NMR Spectra of Products

bl

y

70.
11.
12.
13.
14.

16.

78.
79.
20.
21.

22,

'H NMR of 6a

©C NMR of 6a

NOESY of 6a

HMQC of 6a

TOCSY1D of mixture diastereoisomers of 6d and 6d’
Portion of NOESY of mixture diastereoisomers of 6d and 6d’
NOESY of mixture diasterecisomers of 6d and 6d’

'"H NMR of 12

*C NMR of 12

NOESY of 12

HMQC of 12

'H NMR of the equilibrium between 12 and 13 after 3 weeks
NOESY of the equilibrium between 12 and 13 after 3 weeks
'"H NMR of the mother liquor of the crystallization
process, enriched in 127

COSY of the mother liquor of the crystallization process,
enriched in 12°

Portion of NOESY of the mother liquor of the
crystallization process, enriched in 12°

'H NMR of 1a

Decoupled 'H NMR of 1a

PC NMR of 1a

HMQC of 6a

'H NMR of 16

*C NMR of 16

NOESY of 16
HMQC of 16
"H NMR of 17
"C NMR of 17
NOESY of 17
HMQC of 17

Supporting Information Part 11

1D and 2D NMR Spectra
IR Spectra and MS Spectra

S2
S3
S4
S5
S6
S7
S8
59
sio
S11
S12
S13
S14
S15

S18
S19
S20
S21
S22
S23

Table of contents

NMR Spectra of Precursor

29. "H NMR of 5
30, CONMR of 5
31 HMQC of 5
32 "H NMR of 10
33 "C NMR of 10
34 HMQC of 10
35, "H NMR of 11
36. PCONMR of 11
37 HMQC of 11
38, "H NMR of 2¢
39, C NMR of 2¢
40, HMQC of 2¢

IR Spectra of Products

41 IR Spectra of 1a
42, IR Spectra of 6d and 6d°
43. IR Spectra of 12
44. IR Spectra of 16
43 IR Spectra of 17

IR Spectra of Precursor

46. IR Spectra of 5

47 IR Spectra of 10
48. IR Spectra of 11
49, IR Spectra of 2¢

MS Spectra of Products and Precursor

Jo. MS Spectra of 1a
ATH MS Spectra of 5
52 MS Spectra of 10
33 MS Speetra of 11

34 MS Spectra of 2¢

842
$43
S44

545

546

S47
S48
549

550

S1



IH NMR of 6a 1 O/>5'
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13C NMR of 6a ] o/>5-
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NOESY of 6a
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HMQC of 6a
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'H NMR of 12

— o o) u © — — O (o2} o o~ <t © o w0 o
o) M~ — C w M~ M~ o™ (9] I~ — 0 <t — O
N NERUEIN B 12 S S 3 N < o N NN NS
M~ P~ M~ w0 wn w =t =t o o« [at} — — o O

—— 7,231
T—— 3,098
TT——— 1,769

(o2}
=o]
N
~

I]l]llllll[[||||||]]||| IIII|IIII|III ||||||I||I|I|||||||||||||||||||||| IIIIII]]II'III

7.50 M?JU 7.20 6.400 6.350 5.00 4,50 3.30 3.20 3.10 1.800 1.750
h “ JiA ) JJM )

TT—— 7,410

S9



13C NMR of 12
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NOESY of 12
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HMQC of 12
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IH NMR of the equilibrium between 12 and 13 after 3 weeks
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NOESY of the equilibrium between
12 and 13 after 3 weeks
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IH NMR of the mother liquor of the crystallization process, enriched in 12’
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IH NMR of 1a
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13C NMR of 1a
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'H NMR of 16
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13C NMR of 16
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NOESY of 16

W T S

|
|
||
J N
B e w e e T
SSEESE

—i | @ . | } |

0
! i
. “ g’ i '
o ) ‘
— . é ® [

Tl . _

LA I L L L L L L B ) IO
7.0 6.0 5.0 4.0 3.0 2.0 1.0

F]IIIIIIIIIIIIIIIIIIIIIII[]IIIIIIIII]IIII

S24



HMQC of 16
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'H NMR of 17
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13C NMR of 17 )
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NOESY of 17
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HMQC of 17
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9.3 IR Spectra of 1a
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IR Spectra of 6d and 6d’
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o IR Spectra of 10
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e IR Spectra of 11
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9.4 IR Spectra of 2c
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Relative Abundance
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Relative Abundance

MS Spectra of 5
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