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Abstract
C21H32O2, monoclinic, P21, a = 15.2215(7) Å, b = 7.2235(4) Å,
c = 16.3052(7) Å, β = 92.754(4)°, V = 1790.73(15) Å3, Z = 4,
Rgt(F ) = 0.0503, wRref(F 2) = 0.1345, T = 297(2) K.

CCDC no.: 2392705

The molecular structure is shown in the figure. Table 1
contains the crystallographic data. The list of the atoms
including atomic coordinates and displacement parameters
can be found in the cif- file attached to this article.

1 Source of material

Anamount of 0.5mmol SeO2wasdissolved in 10mLanhydrous
CH2Cl2, 1 mmol t–BuOOH was added and stirred at room
temperature for 0.5 h. The temperature was controlled to
keep the system at 0 °C, and (10S,13S, Z)-17-ethylidene-10,13-
dimethylhexadecahydro-3H-cyclopenta[α]phenanthren-3-one
1mmol was dissolved in 5mL CH2Cl2, by slow dropping, the
system was light purple, stirring for 5h, TLC monitoring reac-
tion was complete. Add CH2Cl2 and NaHCO3 as a saturated
solution, then combine with organic phase, dry with anhy-
drous Na2SO4 and concentrate under reduced pressure to
obtain the crude yield. The raw product was purified by silica
gel chromatography, the mobile phase was petroleum PE:PA,
the colorless nubbly crystals were obtained. 80% yield.

Table : Data collection and handling.

Crystal: Colourless block
Size . × . × .mm
Wavelength: Mo kα radiation (. Å)
μ: .mm−

Diffractometer, scan mode: Bruker diffractometer, φ and ω scans
θmax, completeness: .°, %
N(hkl)measured, N(hkl)unique, Rint: ,, ,, .
Criterion for Iobs, N(hkl)gt: Iobs >  σ(Iobs), ,
N(param)refined: 

Programs: Olex, Bruker, SHELX
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2 Comment

Plants of the genus Sarcococca of Buxaceae are rich in
pregnane alkaloids.4–6 The previous research carried out
systematic chemical studies on the Sarcococca ruscifolia and
Sarcococca hookeriana and obtained a series of pregnane
alkaloids.7–17 In order to obtain such compounds
with high efficiency and low toxicity, we used the steroid
epiandrosterone as the raw material to obtain the C17
vinylidene compound by Wittig reaction, and the C3 ketone
compound was obtained by PCC oxidation. The ketone
compound was subjected to a Riley reaction to obtain the
target compound.

The title compound consists of threemethyl groups, three
six-membered rings, one five-membered ring, one ketone
group, one hydroxyl group and one carbon-carbon double
bond, and the substituents on positions C-10, C-13 are β con-
figurations, C-16 is α configuration, d (O1–C16) = 1.437(4) Å,
d(O2–C3) = 1.225(3) Å, d(C17–C20) = 1.328(4) Å, d(C20–
C21) = 1.497(4) Å. The five membered ring and three six
membered rings show intermolecular interactions by van der
Waals forces only.
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