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The crystal structure of imperatorin, 9-[(3-methyl-2-butenyl)oxyl-7H-furo[3,2-g]{1]

henzopyran-7-one, has been determined from single crystal x-ray diffraction study;: C,H.,0,.
Triclinic, P1, 2=11.818(1} A, b=11.906(1) A, c=11.059(1) A, a=96.32(1)°, B=90.74(1)°, y=
64.88(1)°, V=1399.3(2) A®, T=293 K, Z=4, CuKo. (A=15418 A). The structure was solved
by direct method and refined by full-matrix least squares to a final R=7.02% for 3951

unique observed Fy>4a(F,) reflections and 356 parameters.
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Table 1. Crystal data and structure refinement for

imperatorin

Crystal data
[CeHL0.] 7=4
M=270.28 D,=1.283 Mg m*
Triclinic CuKo radiation
P1 A=1.5418 A

a=11.813(1) A
h=11.906(1) A

Cell parameters from 23
reflections

e=11.059(1) A 6=24.5°-25.0"

0=96.32(1)° 1=0.761 mm"

B=90.74(1)" =203 K

p=54.83(1) Prismatic

V=1399.3(2) A’ 0.600.50 0.30 mm
Data collection

Rigaku AFCSR diffractometer 0, =02.57"

)20 scans h=-13—13

Absarption corection : k=-13—13

none l=-12—10

4756 measured reflections
44972 independent reflections
R,=0.026

3 standard reflections
monitored every 100
reflections
intensity decay : 0.81

Refinement
Refinement on F*
R=00702
wR=0.1957
3951 reflections[Fy>4a(Fy)]
350 parameters
Only coordinates of H atorns
refmed

(/00,001

A\Pae=0.297 cA?

APaa=-0.660 8A”

Extinction correction : none

Atomic scattering factors
from international Tables
for Crystallography

w=l @ FRHO.LITLX PP41.15XP] (1992, Vol. C)

where P=[Max(F3, 0)+2xF7]/3

297259 HFUASEE Table 24, F4UAF
2] #Z2H2F T Table 3¢ ¥4 8A45712 2
Fdole) Aihal-2 Table 49 ehfigied, =}
4] torsion angle Table 54 vhelfigich,

3 gE

Imperatorin(C,;H;,0,)¢]

&

AA= A A

3, FATE PL, DS 2 B Z=424] A
Moz M= o2 F 7o AR 2l vl
A 8 A5l Hell 2 e oo g &
Azl W3 el s Fig. 19 vehiel 2 Fig. 290



116 AEF - AEE - oA H

FEE

Rt A=A b R ey FEZEEHA

Table 2. Fractional atomic coordinates and equivaleni isotropic displacement parameters (A for non-hydrogen
atoms of imperatorin. The e.s.d.'s are in parentheses. U.q = (1/3)3.3.U,af at 3, a,

