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Diastereoisomers: Biosynthetic Implications for Annonaceous
Acetogenins
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Mosher Ester Data
Table 1. Diagnostic 'H-NMR values (400 MHz, CDCL,) of (S)- and (R)-MTPA esters of

solamin.

o)
O-(R/S)-MTPA

solamin Mosher's ester derivatives

Atom 'H 9 values for S 'H 9 values for R Ad (S-R)
Mosher’s ester (ppm) | Mosher’s ester (ppm)

1 . .

2 . .

3 226t (7.4 Hz) 226t (7.7 Hz)

4 1.55m 1.53 m

5 1.17-1.36 1.16-1.36

13 1.30 m 1.16 m +0.14

14 1.28 m 1.51m +0.07

15 4.96 m 5.03m -

16 393 m 4.00 m -0.07

17,18 1.65m 1.92m -0.27

17,18 1.35m 1.56 m -0.21

19 393 m 4.00 m -0.07

20 4.96 m 5.03m -

21 1.58 m 1.51 m +0.07

22 1.30 m 1.16 m +0.14

23-30 1.17-1.36 1.16-1.36

31 1.30 m 1.30 m

32 0.88 t (6.6 Hz) 0.88t (6.6 Hz

33 6.98 d (1.4 Hz) 6.98 d (1.7 Hz)

34 4.99 m 4.99 m

35 1.41d (6.8 Hz) 1.40d (6.8 Hz)

MeO-10 3.52s 3.54s

Ar (5H) 7.58 m and 7.38 m 7.58 m and 7.37 m




Chiral HPLC trace for a sample of authentic natural cis-solamin: (Chiral CD-Ph column

Wit2h1 gaurd column, eluting with IPA/hexane 15/85 at a flow rate of 1 mL/min. UV detection
at nm.)

Injection Date : 7/5/04 6:13:43 PM Seq. Line : 1

Sample Name : natural solamin vial : 15

Acq. Operator : pete Inj : 1
Inj Volume : 5 pl

Sequence File : D:\HPCHEM\l\SEQUENCE\DEF_LC.S

Method : C:\HPCHEM\1\METHODS\15IPAHEX.M

Last changed . 7/5/04 6:13:00 PM by pete

15% ipa 30 mins
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Area Percent Report
Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000

ignal 1: VWDl A, Wavelength=210 nm

Peak RetTime Type Width Area Height Area
# | [min] | | [min] [mAU*s] [mAU] % |
I I [ RN SRR PP |=mmmmmm-
1 2.629 PV 0.1043 81.72787 10.56453 1.4275
2 3.020 VV 0.0922 381.11655 59.96234 6.6565
3 3.238 VW 0.1183 59.18443 6.88092 1.0337
4 3.593 W 0.1149 97.88747 12.29096 1.7097
5 3.748 VV 0.1080 113.15100 15.17452 1.9763
6 3.955 Vv 0.1198 30.49302 3.12665 0.5326
7 4.213 VV 0.1594 30.43556 2.32959 0.5316
8 5.019 VB 0.1798 28.71298 2.07014 0.5015
9 8.709 BV 0.2811 60.97936 2.54893 1.0651
10 17.693 PB 1.0639 2578.18286 28.37815 45.0303
11 22.294 PB 1.5894 2263.56787 16.63603 39.5353
Totals : 5725.43898 159.96275

Results obtained with enhanced integrator!

**+ End of Report **¥



Chiral HPLC trace for a sample of cis-solamin A (1A): (Chiral CD-Ph column with gaurd
column, eluting with [PA/hexane 15/85 at a flow rate of 1 mL/min. UV detection at 210nm).
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cis-Solamin A (1A)
Sequence File : D:\HPCHEM\1\SEQUENCE\DEF_LC.S
Method : C:\HPCHEM\1\METHODS\15IPAHEX.M
Last changed 7/5/04 3:53:33 PM by pete
15% ipa 30 mins
VWD1 A, Wavelength=210 nm (JULY2004\S1G10504.D)
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Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000
iignal 1: VWDl A, Wavelength=210 nm
eak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %
__________________________________________________ l
1 3.140 VB 0.1550 45.67373 3.77930 6.8060
2 17.869 BB 1.0922 625.40936 6.69299 93.1940
Totals 671.08310 10.47229

Results obtained with enhanced integrator!

*** End of Repbort ***



Chiral HPLC trace for a sample of cis-solamin B (1B): (Chiral CD-Ph column with gaurd
column, eluting with IPA/hexane 15/85 at a flow rate of 1 mL/min. UV detection at 210nm).
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cis-Solamin B (1B)

Sequence File : D:\HPCHEM\1\SEQUENCE\DEF_LC.S
Method : C:\HPCHEM\1\METHODS\15IPAHEX.M
Last changed : 7/5/04 6:13:00 PM by pete

15% ipa 30 mins

VWD1 A, Wavelength=210 nm (JULY2004\S1G10602.D)
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Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000

Signal 1: VWDl A, Wavelength=210 nm

eak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %
__________________________________________________ !
1 3.142 VB 0.1583 45.86706 3.70944 1.9785
2 22.570 PB 1.7674 2272.36548 15.01701 98.0215
Totals : 2318.23254 18.72646

Results obtained with enhanced integrator!

*** End of Report ***



