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Figure S2. UV spectrum of compound 1
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2. LCMS-IT-TOF base peak chromatograms
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Figure S113. LCMS-IT-TOF base peak chromatogram (BPC) of subfraction Hla
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Figure S114. LCMS-IT-TOF base peak chromatogram (BPC) of subfraction H1c
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Figure S115. LCMS-IT-TOF base peak chromatogram (BPC) of subfraction H1d
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Figure S116. LCMS-IT-TOF base peak chromatogram (BPC) of subfraction Hle
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Figure S117. LCMS-IT-TOF base peak chromatogram (BPC) of subfraction H4

3. Chiral-phase HPLC Chromatograms
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Figure S118. Chiral-phase HPLC chromatogram of compounds 1a and 1b
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Figure S119. Chiral-phase HPLC chromatogram of compounds 3a and 3b
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Figure S120. Chiral-phase HPLC chromatogram of compounds 6a and 6b

63



30000
20000
] 8a
10000 8b
o 8 L
T ]
5.0 10.0 15.0 20.0 25.0 30.0 mil

Figure S121. Chiral-phase HPLC chromatogram of compounds 8a and 8b

4. X-Ray Crystallographic Data

Table S122. X-ray Crystallographic Data for 1

Identification code
Empirical formula
Formula weight
Temperature / K
Crystal system
Space group
a/A,b/A, c/A
a/°, B/°, y/°
Volume / A®

z

Pcalc / MG mm™

w/ mm™

F(000)

Crystal size / mm®

20 range for data collection

Index ranges

Reflections collected

Independent reflections
Data/restraints/parameters
Goodness-of-fit on F?

Final R indexes [I>2c (1) i.e. Fo>40 (F,)]
Final R indexes [all data]

Largest diff. peak/hole /e A

Flack Parameters

Hooft Parameter

Completeness

exp_3891

CssH320s

580.61

107.2

triclinic

P-1

9.6731(4), 11.8776(6), 13.3871(6)
110.146(4), 98.926(4), 99.616(4)
1385.60(11)

2

1.392

0.808

612

0.20 x 0.17 x 0.07

7.22 t0 141.96°
-11<h<11,-14<k<14,-16 <1< 16
17394

5259[R(int) = 0.0324 (inf-0.9A)]
5259/0/392

1.047

R; =0.0390, wR, = 0.1020

R; = 0.0444, wR, = 0.1064
0.321/-0.239

N

N

0.983




5. ECD Calculations
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Figure S123. DFT-optimized structures for low-energy conformers of (5S,6R,7S,8R)-1a
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Figure S124. DFT-optimized structures for low-energy conformers of (5S,6R,7S,8R)-3a
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Figure S125. DFT-optimized structures for low-energy conformers of (5S,6R,7S,8R)-4
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Figure S126. DFT-optimized structures for low-energy conformers of (5R,6S,7R,8S)-6a
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Figure S127. DFT-optimized structures for low-energy conformers of (5R,6S,7R,8S)-7
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Figure S128. DFT-optimized structures for low-energy conformers of (5S,6R,7S,8R)-9
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Figure S129. DFT-optimized structures for low-energy conformers of (5S,6R,7S,8R)-10
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Figure S130. DFT-optimized structures for low-energy conformers of (5S,6R,7S,8R)-11

6. Experimental and calculated ECD spectra

Ae (M'em™)

Az (M'em”)

As (M'em™)

60~
&0 — exptl. for 1a = = exptl. for Ib
= = cacld. for (58,68, 75.8R)-1a 404 s exptl. for 2
60 = = =¢aclid. for (5R,65,7TR85)-1a
204 -
=] ’_‘_,f/,\\
L 0
20 . 5
N %
= . = 20
0 - -
-~ . < a0
20} -~
-60 <
40
-80
60 T T T | T T T 1
200 250 300 350 400 200 250 300 350 400
Wavelength (nm) Wavelength (nm)
120+ 1204 —— exptl. for 3a
100 0\ exptl. for 3 100 - = = calead. for (5R,65,7R 85) -3a
. [~ = ~expik. for 3a — - = calcad. for (55,6R,75,8R) -3a
801 ! \ = = expil. for 3b 80 < /
60 o h \ 60 P
4w04,N A h -\ ~ 4] f
2 _'—\" ) ' . E -~
0 ! Vs oot ™ < -,
\ w’ - = —.,A_
20 ] L e
S 7 2 AN -
40\, -
AR | I
80 (]
-80 < LI )
-100 4 v
120 ; r T \ T T 1
200 250 300 350 400 300 50 400
Wavelength (nm) Wavelength (nm)
. = cxptl. for 4 70 4
30+ — = =cacld. for (5R,68,7R.85)-4 60 ] N expil. for 4
3 = = cacld. for (55,6R,75,8R)-4 I
/ (: 50.] ;A exptl. for §
40 [
" P _ 0] ] \
e 20] ! "l
- I AN
= 10
S N s
4 ——
75 J\‘/ : ¥ "
.20 4 "‘ I v
30 Ny
40 A
-40 T T T | -50 T T T |
200 250 300 350 400 200 250 300 350 400

Wavelength (nm)

Wavelength (nm)

Figure S131. Experimental and calculated ECD spectra of compounds 2-5 (in MeOH)
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Figure S132. Experimental and calculated ECD spectra of compounds 7-10 (in MeOH)
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Figure S133. Experimental and calculated ECD spectra of compounds 11 and 12 (in MeOH)
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