 [ 53938 [ 4731 | 04744 [ 95574 | 0707 |
[ 2| seiz | 2488 | 19.9 | 0194 | a426 | o073 |
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Methyl-6-ethyl-3-(naphthalen-2-yl)-2-phenyl-5-[(triisopropylsilyl)oxy|-3,6-dihyd
ro-2H-1,2-oxazine-4-carboxylate (rac-3c)

DAD1 A, Sig=250.4 Ref=off (DKY\dk133J-ADH-9901-10-1.0-2.0)

400 %
300
200—|
100—2
0
1 3 3 4 5 e 7 s min
[+] I I
# Time Area Height Width Area% Symmetry
[1] 579 | &0984 [ 4575 | 0.2035 | 49.673 | 0.668 |
2] 705 | eims8 | 3372 | 0283 | 50327 | 0705 |
Methyl (3R,65)-6-ethyl-3-(naphthalen-2-yl)-2-phenyl-5-[(triisopropylsilyl)oxy]
-3,6-dihydro-2H-1,2-oxazine-4-carboxylate (3¢)
DAD1 A, Sig=250.4 Ref=off (DKYWwk155A EE-ADH9901-10-0.91.0)
e oTIPS A
1502 MeO,C._h_ . Et &
125; | o
100 SN
75—; Ph
50| o
25—3 O §
0= 3c i
- T [T e (E
1 7 3 4 5 [:] T B min
[ ] |
# Time Area Height Width Area% Symmetry
[1 ] sm7 [ 2sss | 1857 | 0.2169 | 95458 | o0.652 |
2] 7000 [ 1284 | 6.2 | o086 | 4542 | 0867 |
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Methyl-3-(4-bromophenyl)-6-ethyl-2-(4-methoxyphenyl)-5-

[(triisopropylsilyl)oxy]-3,6-dihydro-2H-1,2-0xazine-4-carboxylate (rac-3d)

DAD1 A, Sig=250.4 Ref=off (DKYWk166b-ADH-9703-10-1.0-1-RACE.D)

E oTIPS
1505

MeO,C. A\ Et

(X}

-
I 1
£
g
o
H
5
7788
P

=l
El

0
# Time Area Height Width Area% Symmetry
[1] 557 | 22336 | 166 [ o201 [ 4313 | o866 |
[2 ] 7me | =158 | 95.5 | 03551 [ s0.687 | 0705 |

Methyl (3R,65)-3-(4-bromophenyl)-6-ethyl-2-(4-methoxyphenyl)-5-
[(triisopropylsilyl)oxy]-3,6-dihydro-2H-1,2-0xazine-4-carboxylate (3d)

DAD1 A, Sig=250, 4 Ref=off (DKY\dk165b-ADH-9703-10-1.0-1-EE. D)

E oTIPS 3

= MeO,C WEt
10007 \f\
Z .0
2002 /@ N
600— Br

400
200 OMe ]
=| 3d =
03 .
b T T T T T T T T =
1 2 3 4 5 e 7 8 min
[T I
# Time Area Height Width Area% Symmetry
[[1 ] 5594 [ 176656 | 12762 | 02087 | 97382 | 0.723 |
[2] 78 | ama9 | n | o3sis | 2618 | o073 |
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Methyl-2-(3-chlorophenyl)-3-(4-chlorophenyl)-6-ethyl-5-

[(triisopropylsilyl)oxy]-3,6-dihydro-2H-1,2-0xazine-4-carboxylate (rac-3e)

DAD1 A, Sig=250,4 Ref=off (DKY\dk133N-ADH-8901-10-1.0.0)

mAl - oTIPS 2
o= MeO,C_~~_Et 3
300—| N,O
200—| Cl
1no—f cl
n_ rac-3e
5 T T T T T I
1 2 3 & 8 min
[« D
# Time Area Height Width Area% Symmetry
[1 ] 4825 [ 51504 | 4441 | 01773 [ 49920 | 0.631
[ 2] 58 | 5168 | smes | oo2095 [ sooso [ o659

