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Supplementary Information
S1. '"H NMR Spectrum (500 MHz) of compound 1 in CDCls.
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Figure S2. *C NMR Spectrum (125 MHz) of compound 1 in CDCls.
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Figure S3.HSQC Spectrum of compound1 in CDCls.

-0

F20

LA
]

FE0

1))

F120

3 140

& | I I | | 180

220

8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 L3 L0 0.5 0.0

£1 (ppm)



Mar. Drugs 2014, 12

Figure S4. HMBC Spectrum of compound 1 in CDCls.
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Figure S5.NOESY Spectrum of compound 1 in CDCls.
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Figure S6. HRESIMS spectrum of compound 1.

Mass Spectrum SmartFormula Report

Analysis Info

Acquisition Date 3/27/2014 9:35:42 AM
Analysis Name D:\Data\MS\data\201403\yangbin-sa5104-2_pos.d .
Method POS_100-2000_Dirrect Infusion.m Operator SCSIO
Sample Name Scsio Instrument / Ser# maXis 29
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
“Focus Not active Set Capillary 4500 V Set Dry Heater 180 °C
Scan Begin 100 m/z Set End Plate Offset -500 V Set Dry Gas 4.0 Vmin
Scan End 2000 m/z Set Collision Cell RF 2000.0 Vpp Set Divert Valve Waste
Intens. +MS, 0.1-0.3min #(6-15)|
x105]
2.04
] 389,1942
151
1.0:
0.5
1 367.2117
] 386.1849
0.0 —T— : e —— o T e e T T
355 365 370 375 , 385 390 395 miz
Meas. m/iz # Formula Score miz err[mDa] err[ppm] mSigma rdb e Conf N-Rule
367.2117 1 C20H3106 100.00 -0.2 -0.5 167 55 ok
389.1942 1 C20H30NaO6 100.00 0.7 -1.9 1345 55 ok
Bruker Compass DataAnalysis 4.0 printed: 3/27/2014 9:39:30 AM Page 1 of 1
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Figure S7. "H NMR Spectrum (500 MHz) of compound 2 in CDCls.
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Figure S8."3C NMR Spectrum (125 MHz) of compound 2 in CDCls.
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Figure S9. HSQC Spectrum of compound 2 in CDCls.
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Figure S10. HMBC Spectrum of compound 2 in CDCls.
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Figure S11. ESIMS Spectrum of compound 2.

7.7e7
7.5e7

7.0e7 4
6.5e7 4
6.0e7
5.5e7 1
5.0e7
4.5€7 -
4.0e7

3.5e7 1

Intensity, cps

3.0e7
2.5e7
2.0e7 4
1.5e7
1.0e7

5.066

03.4 l 2

ol AL e W

2185 246.3

W +Q1: 10 MCA scans from Sample 2 (TuneSamplelD) of Sa5104-3 Pos 2010Mar5.wiff (Turbo Spray)

389.2

- 388.5

Il! 4049

37814
2743 367.3..

318.2 _3349 421.1

50

54 . 2 2.33(32"l 346%2\373 s ]
Ty 1 2 _435. 510. "
4P L TRt con smsstios s
250 300 350 400 450 500..

m/z, amu

Max. 7.7e7 cps.

755.4

S11



Mar. Drugs 2014, 12

Circular Dichroism (mdeq)
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Table S1. Relative and free energies ¢ and equilibrium populations ? of low-energy conformers of 1 and 2in MeOH.

Conformer AE AG P (%)
Compound 1 (3S5,7R,105)
la 0.0 0.0 32.8
1b 0.017 0.170 24.5
1c 0.021 0.332 18.6
1d 0.170 0.397 16.6
le 1.046 0.966 6.2
1f° 1.064 1.908 1.2
Compound 2 (3S,7R,10R)
2a 0.00 0.00 32.6
2b 0.118 0.165 24.6
2¢ 0.411 0.196 23.3
2d 0.573 0.439 15.3
2e 0.938 1.192 4.2

2 B3LYP/6-311+G(d,p), in kcal/mol; ® From AG values at 298.15 K;¢ Conformer not used for ECD/TDDFT calculations.

S13
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Figure S13. Conformations of low-energy conformers of 1 and 2.
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S15

Figure S14. Calculated ECD Spectrum for the low-energy conformers of 1. Vertical bars represent rotational strengths R. ¢ = 0.30 eV, shift = 0 nm.
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S16

Figure S15. Calculated ECD Spectrum for the low-energy conformers of 2. Vertical bars represent rotational strengths R. ¢ = 0.30 eV, shift = £0 nm.
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Figure S16.'H NMR Spectrum (500 MHz) of compound 3 in CDCls.
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Figure S17.13C NMR Spectrum (125 MHz) of compound 3 in CDCl:.
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Figure S18. HSQC Spectrum of compound 3 in CDCls.
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Figure S19. HMBC Spectrum of compound 3 in CDCls.
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Intensity, cps

Figure S20. ESIMS spectrum of compound 3.
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Figure S21. 'H NMR Spectrum (500 MHz) of compound 4 in CDCls.
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Figure S22. °C NMR Spectrum (125 MHz) of compound 4 in CDCl:.
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Figure S23. ESIMS spectrum of compound 4.
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Figure S24. "'H NMR Spectrum (500 MHz) of compound 5 in CDCls.
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Figure S25. *C NMR Spectrum (125 MHz) of compound 5 in CDCls.
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Figure S26. HSQC Spectrum of compound 5 in CDCls.
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Figure S27. HMBC Spectrum of compound 5 in CDCls.
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Figure S28. ESIMS spectrum of compound 5.
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Figure S29. "H NMR Spectrum (500 MHz) of compound 6 in CDCls.

22

18

16

14

F1z2

-10

00 0,

€160 ——

L
7

LhE 1= —
1291y :
1S£°1
£LL _%
050°T~
§90°T-L

GTIT— =

09 £

A

4.0

1 \ppm)

g.0



Mar. Drugs 2014, 12 S31

Figure S30. °C NMR Spectrum (125 MHz) of compound 6 in CDCls.
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Figure S31. ESIMS spectrum of compound 6.
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vangb—=ad10-3

Figure S32. "H NMR Spectrum (500 MHz) of compound 7 in CDCls.
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Figure S33. *C NMR Spectrum (125 MHz) of compound?7 in CDCls.
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Figure S34. HSQC Spectrum of compound 7in CDCls.
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Figure S35. HMBC Spectrum of compound 7in CDCls.

rangh-5a510-5 ro
Spectrum of sabll-5
40

G0

! { l L
! 120
| | I
] o L
| 180
—1 . : , . . . . . , = . ,
80 7.5

T
7.0 6.5 6.0 8.5 5.0 4.5 4,0 %5 3.0 2.5 0 1.5 1.0 0.5 G0 -5
£2. (ppm)

£1 (ppm)




Mar. Drugs 2014, 12

Intensity, cps

Figure S36. ESIMS spectrum of compound 7.
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Figure S37. "H NMR Spectrum (500 MHz) of compound 8 in CDCls.
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Figure S38. °C NMR Spectrum (125 MHz) of compound 8 in CDCls.
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Figure S39. ESIMS spectrum of compound 8.
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