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1. Chiral HPLC Chromatogram

1-1. (4S,5R)-4-Methyl-5-phenyl-[1,2,3]oxathiazolidine 2,2-dioxide, (4S,5R)-7
Chiralcel AD-H, 10% isopropanol/hexanes, 1.5 mL/min, 254 nm, tr(minor) = 9.1 min, tr(major) =

10.6 min.
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1-2. (4R,55)-4-Methyl-5-phenyl-[1,2,3]oxathiazolidine 2,2-dioxide, (4R,55)-7
Chiralcel AD-H, 10% isopropanol/hexanes, 1.5 mL/min, 254 nm, tr(major) = 9.1 min, tr(minor) =

10.6 min.
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1-3. (45,5R)-5-(4-Fluoro-phenyl)-4-methyl-[1,2,3]oxathiazolidine 2,2-dioxide, (4S,5R)-12
Chiralcel AD-H, 10% isopropanol/hexanes, 1.5 mL/min, 254 nm, tr(minor) = 9.3 min, tr(major) =

12.1 min.
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1-4. (48,5R)-4-Ethyl-5-phenyl-[1,2,3]oxathiazolidine 2,2-dioxide, (4S,5R)-15
Chiralcel AD-H, 10% isopropanol/hexanes, 1.0 mL/min, 254 nm, tr(minor) = 12.0 min, tr(major) =

13.8 min.
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2-1. (IR,2S5)-2-Amino-1-phenyl-propan-1-ol, (1R,2S)-1a, [(/R,25)-(-)-Norephedrine]
Chiralcel AD-H, 10% isopropanol/hexanes, 1.0 mL/min, 254 nm, tr(minor) = 8.3 min, tr(major) =
16.4 min.
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2-2. (1S,2R)-2-Amino-1-phenyl-propan-1-ol, (1S,2R)-1b, [(1S,2R)-(+)-Norephedrine]
Chiralcel AD-H, 10% isopropanol/hexanes, 1.0 mL/min, 254 nm, tr(major) = 8.3 min, tr(minor) =
16.4 min.
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3-1. (4S,5R)-4-Methyl-2,2-dioxo-5-phenyl-2)%-[1,2,3]oxathiazolidine-3-carboxylic acid tert-butyl
ester, N-Boc-(4S,5R)-7
Chiralcel AD-H, 30% isopropanol/hexanes, 1.0 mL/min, 254 nm, tr(major) = 4.6 min, tr(minor) = 7.3
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3-2. (4R,5S)-4-Methyl-2,2-dioxo-5-phenyl-21%-[1,2,3]oxathiazolidine-3-carboxylic acid tert-butyl

ester, N-Boc-(4R,55)-7

Chiralcel AD-H, 30% isopropanol/hexanes, 1.0 mL/min, 254 nm, tr(minor) = 4.6 min, tr(major) = 7.3
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3-3. (4S,55)-2-(tert-Butoxycarbonyl-amino)-1-(benzoyl-oxy)-1-phenyl-propane, (4S,55)-9
Chiralcel AD-H, 40% isopropanol/hexanes, 1.0 mL/min, 254 nm, tr(major) = 6.8 min, tr(minor) =
15.6 min.
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3-4. (4R,5R)-2-(tert-Butoxycarbonyl-amino)-1-(benzoyl-oxy)-1-phenyl-propane, (4R,5R)-9
Chiralcel AD-H, 40% isopropanol/hexanes, 1.0 mL/min, 254 nm, tr(minor) = 6.8 min, tr(major) =
15.6 min.
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3-5. (18,25)-2-(tert-Butoxycarbonyl-amino)-1-phenyl-propan-1-ol, N-Boc-(1S,25)-2a

Chiralcel AD-H, 30% isopropanol/hexanes, 1.0 mL/min, 254 nm, tr(major) = 4.5 min, tr(minor) = 6.2
min.
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3-6. (1R,2R)-2-(tert-Butoxycarbonyl-amino)-1-phenyl-propan-1-ol, N-Boc-(1R,2R)-2b

Chiralcel AD-H, 30% isopropanol/hexanes, 1.0 mL/min, 254 nm, tr(minor) = 4.5 min, tr(major) = 6.2
min.
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3-7. (1S,25)-2-Amino-1-phenyl-propan-1-ol, (1S,25)-2a, [(1S,2S)-(+)-norpseudoephedrine]
Chiralcel AD-H, 0.1/5/95 Et;N/isopropanol/hexanes (v/v/v), 1.2 mL/min, 254 nm, tr(major) = 12.5
min, tr(minor) = 13.9 min.
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3-8. (IR,2R)-2-Amino-1-phenyl-propan-1-ol, (/R,2R)-2b, [(1R,2R)-(-)-norpseudoephedrine]
Chiralcel AD-H, 0.1/5/95 Et;N/isopropanol/hexanes (v/v/v), 1.2 mL/min, 254 nm, tr(minor) = 12.5

min, tr(major) = 13.9 min.
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2. X-ray crystallography analysis data of (45,5R)-7

CCDC 872756 contains the supplementary crystallographic data for (4S5,5R)-7. These data can be

obtained free of charge from The Cambridge Crystallographic Data Centre via

www.ccdc.cam.ac.uk/data_request/cif.

a1y

Crystal data for (45,5R)-7

Identification code
Empirical formula
Formula weight
Temperature
Wavelength
Crystal system
Space group

Unit cell dimensions

Volume
Z
Density (calculated)

201201171t2 Om
C9HIINO3S
213.25

100(1) K
0.71073 A
Monoclinic
P2(1)
a=6.6397(1) A
b=9.9763(2) A
c=7.5180(2) A
497.415(18) A’
2

1.424 Mg/m’

17

= 90°
=92.753(1)°
=90°


http://www.ccdc.cam.ac.uk/data_request/cif

Absorption coefficient

F(000)

Crystal size

Theta range for data collection
Index ranges

Reflections collected
Independent reflections
Completeness to theta = 28.57°
Absorption correction

Max. and min. transmission
Refinement method

Data / restraints / parameters
Goodness-of-fit on F*

Final R indices [[>2sigma(])]
R indices (all data)

Absolute structure parameter

Largest diff. peak and hole

0.305 mm

224

0.22 x 0.18 x 0.08 mm’
2.71 t0 28.57°

-8<=h<=8, -13<=k<=13, -9<=1<=10

4518

2000 [R(int) = 0.0172]

97.8 %

Multi-scan

0.9760 and 0.9359
Full-matrix least-squares on F*
2000/17/127

1.029

R1=0.0289, wR2 =0.0754
R1=0.0307, wR2 =0.0770
0.07(7)

0.412 and -0.451 e.A”
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¢ NMR (125MHz, CDCl.)
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B¢ NMR (125MHz, CDCl;)

HO  NH.
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"HNMR (500MHz CDCl5)
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3C NMR (125MHz, CDCl5)
HO  NH,

(1R, 2R)-{-)-Norpseudoephedrine 2b
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