Methyl-(3R,65)-2-(3-chlorophenyl)-3-(4-chlorophenyl)-6-ethyl-5-
[(triisopropylsilyl)oxy]-3,6-dihydro-2H-1,2-0xazine-4-carboxylate (3e)

DAD1 A, Sig=250,4 Ref=off (DKY\dk155c-cHADH-9901-10-0.9.00

200—

oTIPS
Me0,C. A~ Et

€00—| /@ N©
400 el
Q 5
200 cl o
0_: 3e e
- T T T T T T I
1 2 ] 5 L] min
[« ] |
# Time Area Height Width Area% Symmetry
[1] 4947 | 143579 | w54 | 02091 | 8728 | 0.645
[ 2] 5558 | 150367 | 10311 | 02341 | 91372 | 0.648
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Benzyl-6-ethyl-2,3-diphenyl-5-[(triisopropylsilyl)oxy]-3,6-dihydro-2 H
-1,2-oxazine-4-carboxylate (rac-3f)

DAD1 A, Sig=250 4 Ref=off (DKY\dk-158A-ADH-8801-10-1.0-1.0)
mi 7| &
E O OTIPS 8
E &
Crers”
150 —| O
Ph N~
100 | |
Ph
w:
3 rac-3f
o) L
- T T T T T T T 1
1 2 3 4 5 6 3 min
[I ] ]
# Time Area Height Width Area% Symmetry
[[1 ] 4529 | ao012 | 2635 | 0742 | 50.499 | 0.685 |
[ 2] 576 | 29919 [ 2032 | 02209 | 48501 | 0712 |

Benzyl (3R,6S5)-6-ethyl-2,3-diphenyl-5-[(triisopropylsilyl)oxy]-3,6-dihydro-2 H
-1,2-oxazine-4-carboxylate (3f)

DAD1T A, Sig=250.4 Ref=off [DKYDK159A-Bn-ADH-2901-2-1.0.0)

mal - Pz}
E O OTIPS
2000
3 WEt
. ©/\O%
of o .0
1000 Ph' N
500 Ph 2
. 3f R . 5
- T T T T T T T
1 2 a 4 5 -] o min
[T I |
# Time Area Height Width Area% Symmetry
[[1 ] #s2s5 | 300035 | 2660.7 | 0.167% | 98.74% | 0.686 |
2] 579 | mm17 | 229 | 02527 | 12%6 | os0z |
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4-Bromobenzyl-6-ethyl-2,3-diphenyl-5-[(triisopropylsilyl)oxy]-3,6-dihydro-2 H
-1,2-oxazine-4-carboxylate (rac-3g)

DAD1 A, Sig=250,4 Ref=off (DKY\DK241-ODH-2801-RACE0.7.0)
i)
e O OTIPS
500— /@/\O%Et
400
E .0
300 Br Ph N
2002 Ph
100- rac-3g
T T T T T T ]
1 2 3 4 5 8 min
[T ] O]
# Time Area Height ‘Width Area% Symmetry
[1] sm8 | smw01 | 755 | 01243 | 49872 | 0.755 |
[ 2] sss7 | 571 | 486 | 0.8 | 50.128 | 0.904 |

4-Bromobenzyl 3R,65)-6-ethyl-2,3-diphenyl-5-[(triisopropylsilyl)oxy]-3,6-
dihydro
-2H-1,2-oxazine-4-carboxylate (3g)

DAD1 A, Sig=250,4 Ref=off (DKY\dk241-0DH-3801-EE.D) Z
mALl - S
2y O OTIPS
200~
jonaes
150 —| N o
Br Ph" "N
100—| |
Ph
o
= 3g
L=
T T T T T T b |
1 2 3 4 5 li] min| | =]
[ [¥]
# Time Area Height Width Area% Symmetry
[ ] 5184 2176.4 275 | 01183 [1o0.000 ] o669
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4-(Trifluoromethyl)benzyl-6-ethyl-2,3-diphenyl-5-[(triisopropylsilyl)oxy]
-3,6-dihydro-2H-1,2-oxazine-4-carboxylate (rac-3h)