Molecule 1 Molecule 2

Atom

X ¥ Z Ueq X v Z Ueq
c() 0.9080(3) 0.1540(3) -0.2331(3) 0.052(1) 0.4020(4) 0.1600(4} 0.9123(3) 0.066(1)
C(2) 0.8276(3) 0.1196(3) -0.1880(3) 0.049(1) 0.3019(4) 0.1616(3) 0.8580(3) 0.063(1)
c(3 0.8302(2) 0.1201(2) -0.0574(2) 0.039(1) 03228(3) 0.1601(3) 0.7295(3) 0.047(1)
Cl4) 0.7845(2)  0.1051(3) 0.0402(3) 0.042(1) 0.2571(3) 0.1587(3) 0.6254(3)  0.048(1}
C(s) 0.8253(2)  0.1229(2) 0.1567(2) 0.037(1) 0.3105(2) 0.1574(2) 0.5138(3) 0.041(1)
Cis) 0.7773(3)  0.0978(3)  0.2640(3) 0.046(1) 0.2517(3) 0.1525(3) 0.3998(3) 0.052(1)
C(7) 0.8219(3) 0.1120(3) 0.3732(3) 0.050(1) ©0.3065(3) 0.1509(3) 0.2947(3) 0.055(1)
C® 0.9168(3) 0.1564(3) 0.3892(2) 0.046(1) 0.4249(3) 0.1559(3) 0.2901(3)  0.046(1)
Cl 0.9186(2) 0.1655(2) 0.1725(2) 0.032(1) 0.4276(2) 0.1597(2) 05085(2)  0.035(1
C{10) 097302} 0.1928(2) 0.0770(2) 0.034(1) 0.4956(2) 0.1628(2) 0.6113(2) 0.036(1)
C(11)  0.9318(2) 0.1718(2) -0.0367(2) 0.037(1) 0.4407(3) 0.1597(3) 0.7199(2) 0.041{1)
can 1.0224(4) 0.3648(3) 0.1008(5) 0.081(2) 0.5962(3) 0.2049(3) 0.6052(3) 0.053(1)
C(13) 1.1240(4) 0.4020(3) 0.1258(4) 0.068(1) 0.5342(3) 0.3748(3) 0.7178(4) 0.061(1)
C(14)  1.1391{4) 04641(4) 0.2228(5) 0.086(1) 0.4213(4) 0.4652(4) ©.7307(5) 0.081{1)
C(15) 1.2488(6) 0.4935(6) 0.2335(6) 0.133(2)  0.3701(7) 0.5321(6) 0.8581(6) 0.130(2)
C(16)  1.0567(10) (.5063(9) 0.3324(8) 0.208(5) 0.3313(5} 0.5061(6) ©.6315(68) 0.135(2)
017 0.9763(2) 0.1877(2) -0.1442(2) 0.046(1) 0.4920(2} 0.1588(2) 0.8313(2) 0.063(1)
0(18)  1.0664(2) 0.2320(2) 0.0040(2) 0.040(1) 0.5089(2} 0.1675(2) O0.6058(2) 0.040(1)
O(18)  0.9603(2) 0.1845(2) 0.2872(2) 0.040(1) 0.4815(2) 0.1617(2) 0.3996(2)  0.043(1)
00200 0.9620(3) 0.1739(3) 0.4837(2) 0.072(1) 0.4812(2} 0.1577(3) 0.2006(2) 0.072(1)

Table 3. Fractional atomic coordinates for hydrogen atoms of imperatorin
Molecule 1 Molecule 2
Atom
X y X ¥V Z

H(1) 0.9201 0.1555 -0.3159 0.4119 0.1596 0.9958
H(2) 0.7732 0.0941 -0.2317 0.2310 0.1634 0.8054
H(6) (0.7218 0.0778 0.0286 0.1786 0.1587 0.6301
H(7) 0.7138 0.0710 0.2574 0.1739 0.1504 0.3995
H(10) 0.7906 0.0926 0.4407 0.2666 0.1465 0.2225
H(124) 0.9577 0.4047 0.1647 0.5481 0.3304 0.5362
H(12B) 0.9850 0.3926 0.0243 0.6785 0.2930 0.5956
H(13) 1.1854 0.3779 0.0643 (.5805 0.3504 0.7877
H(15A) 1.2437 0.5414 0.3106 0.2862 0.5945 0.8528
H(15R) 1.2499 0.5409 0.1690 0.4219 0.5711 0.8012
H(15C) 1.3240 0.4173 0.2279 0.3702 0.4726 0.9100
H(164) 1.0858 0.5527 0.3912 0.2544 0.5729 0.6644
H(16B) 1.0573 0.4352 0.3662 0.3153 0.4371 0.5961
H(16C) 0.9731 0.5588 0.3115 0.3661 0.5345 {1.5702

= ) E 9| packing= FEAISMH )

2 #3552 furan ring(A) pyrone ring(C) 2
232 ring(B)ell AbEF-H2Z Holglo} F A8 £
AH5-2 molecule 13} molecule 2= Vo] w3
27 g},

T#] furan ring(A)el4 C-C BoA T4+ 1.393
(4) &, 1.392(4) Al C-C-C Hadgrtms

119.9(2)°, 120.0(3)°1™ pyrone ring(C) W<l C-C
HEAFgLel= 1383 (4) &, 1.382(4) Aelw C-C-C
HAFALAE T 108.0(2)°, 107.9(2)°*] ring(B)
o] AL zhzhe| HAg]E 1.390 (2) A,
1.390(2) Aol H@ATztEE 120.0(3), 119.9
(Z)D.ELE 51‘:],1%?;'_34_10,15,15) ;% %i'l_gﬂ_tjl_

Furan ring(A)lA] e]5-2% <] C(8)-0(20)2] 2
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Table 4. Bond lengths (A} and angles (°) for non-hydrogen atoms of imperatorin. The e.s.d.'s are in parenthese

