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Isoimperatorin, 4-[(3-methyl-2-butenyl)oxy]-7H-furo[3,2-gl[1]benzopyran-7-one,2] %z}
2 AATEE XA Yo AFside). o] A EAAe CLH,0, AAAE AL Alo]
A FZTE P2/colnt. DA A 0=8.865(1) A, 5=9.331(1) A&, ¢=16.156(1) Ao]=], =
98.12(1)°, V=1322.9(2) AS, T=293(2)K, Z=4°c}. FzxaH ] 2}-83 X-A& Cu KAQ=
1.5418 A)olt}. 2= Ao w Tglon Haxayon Adsel). #E A g
F>40(F,)1 1922719] S)j & ddlo]e}el| ths) 5.72%0]c}.

Abstract

The crystal structure of isoimperatorin, 4-[(3-methyl-2-butenyl)oxy]-7H-furol3,2-gl{1]
benzopyran-7-one, has been deotermined from single crystal x-ray diffraction study ; C,GH“Q“
Monoclinic, P2,/c, a=8.865(1) A, 6=9.331(1) A, c=16.156(1) A, p=98.12(1)", V=1322.9(2) A?,
T=293(2)K, Z=4, Cu K. (A=1.5418 A). The structure was solved by direct method and re-
fined by full-matrix least squares to a final R=5.72% for 1922 unique observed F,>406(F,) re-
flections and 182 parameters.
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£ Ao A48 isoimperatorin(CieH104)&
ethanol® &af3le] Ao 2 SAlsiei o, A
A2l 77]+= 0.05%0.04%0.1 mme]t}. 22.5°<0<
25.0° Aol 207H9) EARAS 2Hsle] 4=
8.865(1) A, 5=9.331(1) A, ¢=16.156(1) A, B=
98.12(1)°0] 3 V=1322.9(2) A%]S Ugton 7
A= Monoclinic, 4384 %= T=293(2)K,
AHEG Al Z=4o|t}. FAdolg} 24&
3.18°<6<62.09°, -10<h<10, 0<k<11, -19<i<
0, AbolellA] 235470¢) 3A dHole}E 43w,
ol% 59 I ARbdFE 2116702 Ra=0.0210]t}.

AHERE X-ray diffractometer= Rigaku AFC-5,
2 graphite® 883 Cu Kool 0/20%
scandtitt. &3k 34 dle]el= Lorentz-po-
larization factor® XA 3o E4HA-L 31x
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Table 1. Experimental data

Crystal data

[C16H1404]
M,=270.27
Monoclinic
P21/C .
a=8.865(1) A
5=9.331(1) A
¢=16.156(1) A
B=98.12(1)°o
V=1323(2) A®
Z=4
D=1.357Mg m™

Cu K, radiﬂation
A=15418 A

Cell parameters from 20

reflections
6=22.5°-25.0"
1=0.805 mm™
T=293(2)K
Prismatic
0.05%x0.04 0.1 mm
colourless

Data collection

Rigaku AFC-5 dif-
fractometer

®/26 scans
Absorption correction:
none

2354 measured
reflections

2116 independent
reflections

1922 observed
reflections

0,.x=62.09°
h=-10—10

k=0—10

1=-18—0

3 standard reflections
monitored every 100
reflections

intensity decay: none

[F>40(F,)]

R.=0.021

Refinement

Refinement on F° (£/06)0<0.001
R=0.0572 A 1hOm=0.446 er'3
wR=0.1782 A 1hog,=-0.386 eA™

2116 reflections

182 parameters

Only coordinates of H
atoms refined
w=1/16*(F)+(0.1319 x
P)*+1.08 % P

where P=[Max(F/)+2x

F’1/3

Extinction correction:
none

Atomic scattering
factors

from international
Tables for

X-ray Crystallography
(1974, Vol. 1IV)
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Table 2. Fractional atomic coordinates and equi-
valent isotropic displacement parameters (A% for non-
hydrogen atoms of isoimperatorin. The e.s.d.'s are in