DAD1 A, Sig=250 4 Ref=off ({DKY\dk-158BCF3-ADH-9901-10-1.0.0)

ITWU_:
2 (@] OTIPS
254]*: Et
200 /@/\o =z er
: &
=| .0 2.
b FsC Ph” ON S
100—; ll"h
s rac-3h
0 L
B T T T T T T T T T
1 2 3 4 5 =] i 8 9 min
[oI [+]
# Time Area Height Width Area% Symmetry
[1] 3798 | 26934 | 3036 | 0.1478 | 50491 | 0.653 |
2] 8062 | 26909 | 1048 | 0401 | 49509 | 0778 |

4-(Trifluoromethyl)benzyl (3R,65)-6-ethyl-2,3-diphenyl-5-[(triisopropylsilyl)oxy]
-3,6-dihydro-2H-1,2-oxazine-4-carboxylate (3h)

DAD1 A, Sig=250,4 Ref=off (DK'Y\DK1598-CF3-ADH-8801-10-1.0.0)

mel
700 O OTIPS
B800—|
E Et
500_3 Q/\O%\
400 N (0]
| AN -
e FiC PR N
200 Ph
: o
100 - 3h 8
g
e T T T T T T T T T =
1 2 3 4 3] 6 7 2 9 min
K o
# Time Area Height Width Area% Symmetry
[1] 37 | &4 | 7509 | 0.1305 | 98.700 | 0.624 |
[ 2] 8022 | 5.5 [ 3.5 | 03744 | 1300 | o0m3 |
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4-Methoxybenzyl-6-ethyl-2,3-diphenyl-5-[(triisopropylsilyl)oxy]
-3,6-dihydro-2H-1,2-oxazine-4-carboxylate (rac-3i)

DAD1 A, Sig=250 4 Ref=off (DKY\dk156A-ADH-9901-10-1.0 D)

Tl O OTIPS 3

] Et
1850 /@AO%
100 MeO P N©

|
50 Ph
= rac-3i ’ )
0= T

1 2 3 4 5 6 T Irrl'n
(I J ]
# Time Area Height Width Area% Symmetry
[t ] 484 ]| 24651 | 2154 | 0.4745 | 50.247 | 0.662 |
[ 2] 7331 | 2a4a08 | 108 | o307 | 49753 | o074 |
4-Methoxybenzyl (3R,65)-6-ethyl-2,3-diphenyl-5-[(triisopropylsilyl)oxy]
-3,6-dihydro-2H-1,2-oxazine-4-carboxylate (3i)
DAD1 A, Sig=250 4 Ref=off (DKY\dk156A-PMB-ADH-9501-10-1.0.D)
mN_I_: i
o O OTIPS
150_ MeO ph N©
100 |
3 Ph .
50| 2
3 3i =
0 -+
i 5 i : ! : P 5
A1 I}
# Time Area Height Width Area% Symmetry
[t ] as512 | 3585 | 3063 | 0.4721 | 9905 | 0.68 |
[ 2| 7ras | 33.8 | L5 | 03239 | 094 | o0mes |
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3,4,5-Trimethoxybenzyl-6-ethyl-2,3-diphenyl-5-[(triisopropylsilyl)oxy]
-3,6-dihydro-2H-1,2-oxazine-4-carboxylate (rac-3j)

DAD1 A, Sig=250,4 Ref=off {DKY\dk180-ADH-9901-1.0.0)

mad | ]
‘HJU—:
i O OTIPS 8
] MeO. Et =
=
- O
.0
MeO Ph N
40— |
OMe Ph
25 rac-3j
;
T T T T T T T
2 4 8 8 10 12 14 min|
[ [+
# Time Area Height Width Area% Symmetry
[ 1] 838 [ 30215 | 1196 | 03821 | 50.178 | 0.735 |
[2 [ 1275 | 3000 [ 4.7 | o3 [ a9822 | 0742 |

