O C The Journal of Organic Chemistry

J. Org. Chem., 1998, 63(11), 3731-3734, DOI:10.1021/j09800457

Terms & Conditions

Electronic Supporting Information files are available without a subscription to ACS Web Editions. The American Chemical
Society holds a copyright ownership interest in any copyrightable Supporting Information. Files available from the ACS
website may be downloaded for personal use only. Users are not otherwise permitted to reproduce, republish,
redistribute, or sell any Supporting Information from the ACS website, either in whole or in part, in either machine-
readable form or any other form without permission from the American Chemical Society. For permission to reproduce,
republish and redistribute this material, requesters must process their own requests via the RightsLink permission
system. Information about how to use the RightsLink permission system can be found at
http://pubs.acs.org/page/copyright/permissions.html

ACS Publications

3 MOST TRUSTED. MOST CITED. MOST READ. Copyright © 1998 American Chemical Society



http://dx.doi.org/10.1021/issn.0022-3263
http://dx.doi.org/10.1021/jo9800457
http://pubs.acs.org/page/copyright/permissions.html
http://pubs.acs.org/

O
29

)
SR F2
ci8 ‘g% 023

T~ //// ﬁ\\\“' €22
(X o)

F1 cig ’;/ﬂ’
\™ A/
Cis cu €20 !‘/\\,‘ ///)
o
(b)

Fig. 3. ORTEP representation at 50% probability level of (a)
molecules A and B of 3a and (b) 7b.




Table 1. Crystal data and structure refinement for 3a.

Empirical formula
Formula weight
Temperature
Wavelength
Crystal system
Space group

Unit cell dimensions

Volume

V4

Density (calculated)
Absorption coefficient
F(000)

Crystal size

6 range for data collection
Index ranges

Reflections collected
Independent reflections
Absorption correction
Refinement method

Data / restraints / parameters
Goodness-of-fit on F2

Final R indices [I>20(I)]

R indices (all data)
Extinction coefficient

Largest diff. peak and hole

C1gH;7F4NO
351.34
293(2) K
0.71073 A
Monoclinic
P2,/n

a=9.727(2) A
b = 16.537(3) A
c = 21.185(4) A

3407.3(11) A3
8
3
1.370 Mg/m
0.114 mm !
1456
0.35 x 0.15 x 0.15 mm
1.56 to 23.00°

a = 90°
B = 90.92(3)°
v = 90°

-11 <h €11, 0 <k <18, 0 /! =24

4882

4743 (R,

int = 0.0199)

None

Full-matrix least-squares on F2
3317 / 0 / 460

1.008

Rl = 0.0504, wR2 = 0.,1262

Rl = 0.2367, wR2 = 0.1605
0.0023(7)

0.183 and -0.178 eA™3
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Table 2. Atomic coordinates [ x 104
displacement parameters [A? x 103

U(eq) is defined as

] for 3a.

one third of the trace of the orthogonalized Uij tensor,

U(eq)
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+table 3. Selected bond lengths [A] and angles [°] for 3a.
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Anisotropic displacement parameters [A2 X 103] for 3a.
gic displacement factor exponent takes the form:
Ull+.
Ull u22

The anisotro
—27% [ (ha")

Table 4.
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displacement parameters (A2 x 103) for 3a.

U(eq)
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fapie 6. Crystal data and structure refinement for 7a.

Empirical formula
Formula weight
Temperature
Wavelength
Crystal system
Space group

Unit cell dimensions

Volume

Z

Density (calculated)
Absorption coefficient
F(000)

Crystal size

§ range for data collection
Index ranges
Reflections collected
Independent reflections
Absorption correction

Refinement method

Data / restraints / parameters

Goodness-of~fit on F2

Final R indices [I>20(I)]
R indices (all data)

Absolute structure parameter

Largest diff. peak and hole

CyoHy  FyNO
391.40
293(2) K
0.71073 A
Orthorhombic
P2,2,2,
11.580(3) A o =

12.598(4) A B = 90°
12.699(4) Ay = 90°

1852.6(10) A3
a

3
1.403 Mg/m
0.113 mm !
816

|
O
(@]

(0]

a
b
c

1}

0.5 x 0.5 x 0.4 mm

2.28 to 25.05°

-13 <h <13, 0 <k <15,
3587

3288 (R,

int = 0.0249)

None

Full-matrix least-squares on F2

3141 / 0 / 337

1.058
R1 = 0.0289, wR2 = 0.0759
Rl = 0.0399, wR2 = 0.0793
0.1(5)

0.112 and -0.123 eA™3
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Atomic coordinates [ x 104]

Table 7.

U(eq) is defined as

] for 7a.

displacement parameters [A? x 103

tensor.

1j

one third of the trace of the orthogonalized U,

U(eq)
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Table 8.

Selected bond lengths [A] and angles [°] for 7a.
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Symmetry transformations used to generate equivalent atoms:
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ic displacement factor exponent takes the form:
U22

U11 + ...

Anisotropic displacement parameters [Az x 103] for 7a.

The anisotro

—2W2 { (ha*)
Ull
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10. Hydrogen

Table

displacement parameters (A2 x 103) for 7a.

U(eq)
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11012
10745
12643
12874
12720
10705
11118

9849
10913
14481
14443
14394
10835

9826
10926
12202
13761
14687

6925

6185

7515
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