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S1. Experimental Section.  
 

General Experimental Procedures. 

Optical rotations were measured on a Perkin-Elmer 341 polarimeter. UV spectra 

were obtained on a Shimadzu UV-2550 Spectrophotometer. IR spectra were made on a 

Perkin-Elmer 577 spectrometer with KBr discs. 1D and 2 D NMR spectra were 

recorded on a Varian Mercury Plus 400 spectrometer (except for the 1H−1H COSY and 

ROESY spectra were performed on a Varian Unity-Inova 600 spectrometer) with TMS 

as internal standard. EIMS and HREIMS were measured on a Finnigan MAT 95 mass 

spectrometer. All the solvents used were of analytical grade (Shanghai Chemical Plant, 

Shanghai, People′s Republic of China). Silica gel (200−300 mesh), silica gel H60 

(Qingdao Haiyang Chemical Co. Ltd. Qingdao, People′s Republic of China), Sephadex 

LH-20 (Amersham Biosciences), and MCI gel (CHP20P, 75−150 μm, Mitsubishi 

Chemical Industries Ltd.) were used for column chromatography. Pre-coated silica gel 

GF254 plates (Qingdao Haiyang Chemical Co. Ltd. Qingdao, People′s Republic of 

China) were used for TLC. 

 

Plant Material.  

The twigs and leaves of Walsura cochinchinensis were collected in August of 

2005 from Hainan province, P. R. China, and were identified by Prof. S.-M. Huang, 

Department of Biology, Hainan University of China. A voucher specimen has been 

deposited in Shanghai Institute of Materia Medica, SIBS, Chinese Academy of 

Sciences, P. R. China. (accession number: WALC-2005-1Y). 

 

Extraction and Isolation.  

The air-dried powder of the plant material (2.5 kg) was percolated with 95% EtOH 

at room temperature to give 120 g of crude extract, which was then partitioned between 

EtOAc and water to obtain the EtOAc soluble fraction (50 g). The EtOAc soluble 

fraction was separated by column chromatography over silica gel eluted with petroleum 

ether/Me2CO (20:1→0: 1) to give six fractions 1-6. Fraction 5 (5 g) was 
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chromatographed on a MCI-gel column (MeOH/H2O, 5:5 to 9:1) to obtain four 

subfractions 5a–5d. Fraction 5b (1.2 g) was extensively separated over the columns of 

silica gel and Sephadex LH-20 to give a mixture of two major compounds, which was 

finally purified by semi-preparative HPLC (Waters 515 HPLC pump and Waters 2487 

dual λ absorption detector, YMC-Pack ODS-A column, 250 × 10 mm, CH3CN/H2O 80: 

20 as the mobile phase) to yield compounds 1 (10 mg) and 2 (6 mg). 

 

Walsucochin A (1): colorless powder; [α]20 
D 19 (c = 0.200, MeOH); UV (MeOH) λ max 

(log ε) 215 (4.2), 248 (3.9), 258 (3.8), 297 (3.4), 307 (3.4) nm; CD (MeOH) λ max 230 (Δε 

+8.61), 211 (Δε −7.37) nm; IR (KBr) νmax 3437, 3320, 2098, 1664, 1603, 1580, 1464, and 

829 cm-1; for 1H and 13C NMR data,  see table 1; EI MS (70 eV): m/z 378 [M]+(100), 

251 (24), 197 (14), 115 (6), 93 (7), 77 (8), 58 (18), 51 (6); HR EIMS m/z calcd for 

C25H30O3, 378.2195; found, 378.2195 [M]+. 

 

Walsucochin B (2): colorless powder; [α]20 
D −45 (c = 0.100, MeOH); UV (MeOH) λ max 

(log ε) 258 (4.0), 250 (3.9) nm; CD (MeOH) λ max 218 (Δε −3.22) nm; IR (KBr) νmax 

3433, 3320, 2098, 1709, 1603, 1580, 1462, and 1097 cm-1; for 1H and 13C NMR data, see 

table 1; EI MS m/z (70ev) 380 [M]+(100), 251 (20), 211 (30), 198 (20), 183 (16), 152 (5), 

121 (10), 91 (5), 51 (3); HR EIMS m/z calcd for C25H32O3, 380.2351; found, 380.2349 

[M]+. 
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S2. 1H NMR spectrum (400 MHz) of Walsucochin A (1) in CDCl3. 
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S3. 13C NMR spectrum (100 MHz) of Walsucochin A (1) in CDCl3 (1JCH =140 Hz). 
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S4. 13C NMR spectrum (100 MHz) of Walsucochin A (1) in CDCl3 (1JCH =250 Hz). 
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S5.  EIMS spectrum of Walsucochin A (1). 
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S6.  HREIMS spectrum of Walsucochin A (1). 
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S7. HSQC spectrum (400 MHz) of Walsucochin A (1) in CDCl3. 
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S8. 1H-1H COSY spectrum (600 MHz) of Walsucochin A (1) in CDCl3. 
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S9.  HMBC spectrum (400 MHz) of Walsucochin A (1) in CDCl3. 
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S10.  ROESY spectrum (600 MHz) of Walsucochin A (1) in CDCl3. 
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S11.  IR (KBr disc) spectrum of Walsucochin A (1). 
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S12.  1H NMR spectrum (400 MHz) of Walsucochin B (2) in CDCl3. 
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S13. 13C NMR spectrum (100 MHz) of Walsucochin B (2) in CDCl3 (1JCH = 140 Hz). 
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S14. 13C NMR spectrum (100 MHz) of Walsucochin B (2) in CDCl3. (1JCH =250 Hz). 
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S15.  EIMS spectrum of Walsucochin B (2).  
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S16.  HREIMS spectrum of Walsucochin B (2). 
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S17.  HSQC spectrum (400 MHz) of Walsucochin B (2) in CDCl3. 

 
 



 21

S18.  1H-1H COSY spectrum (400 MHz) of Walsucochin B (2) in CDCl3. 
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S19.  HMBC spectrum (400 MHz) of Walsucochin B (2) in CDCl3. 
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S20.  ROESY spectrum (600 MHz) of Walsucochin B (2) in CDCl3.  

 
 



 24

S21.  IR (KBr disc) spectrum of Walsucochin B (2). 
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S22.  Key ROESY correlations (in Figure) of Walsucochin B (2). 
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