3,4,5-Trimethoxybenzyl (3R,6S5)-6-ethyl-2,3-diphenyl-5-[(triisopropylsilyl)oxy]
-3,6-dihydro-2H-1,2-oxazine-4-carboxylate (3j)

DAD1 A, Sig=250.4 Ref=off {DKY'\dk180-ADH-9901-1.0-ee.0)

mAL | [}
200
5 O OTIPS
150—|
] MeO o%.ﬁt
10 MeO PR
| OMe
20
3 g
o
T T T T T T T
2 4 -] 8 10 12 14 min
[« ] D}
# Time Area Height Width Area% Symmetry
[t ] 8035 [ 5725 | 2413 | 03697 | 99.617 | 0733 |
[ 2 ] 12375 | 22,1 | 4se1 | owswss | 0383 | 1434 |
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4-Methoxybenzyl-2-(3-chlorophenyl)-3-(4-chlorophenyl)-6-ethyl-5-
[(triisopropylsilyl)oxy]-3,6-dihydro-2H-1,2-0xazine-4-carboxylate (rac-3Kk)

DAD1 A, Sig=250,4 Ref=off (DKY\k166f-ADH-9703-10-1.0.0)

e _’ O OTIPS

o
= T
150 @/\O Bt s
1255 0
1005 MeO

L] 7 Imin
[oI I
# Time Area Height Width Area% Symmetry
[1 ] 4s:8 [ 24415 [ 2125 [ o047 [ 48614 | 0632 |
[ 2] se42 | 247a4 [ 1308 | 0293 [ 50386 | 0736 |

4-Methoxybenzyl (3R,65)-2-(3-chlorophenyl)-3-(4-chlorophenyl)-6-ethyl-5-
[(triisopropylsilyl)oxy]-3,6-dihydro-2H-1,2-0xazine-4-carboxylate (3k)

DAD1 A, Sig=250 4 Ref=off (DKY\dk167F-ADH-8501-10-1.0.0)

2007': O  OTIPS

3 /@/\O%J\Et
150 —|

| e

= MeO "

@
g
3k e m o
0 L
T T T T T T T 7
1 br 4 3 4 5 6 7 min|
[oI
# Time Area Height Width  Area% Symmetry
[t ] 44 [ 208 [ 2419 [ o048 [ 95362 | 0643 |
[ 2] 5855 [ 1372 | 7.6 [ o2 | 463 | o082 |
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4-Methoxybenzyl-6-ethyl-3-phenyl-2-(thiophen-2-yl)-5-
[(triisopropylsilyl)oxy]-3,6-dihydro-2H-1,2-oxazine-4-carboxylate (rac-31)

DAD1 A, Sig=250.4 Ref=off (DKYwk166b-ADH-8703-10-1.0.0)

madl | ™
25‘]{ o OTIPSEt

200-= @/\ O)Ykr

150= MeO Ph °

N
77s

0;'_ rac-3|

13
o > 8039

-||2

# Time Area Height Width Area% Symmetry
[t ] 4s23 | 36067 | 3078 | 0.1807 | 49.691 | 0.603 |
[ 2] o | 3516 | 1654 | 0332 | s0.308 | 0806 |

4-Methoxybenzyl (3R,65)-6-ethyl-3-phenyl-2-(thiophen-2-yl)-5-
[(triisopropylsilyl)oxy]-3,6-dihydro-2H-1,2-oxazine-4-carboxylate (31)

DAD1 A, Sig=250,4 Ref=off (DKY\dk167b-ADH-8801-10-1.0.0)

