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Abstract

CigH160s, monoclinic, P2,/n (no. 14), a = 14.5762(6) A,
b = 6.6791(3) A, ¢ = 17.4240(7) A, B = 103.5820(10)°,
V=1648.89(12) A%, Z = 4, R,(F) = 0.0436, WR,o((F?) = 0.1218,
T =293 K.

CCDC no.: 2168349
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 displace-
ment parameters.

Source of material

The whole plants of Caryopteris terniflora collected from
Santai County, Sichuan Province were extracted with 95%
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Table 1: Data collection and handling.

Crystal: Yellow needle

Size: 0.22x0.17 x 0.13 mm
Wavelength: Mo Ka radiation (0.71073 A)
u: 0.12 mm™

Diffractometer, scan mode:
Bmax, cOMpleteness:
N(hk[)measuredy N(hk[)uniquey Rine:
Criterion for Iopbs, N(hkl)g:
N(param)reﬁned:

Programs:

Bruker APEX-Il, ¢ and w
30.6° 98%

26,956, 4974, 0.028
lobs > 2 0(lops), 4066
246

Bruker [1], SHELX [2, 3]

ethanol for three times (once for seven days) at room
temperature. The combined filtrate was concentrated to
give the brown residue, which was suspended in water and
extracted with petroleum ether, ethyl acetate, and
n-butanol successively. The ethyl acetate fraction
(0.219 kg) was then separated over silica gel column
chromatography eluted with petroleum ether/ethyl ace-
tate and dichloromethane/methanol in gradient, afford-
ing six fractions of E1-E6. The title compound (131.8 mg)
was obtained from the E4 fraction via repeated silica gel
column chromatography. Yellow needle shaped crystals
were obtained by recrystallization in ethyl acetate for two
days. The structure was further comfirmed by NMR analysis
with its systematic name as 2-(3,4-dihydroxyphenyl)-
5-hydroxy-3,6,7-trimethoxy-4H-chromen-4-one.

Experimental details

A Bruker APEX-II CCD diffractometer was employed to
perform the diffraction experiments of a single crystal
selected carefully. The data was collected using APEX 2 [1]
data collection software at 293 K. The structure was solved
and refined using the Bruker SHELXTL software package
[2, 3.

Comment

Flavonoids, a common class of natural products widely
distributed in plants and ferns, are characterized by their
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Table 2: Fractional atomic coordinates and isotropic or equivalent

isotropic displacement parameters (A?).

Atom X y z Uiso"[Ueq
01 0.67411 (6) 0.37707 (13) 0.47987 (5) 0.03476 (18)
02 0.78874(6) 0.25446 (13) 0.32164(5) 0.03709 (19)
03 0.90108 (6)  0.55706 (14) 0.39832 (5) 0.0398 (2)
04 0.94321 (6) 0.81128 (15) 0.51429 (6) 0.0405 (2)
05 0.89493 (6) 0.97839(12) 0.64258(5) 0.03456 (18)
06 0.74024 (7) 0.86607 (14) 0.68375 (5) 0.0422 (2)
07 0.50979 (7) -0.12550(14) 0.20154 (5) 0.0396 (2)
H7 0.5469 (11) -0.066 (3) 0.1725(7) 0.059"
08 0.45890 (8) -0.36848 (16) 0.30770 (6) 0.0542 (3)
H8A 0.4522 (13) -0.383(2) 0.2579 (14) 0.081"
c2 0.69411 (8) 0.28595(16) 0.41562 (6) 0.0310 (2)
c3 0.76907 (8) 0.34384(16) 0.38656 (6) 0.0309 (2)
C4 0.83054 (7) 0.50306 (16)  0.42306 (6) 0.0296 (2)
Cc5 0.86423 (7) 0.74856 (16)  0.53425 (6) 0.0287 (2)
cé 0.83902 (8) 0.83410(15) 0.59814 (6) 0.0285 (2)
c7 0.75824(8) 0.76715(16) 0.62150 (6) 0.0299 (2)
c8 0.70351(8) 0.61126(17) 0.58245 (6) 0.0320 (2)
H8 0.651550 0.563469 0.599227 0.038"
c9 0.72943 (7) 0.52961(16) 0.51738 (6) 0.0288 (2)
c10 0.80759 (7) 0.59516 (16)  0.49085 (6) 0.0283 (2)
C11 0.62949 (8) 0.12028 (17) 0.38662 (6) 0.0318 (2)
C12 0.60149 (8) 0.07936 (17) 0.30565 (6) 0.0314 (2)
H12 0.622033 0.161017 0.269816 0.038"
C13 0.54364 (7) -0.08138(16) 0.27893 (6) 0.0291 (2)
C14 0.51408 (9) -0.20721(18) 0.33272(7) 0.0352 (2)
Cc15 0.54088 (10) -0.1654(2) 0.41268 (7) 0.0438 (3)
H15 0.520808 -0.247764 0.448553 0.053"
C16 0.59745 (9) -0.0013 (2)  0.43945 (7) 0.0403 (3)
H16 0.614086 0.027568 0.493154 0.048"
c17 0.83729 (11) 0.0663 (2) 0.33716 (10) 0.0519 (3)
H17A 0.851323 0.016904 0.289449 0.078"
H17B 0.798009 —-0.028368 0.355880 0.078"
H17C 0.894982 0.084574 0.376523 0.078"
c18 0.88594 (13) 1.1704 (2) 0.60732(9) 0.0513 (4)
H18A 0.896200 1.160883 0.555000 0.077"
H18B 0.931818 1.259098 0.638408 0.077*
H18C 0.823700 1.221443 0.604635 0.077"
Cc19 0.65910 (11) 0.8102(2) 0.71101(9) 0.0525 (4)
H19A 0.604113 0.818154 0.668153 0.079"
H19B 0.652004 0.899301 0.752467 0.079"
H19C 0.666467 0.675578 0.730773 0.079"
H9 0.9458 (15) 0.744 (4) 0.4711 (13) 0.079 (6)*

diversified structural skeleton and bioactivities [4-6].
C. terniflora was used as folk medicine to relieve swelling
and pain, which were associated with inflammation [7].
The title compound belongs to the flavonols, the structural
subtype of flavonoids. It also pocessed various biological
effects including anti-inflammatory and antioxidant ac-
tivity [8—10], indicating it may act as the anti-inflammatory
ingredient of C. terniflora.

DE GRUYTER

There is one molecule in the asymmetric unit (see the
figure). The bond lengths and angles are all in the expected
ranges [11, 12]. Detailed analysis of its crystal structure
revealed that the methoxyl groups located at C-3 and C-6
are turned out from the plane of chromone skeleton, which
is in accordance with that of casticin, the methyl etherified
derivative at 4’-OH of the title compound [11, 13]. The
phenyl group at C-2 position deviated from the plane of
chromone skeleton with a dihedral angle of 36.7°, which
was unfavorable for the conjugation in cinnamoyl unit
associated with characteristic UV absorption band. Thus,
the conformation of phenyl group in combination with
methyl etherification of 3-OH may contribute to the blue
shift of band Iin UV spectrum when compared with that of
3,5,3",4’-tetrahydroxy-6,7-dimethoxyflavone (345 vs
374 nm) [14, 15].
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