1 * *
parentheses. Ueq = ?21 > Ugatat g g

ELERE S,

Atom X % z Ueq

C(1) 1.1241(3) 0.4167(3) 0.4237(2) 0.060(1)
C(2) 1.0098(3) 0.3444(3) 0.3811(2) 0.053(1)
C(3) 0.9511(3) 0.2515(3) 0.4411(2) 0.041(1)
C(4) 0.8345(3) 0.1507(3) 0.4415(1) 0.039(1)
C(5) 0.8146(2) 0.0840(2) 0.5174(1) 0.036(1)
C(6) 0.7008(3) -0.0223(3) 0.5231(2) 0.043(1)
C(7) 0.6841(3) -0.0837(3) 0.5965(2) 0.049(1)
C(8) 0.7828(3) -0.0472(3) 0.6717(2) 0.048(1)
C(9) 0.9098(3) 0.1221(3) 0.5908(1) 0.038(1)
C(10) 1.0252(3) 0.2204(3) 0.5933(2) 0.046(1)
C(11) 1.0414(3) 0.2805(2) 0.5172(2) 0.043(1)
C(12) 0.7638(3) 0.1329(3) 0.2908(1) 0.049(1)
C(13) 0.6627(3) 0.0334(3) 0.2378(2) 0.048(1)
C(14) 0.5551(3) 0.0659(3) 0.1748(1) 0.043(1)
C(15) 0.4607(4) -0.0486(3) 0.1282(2) 0.060(1)
C(16) 0.5172(4) 0.2137(3) 0.1439(2) 0.066(1)
0(17) 1.1484(2) 0.3811(2) 0.5067(1) 0.057(1)
0(18) 0.7331(2) 0.1098(2) 0.3752(1) 0.055(1)
0(19) 0.8908(2) 0.0574(2)  0.6655(1) 0.047(1)
0(20) 0.7814(3) -0.0991(3)  0.7398(1) 0.072(1)

dlo|etol] W3l R=0.0572, wR=0.1857¢]t}. 18]+,
$Az9) AL 71504 AR GEOM™ pro-

ol Altt EA|mbA} #2258

Table 3. Fractional atomic coordinates for hydrogen a-
toms of isoimperatorin. The e.s.d.'s are in parentheses

Atom X y z
H(1) 1.1816(3) 0.4844(3)  0.3997(2)
H(2) 0.9744(3) 0.3518(3)  0.3243(2)
H(6) 0.6370(3)  -0.0498(3)  0.4750(2)
H(7) 0.6072(3)  -0.1508(3)  0.5986(2)
H(10) 1.0876(3) 0.2446(3)  0.6452(2)
H(12A)  0.8697(3) 0.1126(3)  0.2866(1)
H(12B)  0.7420(3) 0.2313(3)  0.2738(1)
H(13) 0.6760(3)  -0.0636(3)  0.2500(2)
H(15A)  0.3892(4)  -0.0057(3)  0.0851(2)
H(15B)  0.4065(4)  -0.1003(3) 0.1661(2)
H(15C)  0.5257(4)  -0.1132(3)  0.1034(2)
H(16A)  0.4356(4) 0.2098(3)  0.0981(2)
H(16B)  0.6052(4) 0.2564(3)  0.1255(2)
H(16C)  0.4862(4) 0.2702(3)  0.1883(2)

gram& AHE3lgdth. 2E AXRE SPARC STA-
TION IPC2} PC586& AH8-315ith.

Aol gk A1eFe Table 19l A3z, vl
29259 HELUAFEE Table 290, T2UAE
9] HEYAFHTE Table 30, BIFAUAES] ¥
EMPA L5 QIR Table 49, BlAaUA Sk 2
gol o} A8 2 Table 59 vepliglen], 21
2] torsion angle> Table 6¢I] YJERH AT}

Table 4. Anisotropic displacement parameters (AY) for non-hydrogen atoms of isoimperatorin. The anisotropic

displancement factor exponent take the form:

—172{h2a *2U | + k% *2U 5, + 1% *2U 5 + skib * ¢ * Uy + slhe *a * U 13+ shka * b * U 5]