™2 o OTIPS ]
259—’ J©/\ 0%,\&

zues N0

— MeO PR N

1oo—§ X/ S
50 —

8.101

F3 4 L] 8!
[T |
# Time Area Height Width Area% Symmetry
[1] 4s32 [ 6743 | 3124 | 0.1813 | 95800 | 0.615 |
[ 2] smw1 [ 611 | 7.4 | o3z | 4200 | o7s |
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4-Methoxybenzyl)-6-ethyl-2-(furan-2-yl)-3-phenyl-5-
[(triisopropylsilyl)oxy]-3,6-dihydro-2H-1,2-oxazine-4-carboxylate (rac-3m)

DAD1 A, Sig=250,4 Ref=off (DKY\dk166d-ADH-5703-10-1.0.0)

5134

80|

“

20— rac-3m

(B .

1 2 2 4 s ° in
[ ]

# Time Area Height Width Area% Symmetry
[1] 4275 [ 1309 [ 1578 | 0.1605 | 49.958 | 0.517 |
2] 513 | 1337 | 1304 | 01922 | 50042 | 0615 |

(3R,65)-4-Methoxybenzyl-6-ethyl-2-(furan-2-yl)-3-phenyl-5-
[(triisopropylsilyl)oxy]-3,6-dihydro-2H-1,2-0xazine-4-carboxylate (3m)

DAD1 A, Sig=250.4 Ref=off (Snapshat.d}

1| ]
E 0 OTIPS
250
E| /@AO%"\B
200—
: w0
o MeO PR N
100—2 ~ 0
50 3m 2
= &
0-
T T T T T T
1 2 3 4 5 8
[T
# Time Area Height Width  Area% Symmetry
[1 ] a2 ] 3141 [ s008 [ o158 [ 98755 | 0.515 |
[2 ] 5188 ] 3.6 | 3.3 [ oassr | 1245 | oee7 |
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4-Methoxybenzyl-2-cyclopropyl-6-ethyl-3-phenyl-5-[(triisopropylsilyl)oxy]-3,6-
dihydro-2H-1,2-oxazine-4-carboxylate (rac-3n)

DAD1 A, Sig=250 4 Ref=off (DKY\dk166c-ADH-3301-10-1.0 O)

madl ™ @©
= o OTIPS N
; /@/\O%Et §
300—|
mj MeO P N
100—; A
E rac-3n
0
1 2 3 4 5 6 min
[0 ] O]
# Time Area Height Width Area% Symmetry
[1 ] =&m [ 3m64 | 432 [ 01101 [ 50015 | 0703 |
[ 2] 5082 | 3728 | 302 | 01786 | 49.8%4 | 0592 |
4-Methoxybenzyl (35,6R)-2-cyclopropyl-6-ethyl-3-phenyl-5-
[(triisopropylsilyl)oxy]-3,6-dihydro-2H-1,2-0xazine-4-carboxylate (3n)
DAD1 C. Sig=210.4 Ref=off (Snapshat.d}
mall | =3
1600 o OTIPS
1400 —|
1200_2 /@/\O%_\\Et
o MeO Ph N©
= A :
200 3n &
; 3 3 4 5 ‘ min
[ |
3 Time Area Height Width Area% Symmetry
[1 ] 3847 [ 172329 [ 16988 | 0.153 | 95272 | 1.057 |
[2] 516 [ 853 | s81 | 01805 [ a7s [ o567 |
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Methyl -2-(4-methoxyphenyl)-6-methyl-3-phenyl-5-[(triisopropylsilyl)oxy]-
3,6-dihydro-2H-1,2-oxazine-4-carboxylate (rac-30)

