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Abstract
C50H74N2O4, orthorhombic, P1 (no. 1), a = 7.3320(3) Å,
b = 11.8132(4) Å, c = 13.1604(5) Å, α = 99.1910(10)°, β = 95.039(1)°,
γ = 95.8560(10)°, V = 1113.06(7) Å3, Z = 1, Rgt(F ) = 0.0662,
wRref(F 2) = 0.1655, T = 273(2) K.

CCDC no.: 2293654

The molecular structure is shown in the figure. Table 1
contains crystallographic data and Table 2 contains the list
of the atoms including atomic coordinates and displacement
parameters. 1 Source of material

(3E,5S,10S,13S,14S,17Z)-17-ethylidene-10,13-dimethylhexade-
cahydro-3H-cyclopenta[α]phenanthren-3-one oxime (1.2mmol)
was dissolved in 10ml of benzene and stirred at room tem-
perature. After the addition of 1.5 mmol of triethylamine, we
added a benzene solution containing 1.5 mmol methacryloyl
chloride slowly, after keeping stirring at room temperature
for 3 h. The reactionmixturewas terminatedwithwater and
extracted with ethyl acetate, then merged with organic
phase. This product was dried by anhydrous Na2SO4,

Table : Data collection and handling.

Crystal: Colourless nubbly
Size: . × . × .mm
Wavelength: Mo Kα radiation (. Å)
μ: .mm−

Diffractometer, scan mode: Bruker APEX-II, φ and ω
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 [],
Diamond []
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Table : Fractional atomic coordinates and isotropic or equivalent
isotropic displacement parameters (Å).

Atom x y z Uiso*/Ueq

O . () . () . () . ()
N . () . () . () . ()
C . () . () . () . ()
HA . . . .*
HAB . . . .*
O . () . () . () . ()
C . () . () . () . ()
HA . . . .*
HAB . . . .*
C . () . () . () . ()
HA . . . .*
HAB . . . .*
C . () . () . () . ()
C . () . () . () . ()
H . . . .*
C . () . () . () . ()
H . . . .*
C . () . () . () . ()
HA . . . .*
HAB . . . .*
C . () . () . () . ()
HA . . . .*
HAB . . . .*
C . () . () . () . ()
H . . . .*
C . () . () . () . ()
C . () . () . () . ()
HA . . . .*
HB . . . .*
C . () . () . () . ()
HA . . . .*
HB . . . .*
C . () . () . () . ()
H . . . .*
C . () . () . () . ()
C . () . () . () . ()
HA . . . .*
HB . . . .*
C . () . () . () . ()
HA . . . .*
HB . . . .*
C . () . () . () . ()
C . () . () . () . ()
HA . . . .*
HB . . . .*
HC . . . .*
C . () . () . () . ()
HA . . . .*
HB . . . .*
HC . . . .*
C . () . () . () . ()
H . . . .*
C . () . () . () . ()
HA . . . .*
HB . . . .*

Table : (continued)

Atom x y z Uiso*/Ueq

HC . . . .*
C . () . () . () . ()
C . () . () . () . ()
C −. () . () . () . ()
HA −. . . .*
HB −. . . .*
C . () . () . () . ()
HA −. . . .*
HB . . . .*
HC . . . .*
C_ . () . () . () . ()
HA_ . . . .*
HAB_ . . . .*
N_ . () . () . () . ()
O_ . () . () . () . ()
C_ . () . () . () . ()
HA_ . . . .*
HAB_ . . . .*
O_ . () . () . () . ()
C_ . () . () . () . ()
C_ . () . () . () . ()
HA_ . . . .*
HAB_ . . . .*
C_ . () . () . () . ()
H_ . . . .*
C_ . () . () . () . ()
HA_ . . . .*
HAB_ . . . .*
C_ . () . () . () . ()
HA_ . −. . .*
HAB_ . . . .*
C_ . () −. () . () . ()
H_ . −. . .*
C_ . () . () . () . ()
H_ . . . .*
C_ . () . () . () . ()
C_ . () −. () . () . ()
HA_ . −. . .*
HB_ . −. . .*
C_ . () −. () . () . ()
HA_ . −. . .*
HB_ . −. . .*
C_ . () −. () . () . ()
C_ . () −. () . () . ()
H_ . −. . .*
C_ . () −. () . () . ()
HA_ . −. . .*
HB_ . −. . .*
C_ . () −. () . () . ()
HA_ . −. . .*
HB_ . −. −. .*
C_ . () −. () . () . ()
C_ . () −. () . () . ()
HA_ . −. . .*
HB_ . −. . .*
HC_ . −. . .*
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concentrated under reduced pressure, purified by silica
gel chromatography. Colorless crystals were obtained.
78 % yield. Elemental analysis calcd. (%) for C50H74N2O4: C,
78.28; H, 9.72; N, 3.65; O, 8.34.

2 Experimental details

2.1 Comment

Pregnane alkaloids are the main chemical constituents of
Sarcococca [5, 6]. Our research group previously has carried
out a systematic study on the chemical constituents of
Sarcococca ruscifolia and Sarcococca hookeriana, obtaining
some steroidal alkaloids with novel structures and signifi-
cant anti-tumor and anti-senile dementia activities [7–9].
However, the structural diversity of naturally occurring
alkaloids is very limited. We used epiandrosterone as raw
material to introduce an allyl group at the C17 position
through theWittig reaction, a ketone group at the C3 position
through the Corey reaction, and a series of pregnane alka-
loids were obtained by the reaction of carbonyl compounds
with hydroxylamine hydrochloride [10–14]. In order to find
high-efficiency, low-toxicity and safe prestanane alkaloid
derivatives, we introduced methacryloyl chloride and
obtained a new compound.

The title compound contains four rings, including three
six-membered rings, one five-membered ring, four methyl
groups, one ester group, two carbon-carbon double bonds,

and one carbon-nitrogen double bond. There are two mole-
cules in the asymmetric unit. d(O1–C22) = 1.342(4) Å, d(O2–
C22) = 1.204(4) Å, d(O1–N1) = 1.441(3) Å, d(N1–C3) = 1.274(4) Å,
d(C17–C20) = 1.325(4) Å. The five-and six-membered rings
showmolecular interaction only throughvanderWaals force.
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Table : (continued)

Atom x y z Uiso*/Ueq

C_ . () . () . () . ()
HA_ . . . .*
HB_ . . . .*
HC_ . −. . .*
C_ . () −. () −. () . ()
H_ . −. −. .*
C_ . () −. () −. () . ()
HA_ . −. −. .*
HB_ . −. −. .*
HC_ . −. −. .*
C_ . () . () . () . ()
C_ . () . () . () . ()
C_ . () . () . () . ()
HA_ . . . .*
HB_ . . . .*
C_ . () . () . () . ()
HA_ . . . .*
HB_ . . . .*
HC_ . . . .*
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