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Figure S1. "H NMR Spectrum of (R)-5a (CD;0D, 500 MHz).
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Figure S2. *C NMR Spectrum of (R)-5a (CDs0D, 125 MHz).

i

~
©
T

-
~
‘l’

A

T
70

T
65

T
50

T
45

T
40

T
35

T
30

T
25

S2



Figure $3. "H NMR Spectrum of (S)-6a (CDCls, 500 MHz).
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Figure S4. *C NMR Spectrum of (S)-6a (CDCl;, 125 MHz)
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Figure S5. "H NMR Spectrum of (R)-7b (CDCls, 500 MHz).
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Figure S6. *C NMR Spectrum of (R)-7b (CDCls, 125 MHz).
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Figure S7. "H NMR Spectrum of 8 (CDCl;, 500 MHz)
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Figure S8. "H NMR Spectrum of (R)-9b (CDCls, 500 MHz) and expansions (a), (b), (c).
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Figure S9. °C NMR Spectrum of (R)-9b (CDCls, 125 MHz).
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Figure $10. '"H NMR Spectrum of (S)-10a (CDCls, 500 MHz)
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Figure S11. *C NMR Spectrum of (S)-10a (CDCls, 125 MHz).
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Figure S$12. '"H NMR Spectrum of (R)-11b (CDCl3, 500 MHz).
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Figure $13. *C NMR Spectrum of (R)-11b (CDCls, 150 MHz).
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Figure S14. "H NMR Spectrum of (R)-12b (CDCls, 500 MHz).
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Figure S$15. "H NMR Spectrum of (R)-12b (CDCls, 500 MHz) — Expansions (a) and (b)
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Figure S16. '"H NMR Spectrum of (S)-13a (CDCl;, 400 MHz)

b

N

A

M,

S0}

860

05 ppm

.0

1

5

1

2.0

2.5

3.0

55 5.0 4.5 4.0 3.5

6.0

8.0 7.5 7.0 6.5

8.5

9.0

9.5

10.0

S16



Figure S17. ESI HRMS of (a) (R)-5b, (b) (S)-6a and (c) (R)-7b.

X105

+ESI Scan (0.215-0.298 min, 6 scans) Frag=160.0V TM6-074-DIST-ad Subtract

(a)

118.1227

TM6-074-DIST

HR-ESI-TOFMS Positive lon Mode

1191250

‘hh
119 1195 120 1205 121 1215 122

Mass Measured

118.1227

L
135 114 1145 115 1155 116 1165 117 1175 118

Counts vs.

1185
Mass-to-Charge (m/z)

1225 123

X105

+ESI Scan (0.211-0.261 min, 4 scans) Frag=160.0V TM6-037-DIST-a.d Sublract

(b)

90.0912

TM6-037-DIST

HR-ESI-TOFMS Positive lon Mode

91.0945

Mass Measured

845 85 85 86 85 8/ 85 83 85 89 895

9 905 91 915 92 925 93 935 94 945
Counls vs. Mass-to-Charge (/z)

90.0912

[+ESI Scan (0.179-0.229 min, 4 scans) Frag=160.0V TM6-080B-F3-4XST-a.d

294.1468

(c)

TM6-080B-F3-4XST

HR-ESI-TOFMS Positive lon Mode

2951501

Mass Measured

294.1468

2005 201 2915 202 2925 293 2035 294 2945
Counts Vs

205 2055 296 2965 297 2975 298 2985
Mss-to-Charge (m'z)

299

2995

300

S17

Search Results: Sample TM6-074-DIST

Theo. Mass

118.1226

Search Results: Sample TM6-037-DIST

Theo. Mass

90.0913

Theo. Mass

294.1465

Delta (ppm)

0.8

Delta (ppm)

-11

Search Results: Sample TM6-080B-F3-4XST

Delta (ppm)

1.0

Composition

[CsHisN O]

Composition

[C.H,NOJ

Composition

[C17Ha N O, Na]*



Figure S18.
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Figure S19.

ESI HRMS of (a) (R)-11b, (b) (R)-12b and (c) (S)-13a.
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Figure S20. 'H NMR Spectrum of bis (S)-MPA derivative of (S)-3a (CDCls, 500 MHz).
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Figure S21.
and integrals (CDCl3, 500 MHz).

(a) bis (S)-MPA derivative 1c (NP-12-10-1, P. cereum)
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'H NMR Spectra of (a) bis-(S)-MPA 1c and (b) bis-(R)-MPA 1d highlighting CaH resonances
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