DAD1 A, Sig=250,4 Ref=off (DKY\DK303C-RACE-ADH-9901-1.0.0)

s oTIPs g 2
500__ MeOZCf\rMe = a"‘\\
400 ph  N©
300
200
= OMe
100
| o , rac-30 A .
0| 1
T T T T T T T T T T T T T T T
4 8 2 10 12 min
[T |
# Time Area Height Width Area% Symmetry
[1 ] 92 [ 111823 6251 | 0.2982 | 49.706 | 0.752 |
[ 2] 1198 | 113146 5039 | 03743 | 50.294 | 0.791 |
Methyl (3R,6S5)-2-(4-methoxyphenyl)-6-methyl-3-phenyl-5-
[(triisopropylsilyl)oxy]-3,6-dihydro-2H-1,2-0xazine-4-carboxylate (30)
DAD1 A, Sig=250 4 Ref=off (DKY\DK303D-EE-ADH-8301-1.0.D)
mal= oTIPS
400 MeO,C. A~ .\Me
350 o
200= PR N7
280
2002
1505 o
1002 OMe 5
50—; 30 -
0] —
4 " e s 10 2 mn
[] D}
# Time Area Height Width Area% Symmetry
[1 ] 927 [ &322 4453 | 0286 | 91206 | 0.7 |
[ 2 [ 1147 | &o24 37 | 03391 [ 8794 | o888 |
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Methyl-6-ethyl-2-(4-methoxyphenyl)-3-phenyl-5-[(triisopropylsilyl)oxy]

-3,6-dihydro-2H-1,2-oxazine-4-carboxylate (rac-3p)

DAD1 A, Sig=250,4 Ref=off (DKY\dk133K-ADH-9901-10-1.0.0)

mall - oTIPS =
ot Meoch\ra g
3 el
150- Ph” N
100—_:
50—: OMe
0] rac-3p
i T T T T T "_
1 2 3 4 7 i
[T ] |
# Time Area Height Width Area% Symmetry
[1 ] 593 [ 3068 [ 2605 | 0.222 | 50.238 | 0.628 |
[ 2] 705 | 35724 | 1982 | o273 [ 49762 [ o643 |

Methyl (3R,65)-6-ethyl-2-(4-methoxyphenyl)-3-phenyl-5-[(triisopropylsilyl)oxy]

-3,6-dihydro-2H-1,2-oxazine-4-carboxylate (3p)

| DAD1 A, Sig=250,4 Ref=off (DKY\dk155b-EE-ADH-9901-10-0.91.0)

0

=] OTIPS
i MeOZC\f\ WEt
] P NC
o
2]
20-] oM 5
| ©
0= —3p- o
] I I 1 - =
[T I+
# Time Area Height Width Area% Symmetry
[1] 5783 [ 12466 [ w04 | 02201 | 97.882 | 0.621 |
[2] sam | 33 [ 7 | 02737 | 2118 | o568 |
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Methyl -2-(4-methoxyphenyl)-6-octyl-3-phenyl-5-[(triisopropylsilyl)oxy]
-3,6-dihydro-2H-1,2-oxazine-4-carboxylate (rac-3q)

DAD1 A, Sig=250,4 Ref=off [DKY\DK303A-RACE-ADH-3301-1.0-1.00

2 oTIPS
1000—2 MeOC A\ -CeHir
aoo—? P N
DDO—-
400
OMe
200-]
o—: rac-3q
' i : : : : : =
[ 2
# Time Area Height Width Area% Symmetry
[1 ] 4803 [ 105784 | 12328 | 0143 [ 47410 | @
[ 2] 5299 | 11743 | 10522 | 0.1859 | 52580 | 0.917 |
Methyl (3R,65)-2-(4-methoxyphenyl)-6-octyl-3-phenyl-5-[(triisopropylsilyl)oxy]
-3,6-dihydro-2H-1,2-oxazine-4-carboxylate (3q)
‘ DAD1 A, Sig=250 4 Ref=off (DKY\DKI03A-EE-ADH-9901-1.0.0)
e OTIPS
e00= MeOZC\f\,\Cqu
500—2 PN
400—;
300*_
200- OMe
100-=
] 3a e R
0 L
1 2 3 4 5 e min
[« I I
# Time Area Height Width Area% Symmetry
[1] 475 | s0%.7 | 6844 | 01475 | 96616 | 0731 |
[ 2] 526 [ 2121 | 15.6 | 02273 | 3383 | omss |
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Methyl-6-benzyl-2-(4-methoxyphenyl)-3-phenyl-5-[(triisopropylsilyl)oxy]
-3,6-dihydro-2H-1,2-oxazine-4-carboxylate (rac-3r)