Atom Un U, Us Uiz U

c 0.059(2) 0.054(2) 0.070(2) 0.005(1) 0.023(1) -0.006(1)
C(2) 0.051(2) 0.055(2) 0.053(2) 0.010(1) 0.014(1) 0.001(1)
C(3) 0.038(1) 0.043(1) 0.042(1) 0.003(1) 0.007(1) 0.005(1)
C4) 0.036(1) 0.047(1) 0.033(1) 0.000(1) 0.000(1) 0.004(1)
C(5) 0.036(1) 0.039(1) 0.032(1) -0.001(1) 0.002(1) 0.006(1)
C(6) 0.040(1) 0.049(1) 0.039(1) -0.002(1) 0.001(1) -0.002(1)
C(7) 0.050(1) 0.049(2) 0.049(2) 0.004(1) 0.009(1) -0.005(1)
C(8) 0.050(1) 0.054(2) 0.042(1) 0.008(1) 0.011(1) 0.008(1)
C(9) 0.040(1) 0.044(1) 0.031(1) -0.003(1) 0.004(1) 0.007(1)
C(10) 0.045(1) 0.052(2) 0.040(1) -0.011(1) -0.001(1) -0.003(1)
ca11) ©0.039(1) 0.040(1) 0.051(1) -0.006(1) 0.008(1) -0.003(1)
c(12) 0.045(1) 0.070(2) 0.031(1) 0.007(1) 0.002(1) 0.004(1)
c(13) 0.053(2) 0.052(1) 0.038(1) 0.003(1) 0.006(1) 0.009(1)
C(14) 0.043(1) 0.052(1) 0.034(1) 0.001(1) 0.006(1) 0.003(1)
C(15) 0.067(2) 0.064(2) 0.048(2) -0.008(1) 0.001(1) -0.003(1)
C(16) 0.067(2) 0.061(2) 0.064(2) 0.011(1) -0.011(1) 0.001(1)
oa7n) 0.053(1) 0.058(1) 0.064(1) -0.009(1) 0.014(1) -0.017(1)
0(18) 0.047(1) 0.086(1) 0.030(1) 0.005(1) -0.003(1) -0.014(1)
0(19) 0.051(1) 0.060(1) 0.030(1) 0.002(1) 0.002(1) -0.001(1)
0(20) 0.083(2) 0.091(2) 0.043(1) 0.021(1) 0.013(1) 0.001(1)
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Table 5. Bond lengths (3) and angles () for non-hy- 3. 4= 9 &l

drogen atoms of isoimperatorin. The es.d.'s are in

parenthese
C(1)-C(2) 1.326(4) C(2)—C(1)—0(17) 112‘9(2) Isoimperatorin [C16H1404]g] 75_2 6] 7:"}15‘ ‘-1;_]'}\]’26] 7:“
o7 13684y  C(1)-C2)-CB3) 106.1(2) o] 1, F7HFE P2i/c, HH EU FAb5E Z=424
CR-CE)  14514)  C@-CEMC(Y)  1173(2) WHZAS AT Q= Feh2 whsl . oo o

COMCE)  1398(4) C@)CE-CR)  13772) i
CE}C(1l)  1396(4) CUI}CRFCR)  1049(2) g EAERe WizNo= Fig 14 Jehigiz
C@y0(18)  13523) O(I8}C4)C3)  1266(2) - - chol Al sTule ine TAEleT) &
CE@yCE)  14108)  O(I8}CU)CS)  1144(Q) Fg. foﬂc‘,‘ e “_EL]H packing E; ety
C(5)-C(9) 14003)  C(3)-C@)}-CO) 119.002) A Az A=l AFAEE Table 50l
COMC6)  14273)  COCE-CHE) 11930 ey},
CEFCT)  13443)  COCEMCE)  1180Q2)

COMCE®) 14348  C(A)C5)Ci6) 122602) £ 3}3HE-2 furanocoumarin®|g} FE2& A1
C@8}-0(20)  12033)  C(7)-C(6)-C(5) 1213Q2) 2] 583} o] 12]9] benzene ringoll AjE oIl

CE-O(19)  1381(3) CE-CN-CE)  1211Q2) ey - un 3
COMC(10)  1371(4)  OQO}CB}O(19)  116.6(2) T}E%E—oi_ 5]01351 A j;ij‘o" ZHEL} A
CO-0(19)  13823) ~ OQR0)-CE-C()  12652) Aot AjA=E Ao E AEae| W] ben-