Molecule 1 Molecule 2 Molecu(le)l hi(il;c;gg)z
-C(1)-0(17) 112.9(3 .
<o 1A G ea e 1068(3) 10693
C(l)‘O(l?) . . 'C 3 'C(ll) 119‘4(2) 119'4(3)
C(2)-C(3) 1.446(4) 1.442(4) Cl4)-C(3)

) '381(4) 1.383(4) C4)-C(3)-C(2) 135.8(3) 135.9(3)
C(3)-C(4) 1.381(4 C(11)-C(3)-C(2) 104.8(2) 104.7¢3)
C(3)-C(11) 1.395(4) 1.396(4) COR)-CiD-Cl) 118.5(2) 118.8(2)
C(4)-C(5) 1.396(4) 1.389(4) CL-C(5)-C(9) 119.8(2) 119.9(3)
C(5)-C(9) 1.399(4) 1.398(4) C()-C(5)-C(6) 123.2(2) 123.3(3)
C(5)-C(6) 1.435(4) 1.439%;1% C9)-C(5)-C6) 117.0(2) %gg%
R Iy Qac®0us AN 127.003)
Coroe Loty Loty owvamco B G
C(9)-0(19 : : 0(19)-C(8)- . '
C(9)-C(10) 1.386(4) 1.390(4) O(19)-C(9)-C(10) ﬂgg% ﬁg%
cap-ous) L) e OHo-C9-Clo) 123.2(2) 122.9(2)
C(10)-C{11) 1.383(4 ) C(10)-C(8)-C(5 : a2
CAL-0a7)  1369(3) 1366()  0Q8)-caoican 12292 12252
C(12)-0(18) 1.433(4) 1.460(3) 0(18)-C(10)-C(9) 114.8(2) 115.1(2)
C(12)-C{13) 1.460(5) 1.471(5) C(11)-C(10)-C(9) 124.9(2) 125.1(2)
C(13)-C(14)  1.289(6) 1.308(5) 0QA7)-CAL-CA0y 1505 111.0(2)
C(14)-C(16) 1.467(9) 1.490(7) 0(17)-C(11)-C(3) 124.3(2) 123.8(3)
CO-CA5)  1.480(7) 1.533(8) 8%8%8%5%% %3% E?éﬁ?ﬁ

CAH-CA3-CA2)  1949(g) 125.5(5)
C(13)-C(14)-C(16) 121.0(5) 119.4(5)
C(13}-C(14)-C(15) 114.0(8) 115.0(4)
C(16)-C{14)-C(15) 104.7(2) 104.5(2)
C(11)-0(17)-C(1) 113.4(2) 112.2(2)
C(10)-0(18)-C(12) 121.8(2) 121.6(2)

C(8»-0019)-C(9)

Table 5.

Torsion angles(" ) for non-hydrgen atoms of imperatorin, The e.5.4d.'s are in parenthese

Molecule 1 Molecule 2

Molecule 1 Molecule 2

o(17)
cl1)
Cc(2)
c)
C(4)
Cc(3)
C4)
C(4)
C(6)
C(5)
C(s)
0(20)
C(5)
0(19)
Cw
C(9
0C18)
C(11)
C(10)
C{13)

-C(1)
-C(2)
“C(3)
-C{3)
-3
-C(D)
C(5)
-C(5)
-C(5)
~C(6)
-C(7)
-C(®)
-C(9)
-C(®)
~C(9)
-C(10) -
-C(10) -
-C(10) -
-C(11) -
“C(12) -

-C{2)
-C(3)
-C(4)
-C(11)
-C{11)
-C(5)
-C(8)
-C(9)
-C(9)
-C(7)
-C(8)
-0(19)
-C(10)
-C(10)
-0(19)

C(11)
C(11)
0(18)
07
0(18)

C(12) -C(13} -C(14)

-C(3)
~C(4)
-C(5)
-C(10)
-C(1m
-C(6)
-C{(7)
-C(10
-C(10
-C(8)
-0(20)
-C(9)
-0(18)
-0(18)
-C(8)
-0(17)
-0(17)
-C(12)
-C(1)
-C(10)
-C(16)