DAD1 A, Sig=250,4 Ref=off {(Snapshot.d)

OTIPS o
2004 ;
z MeO,C Bn &
175= i o
E o S
1502 Ph N i
125
1002
75|
50| OMe
25—
P rac-3r ; i
T T T T T T T T T
1 2 3 L] 5 8 7 3 min
[T ] |
# Time Area Height Width Area% Symmetry
[t ] 5401 [ 21566 | 2242 | 0.1604 | 50.010 | 0.645 |
[ 2] 7175 | 21557 | 1427 | 0.2518 | 49990 | 0.686 |

Methyl (3R,65)-6-benzyl-2-(4-methoxyphenyl)-3-phenyl-5-[(triisopropylsilyl)oxy]

-3,6-dihydro-2H-1,2-oxazine-4-carboxylate (3r)

[ DAD1 A, Sig=250,4 Ref=off (Snapshat.d)

oLl oTIPS
5 MeOaC._~_Bn
400
] ph N
300
zoo—f
E OMe
100 @
= i
5 3r =
0— S— |
L : : : 5 e 7 min
[ o
# Time Area Height Width Area% Symmetry
[1 ] 5417 [ 50183 [ 5132 [ o0.1419 | 97.85¢ | 0.661 |
[2] 7188 ] 110 | 7.9 | 02135 [ 219 | 0872 |

S54




Methyl -6-isopropyl-2-(4-methoxyphenyl)-3-phenyl-5-[(triisopropylsilyl)oxy]-
3,6-dihydro-2H-1,2-oxazine-4-carboxylate (rac-3s)

DAD1 A, Sig=250.4 Ref=off (DKNDKI03B-RACE-IC-9901-1.0-1.00

= OTIPS
E i
150 MeO,C _ Pr
100= P >N©
Q)
03 ’
i T T T OMe T T T T T T
1 2 3 4 5 6 I & i
[T rac-3s [
# Time Area Height Width Area% Symmetry
[+ ] 585 [ 18093 [ 1915 | 0.1575 | 50.731 | 0.634 |
[ 2] 7a8 | 17572 | 1248 | 02346 | 49.269 | 065 |

Methyl (3R,65)-6-isopropyl-2-(4-methoxyphenyl)-3-phenyl-5-
[(triisopropylsilyl)oxy]-3,6-dihydro-2H-1,2-0xazine-4-carboxylate (3s)

DAD1 A, Sig=250.4 Ref=off (DK\DK303C-EE-C-8301-1.0.0) OTIPS
mAL | i [
= MeOZC\f\_\\Pr
E SN}
200~ PR N
200— &
oo <> 2 gt
2 g &
: o
0| OMe [
T T T 1 T T T T A
: 2 3 4 5 i} 7 8 i
3s
[ ] 28]
# Time Area Height Width Area% Symmetry
[1 ] ssss [ sose1 | 4m4 | 01597 | 99735 | 0.585 |
[2 ] 7461 ] 13.4 [ 1.4 | oase7 [ o265 [ 0
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Methyl-6-ethyl-5-hydroxy-2,3-diphenyl-3,6-dihydro-2 H-1,2-oxazine-4-
carboxylate (rac-5a)

DADI A, Sig=250 4 Refoff (DKYDK1S4-ADHS802-10-1.00) (||

= &
= MeO,C _ Et E
20-
10 Ph
(=
T T L T
1 2 racBa 3 4 5 € 7
[o] T
# Time Area Height Width  Area% Symmetry
[1 ] sess [ a2 | 33.9 [ o282 [ 49757 | o.04 |
[2] &1 [ #8s | 0.3 | 02468 [ 50243 [ ose3 |

