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Crystal structure of (8R,10R,14R, Z)-2-
((3–Fluoropyridin-4-yl) methylene)-12-hydroxy-
4,4,8,10,14-pentamethyl-17-((R)-2,6,
6-trimethyltetrahydro-2H-pyran-2-yl)
hexadecahydro-3H-cyclopenta[a] phenanthren-
3-one, C36H52FNO3
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Abstract
C36H52FNO3, orthorhombic, P212121 (no. 19), a = 7.8016(7) Å,
b = 13.1609(10) Å, c = 30.536(2) Å, V = 3135.3(4) Å3, Z = 4,
Rgt(F ) = 0.0657, wRref(F

2) = 0.1435, T = 100 K.

CCDC no.: 2087492

The molecular structure is shown in the figure. Displace-
ment ellipsoids are drawn at the 30% probability level.
Table 1 contains crystallographic data and Table 2 contains
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the list of the atoms including atomic coordinates and
displacement parameters.

Source of material

The title compound was synthesized by three-step
chemical reactions in turn. First, ginsenoside of stems
and leaves (GSL) was degraded by 10% sulfuric acid
ethanol solution and purified by silica gel column chro-
matography. After recrystallization in ethyl acetate and
CH2Cl2, the pure white crystalline product panaxadiol
(PD; systematic name: (3S, 5R,8R,9R,10R,12R,13R,14R,17S)-
4,4,8,10,14-pentamethyl-17 -((R)-2,6,6-trimethyltetra-
hydro-2H-pyran-2-yl) hexadecahydro-1H-cyclopenta[a]
phen-anthrene-3,12-diol)-was obtained. Second, pan-
axadiol and PCC were dissolved in 25 ml dichlorome-
thane(methylene chloride) solution and stirred for 4 h at
room temperature. The product 3-oxo-panaxadiol was pu-
rified by silica gel column chromatography. Finally, in a
representative experiment 0.72 mL (25%) of sodium hy-
droxide aqueous solution was added dropwise to the
mixture of 3-oxo-panaxadiol (100 mg; 0.218 mmol) and
3-fluoropyridine-4-formaldehyde (0.022ml; 0.218mmol) in
1.4 mL methanol and stirred at room temperature for 2.5 h.
The in process-control was monitored by silica gel thin
layer chromatography (TLC, 254 nm), the developing sol-
vent is petroleum ether and ethyl acetate. When the reac-
tion was finished, the reaction system was extracted twice
with appropriate amount of water and ethyl acetate, and
the third time with brine and ethyl acetate. The crude yel-
low oil was obtained by vacuum distillation of the organic
phase and the title compound was purified by silica gel
column chromatography. Suitable crystals of the title
compound were obtained by recrystallization in ethyl ac-
etate system and dried under vacuo at 65 °C for 5 h.

Table : Data collection and handling.

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

Diffractometer, scan mode: SuperNova,
θmax, completeness: .°, >%
N(hkl )measured, N(hkl )unique, Rint: , , .
Criterion for Iobs, N(hkl )gt: Iobs >  σ(Iobs), 
N( param)refined: 

Programs: CrysAlisPRO [], SHELX [–]

Table : Fractional atomic coordinates and isotropic or equivalent
isotropic displacement parameters (Å).

Atom x y z Uiso*/Ueq

C . () . () . () . ()
HA . . . .*
HB . . . .*
C . () . () . () . ()
C . () . () . () . ()
C . () . () . () . ()
C . () . () . () . ()
H . . . .*
C . () . () . () . ()
HA . . . .*
HB . . . .*
C . () . () . () . ()
HA . . . .*
HB . . . .*
C . () . () . () . ()
C . () . () . () . ()
H . . . .*
C . () . () . () . ()
C . () . () . () . ()
HA . . . .*
HB . . . .*
C . () . () . () . ()
H . . . .*
C . () . () . () . ()
H . . . .*
C . () . () . () . ()
C . () . () . () . ()
HA . . . .*
HB . . . .*
C . () . () . () . ()
HA . . . .*
HB . . . .*
C . () . () . () . ()
H . . . .*
C . () . () . () . ()
HA . . . .*
HB . . . .*
HC . . . .*
C . () . () . () . ()
HA . . . .*
HB . . . .*
HC . . . .*
C . () . () . () . ()
C . () . () . () . ()
C . () . () . () . ()
HA . . . .*
HB . −. . .*
C . () −. () . () . ()
HA . −. . .*
HB . −. . .*
C . () . () . () . ()
HA . . . .*
HB . . . .*
C . () . () . () . ()
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Experimental details

The H atoms were placed in idealized positions and treated
as riding on their parent atoms, with d(C–H) = 0.97 Å
(methylene), d(C–H) = 0.98 Å (aromatic), d(C–H) = 0.96 Å
(methyl), d(C–H) = 0.93 Å (alkenyl) and d(O–H) = 0.82 Å
(–OH). The absolute configuration was derived from the
synthesis and the configuration of the educts.

Comment

Ginsenoside are divided into two groups according to their
glycosidic structures: dammarane and oleanane. There are
two types of dammaranes: protopanaxadiol type [5, 6] and
protopanaxatriol type sharing a tetrahydrofuran ring and a
dammarane skeleton. Because these ginsenosides and their
derivatives haveawide rangeof biological activities, suchas
anticancer, enhancing myocardial function [7], anti-
inflammatory [8] and analgesic, their synthesis and biolog-
ical activities haveattracted extensive attention. At the same
time the conformation of the compound will have a certain
influence on the biological activity [9]. Our laboratory has
donea lot of researchwork onpanaxadiol derivatives [10, 11]
and panaxatriol derivatives [12], and obtained crystal
structures [13] with good data. The title compound is a PD
derivative. It is possible to modify the structure of ginseno-
side which is an important saponin in ginsenoside [14].

Single crystal X-ray structure analysis of the title
compound revealed that the substituents are at on C(2),
the structure of the title compound is similar to that of
panaxadiol. In the crystal structure, the pyridine ring is
planar, and the other six membered rings except the ring
with the keto group have chair conformation. The bond
lengths and angles are all in the expected ranges [12].
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Table : (continued)

Atom x y z Uiso*/Ueq

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