-A(2)
-178.4(5)
177.8(5)
-179.2(3)
-.2(2)
-178.4(4)
177.6(5)
5(2)
179.7(3)
2.0(3)
179.0(6)
178.2(4)
-178.7(3)
2.1(2)
-177.4(3)
-177.4(3)
-.2(2)
85.1(3)
179.0(3)
176.8(4)
2.7(6)

.6(3)
178.8(6)

-180.0(6)
~177.6(4)

2.6(3)
178.3(5)

-179.7(5)

3(3)

~179.1(4)

-1.003)

-178.3(6)
-179.6(4)
~178.7(4)

002
178.4(3)
178.3(4)

-1.2(2)
-96.3(3)
178.0(4)

62.8(3)

-304)

C(2)
ca)
(1) -
C2)
Ci4)
C(3)
c(e
C(4)
C(6)
C(6)
Cc(7)
C(5)
0(19) -
C(5)
C(9)
0(18) -
Cc(9)
c(3) -
0{18) -
c(1z) -

-C(1)
-C{2)

C(3)

-C(3)
-C(3)
-C{4)
-C(5)
-C(5)
-C(5)
-C(7)
-C(8)
-C(9)

C(9)

-C(9)
-C(10)

C(10)

-C(10)

C(11)
C(12)
C(13)

-0(17)
-C(3)
-C{d)
-C(11)
-C(11)
-C(5)
-C{6)
“C(9)
-C{9)
-C(8)
(19}
-C(10)
-Cam
-0(19)
-C(11)
-C(11)
-O(18)
-Q(17)
-C(13)
-C(14)

-C(11)
-C(1D)
-C(5)

-0017)

~0(17)
-C(9)
-C(7)
-0(19)
-0(19)
-0(19)
-C(2)
-C(11)
-C(11)
-C(8)
-C(3)
-C(3)
-C(12)
-C(1)
-C(14)
-C(15)

.2(3)
.4(2)
-9(2)
-3(2)
178.7(3)
7(2)
-1.4(3)
175.7(3)
-1.2(2)
.2(3)
-2.9(3)
-1.5(2)
179.5(3)
3.4(2)
1.3(2)
178.6(4)
-57.9(3)
1(2)

-112.4(6)

179.6(7)

.0(3)
-1.0(3)
~2(3)
1.0(2)
-178.8(4)
-1.1(3)
-.3(3)
-178.3(4)
2.3(2)
4(3)
1.5(3)
1.8(3)
-179.5(3)
-2.9(3)
-3.3(3)
177.2(4)
84.3(3)
-.6(3)
-108.3(4)
175.7(6)
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Fig. 1. An ORTEP{III} drawing of imperatorin with
the atomic numbering scheme. The displacement el-
lipsoids are drawn on the 30% probability level. H
atom are drawn as small circles of arbitrary radii.
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(18)2] 49~ «Uzte] o)Fashe] BAS xelw 9]
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115.0(4)%] 2 Grdghde) = 1486(7) A v v

C(11)-C(10)-C(18)-C(12)2] torsion angle- 85.1
(3)°, -96.3(3)%[ 1, C{9)-C(10)-C{18)-C(12}=]
torsion angle-> -97.9(3)° 84.3(3)°%. =|ig)c}.
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A AL Al F o) 92} 1470 2 0.081
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®E 74z} 0.033 A, 0.047 A He1A ¢]3, molec-
ule 29] C{7)%} C(19)L 7k 0,037 A, 0.033A 9
oJxgleh. =3l ring(A), (B), (C)8] Tkl sl=
0018)3} 0(20)-2 357} W A Hriezd
B) molecule 1-& 22+ 0.002 A, 0.070 A% molec-
ule 2= 22 0.050 4, 0.010 A Heix] gle] A
sEARE S o] Fa gloh. ARl 9 6714
Al WA ring(A), (B), (C)2] AZFRA o=
HE] ¢k 1A oo 245l BE Ul Se] ghy
Hel| a3t FH9E FdlE Fe=z vl isoim-
peratoring] -2 % ¥]$292] 2070 ring(A),
(B), (C)2) HAF oz oF 14 o]l £4)
e o 9ok Al b AgEe] 9l
Cl15)8) C(16)2] &5 Q1x}7) 2 ke A} o] =
Zte]| Sle AAEe] o2 f1AlEd vlEle] Eut

T AEE B sl kst Aok

Fig. 2. A stereoscopic view of the packing for imperatorin. The c-axis is vertical and a-axis horizontal.
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