Methyl (3R,65)-6-ethyl-5-hydroxy-2,3-diphenyl-3,6-dihydro-2H-1,2-0xazine-4
-carboxylate (5a)

DAD1 B, Sig=254 4 Ref=off (DKY\DK184-ADH-5802-10-1 0-ee D}

OH
ma o ur

200—5 MGOZC\h‘\\Et ~
150_5
100-=| it
%0 PN .
E | ;
- T T T Ph T T T T
1 p 3 4 5 L] 7
5a
Ell
# Time Area Height Width Area% Symmetry
[1] 5661 | 1763 | 13.1 [ 02068 | 4081 | o0.669 |
2] &1 | 41346 | 2751 | 02334 [ 95909 | 07 |
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4-Methoxybenzyl-6-ethyl-5-hydroxy-2,3-diphenyl-3,6-dihydro-2H
-1,2-oxazine-4-carboxylate (rac-5i)

DAD1 A, Sig=250,4 Ref=off {DKY\DK193-ADH-9010-10-1.0-1.0)

4646

il
=
@
: ;
o
T
=
Z \
o
m
7684

e Ph
40— rac-5i
e
4 5 ] L) g in
] ]
# Time Area Height width  Area% Symmetry ‘
[1] a6% | 13588 | 1133 | 0.1828 | 50.683 | 0.593 |
[ 2] 7e8a [ 13222 | 76.2 | 024 [ 49317 | o085 |
4-Methoxybenzyl (3R,65)-6-ethyl-5-hydroxy-2,3-diphenyl-3,6-dihydro-2H
-1,2-oxazine-4-carboxylate (5i)
DAD1 A, Sig=250.4 Ref=off (DKY\DK193-ADH-9010-10-1.0ee.0)
mAl | El
400—_
300—_ O OH
ey
- MeO pr N O
120 Ph
100—i 5 .
2 3
] 5 s 7 s min
K] -l
# Time Area Height Width  Area% Symmetry
[1] 4642 [ 51562 | 4345 | o0.1812 | 9209 | 0.608 | ‘
2] 7es2 | 47 | 2.7 | o0.2853 | 0204 | 0655 |
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4-Methoxybenzyl-(3-chlorophenyl)-3-(4-chlorophenyl)-6-ethyl-5-hydroxy-3,6-
dihydro-2H-1,2-oxazine-4-carboxylate (5k)

DAD1 A, Sig=250.4 Ref=off (DKY\DK195-ADH-9010-10-1.0.0)

@
te0- e
140—-j O OH o
1202 /@AO%"‘B
100% MeO' /©\" n©
Q)
o cl
40- rac-5k
2=
o
i 2 3 4 5 o 7 i
[4] I I}
# Time Area Height Width Area% Symmetry
[1] 4811 [ 20703 [ 1736 | 0.1988 | 50.495 | 0.698 |
[ 2] 6278 | 20287 | 1418 | 0.2386 | 49.505 | 0.677 |
4-Methoxybenzyl (3R,6S5) (3-chlorophenyl)-3-(4-chlorophenyl)-6-ethyl-5-
hydroxy-3,6-dihydro-2H-1,2-oxazine-4-carboxylate (5k)
DAD1 A, Sig=250,4 Ref=off (DKY\DK195-ADH-9010-10-1.0-ee.0)
mél ~ o
Gﬂﬂ:
500—
O OH
400—; /@AO%"‘Et
“"‘; MeO /@ N©
2{]0; Cl @\
- Cl =
100— 5k g
0| -
i ) 2 i : c 7 min
[4] I 2]
# Time Area Height ‘Width Area% Symmetry
[1 ] 4912 [ 75379 | 6174 | o018 | 95060 | 0.632 |
[ 2] e [ 317 | 27.1 | ozws [ asw | osss |
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