C(10}-C(1L)  1377(4)  0(19)}-CE-C(7) 11692 zene ring®] C-C7t 3 Aol 1.392(3) Ao

CU1-0(17)  13633)  CU10-COK0(19)  1167(2) s : s

CU2018) 144() CUOCOMCE) 1236 = HLwd 1383(4) Ash A ddAlsw gl A
C(12-C(13)  14774)  O(19)-CO}CS5)  11972) FAEE 114.6(2)°~123.6(2)°74A| 0| v F3HS
CU3NC(4)  13274)  COMCAOMCAD)  1146Q)  1gg(gpom o)abalal 2+ 120°] 4| x|ahA]ah

C(14}-C(16)  148%4)  OQ17)}-CA1-C(10) 123.72) )

C(14-C(15)  14934)  O(17)-C(11)-C3)  110.22) C(9)-C(10)-C(11)9] 7h& 114.6(2)°Z 120°9} x}o]
C(10)-C(11)-C(3) 126.1(2) 2 Jehjy 9o} coumarinA| Q4] dubdo g
0(18)-C(12)-C(13) 10592 ) _ .
C((14;-CEI3;-C212; 127.822; vels d@abolch® coumarinell A 01FA Q)
C(13)-C(14)-C(16)  124.9(2) C(8)-0(20)2) A¥Aolx= 1.203(3) Ao, furan
AHLI 2090 oy CoAeHe] 13680 A, 1363 Aok
CA1-0(17)-C(1)  1059(2) C-O-CAIAEE 105.9(2)°% eHEH 2 g5} 2+

C(410(18)-C(12)  120.9(2) o1a15l— o
C(8-0(19)-C(9) _ 122.92) d2)8bar gl

Table 6. Torsion angles (*) for non-hydrgen atoms of iscimperatorin

017 ol €2 €3 0.2(2) cQ) 017 017 <1l 05(2)
cl) €2 €3 -C@) 178.9(5) cq) -C(3) -C(3) -C(11) 02(3)
c2) €3 €@ -5 -178.7(5) cQR) -C(4) -C(4) -0(18) 0.03)
cal -C3) C@)  -C5) 02(2) can  -c@) -C(4) -0(18) 178.5(4)
c2) -Cc3) -Ccdl)y -c(10) 178.0(4) Q) «c(y ooy o7 0.6(2)
c@4) €3) (1) -C(10) -1.03) () 1y ool -0(17) -179.5(4)
c@) €@ €5 Q) -178.6(4) ) -C(5) -C(5) -C(9) 12(2)
0(18) -C@) -C5)  -C(6) 2.502) o18)  -C(5) -C(5) -C(9) -177.7(3)
Cc3) -C@) -0(18) -C(12) 20.0(2) ) 0(18)  -0(18)  -C(12) 161.2(3)
c@) €6 €6 O -179.8(4) ) -C(6) -C(6) (7 0.5(3)
C@4) €5 €9  -C10) -1.1Q2) C) -C(9) -C(9) -0(19) 179.8(3)
ce) 5 -9 -C(10) 178.6(4) C(6) -C(9) -C(9) -0(19) -04(2)
sy 6 T C8) -1.6(3) C(6) -C(8) -C(8) -0(19) 25(3)
6y (7)) -CB8)  -0(0) -177.2(5) () 0(19) 019 -COY) 25(2)
0(20) -C8) -0(19) -C(9) 177.2(4) C(5) C(10)  -C(10) (1) 0.0(2)
0(19) -C9) -C(10) -C(l1) 179.1(4) ) 019 -0(19)  C(8) 15(2)
Cc10) -9 -0(19) -C@®) -177.6(3) o) oy €3) 1.1(3)
) -C(10) -C(1l) -0(17) 179.4(4) k) 017 017 -C(l) 0.7(2)
Cca0) -1y 017 Q1) -177.9(4) 0(18)  -C13)  C(13)  -C(14) 119.93)
C13) -C(12) -0(18) -C(4) 160.3(3) C12)  -C14)  C(14) (15 -179.0(4)

C(12) -C(13) -C(14) -C(16) 12(3)
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017 cs c8

019
020
Fig. 1. Molecular structure and atomic numbering
scheme of isoimperatorin, with thermal ellipsoids
drawn at the 30% probability level.

Fig. 2. A stereoscopic view of the packing for isoim-
peratorin. The c-axis is vertical and g-axis horizontal,
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