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HPLC Analysis of 20 (E/Z)

PDA-LC/MS analysis was performed on a Waters Alliance 2695 HPLC system with a PDA
detector on a XTerra MS C18 column (Waters, Milford, MA, USA,100 mm X 2.1 mm, 3,5
_m) , attached to a Quattro Premier XE triple-quadrupole mass spectrometer (Waters,
Milford, USA). The mobile phase A was H,O (0.1% formic acid) and the mobile phase B
was acetonitrile (0.1% formic acid). Gradient elution was set as follows: 0—0.1 min, 32.5%
to 73% B in 30 min. The mobile phase flow rate was set at 0.5 mL-min 1. The column
temperature was kept at 40 °C.
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(A) HPLC-MS chromatogram of 20 (E/Z mixture). Retention times: peak 1, 19.27 min;
peak 2, 20.86 min. (B) UV spectra: peak 1 corresponding to Z isomer and peak 2
corresponding to E isomer. (C) MS spectra of peak 1 and 2. Both peaks showed the same
(M+H)" (439) and (M+Na)" (461) species that are in agreement with the proposed
structures. E/Z assignments from UV spectra were made by comparison with related
compounds.
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