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Table 1. Crystal data and structure refinement.

	


Identification code 
2009src0583 / AcSq8   

Empirical formula 
C12H13NO2
Formula weight 
203.23

Temperature 
120(2) K

Wavelength 
0.71073 Å

Crystal system 
Orthorhombic

Space group 
Pbcn 

Unit cell dimensions
a = 39.9227(15) Å
( = 90°


b = 8.3170(3) Å
( = 90°


c = 12.9213(5) Å
(  = 90°

Volume
4290.4(3) Å3
Z
16

Density (calculated)
1.259 Mg / m3
Absorption coefficient
0.086 mm(1
F(000)
1728

Crystal
Cut Slab; Orange

Crystal size
0.16 ( 0.14 ( 0.04 mm3
( range for data collection
2.96 ( 27.48°

Index ranges
(51 ( h ( 51, (9 ( k ( 10, (16 ( l ( 16

Reflections collected
22351

Independent reflections
4862 [Rint = 0.0637]

Completeness to ( = 27.48°
98.6 % 

Absorption correction
Semi(empirical from equivalents

Max. and min. transmission
0.9966 and 0.9864

Refinement method
Full-matrix least-squares on F2
Data / restraints / parameters
4862 / 0 / 279

Goodness-of-fit on F2
1.103

Final R indices [F2 > 2((F2)]
R1 = 0.0711, wR2 = 0.1292

R indices (all data)
R1 = 0.1007, wR2 = 0.1450

Largest diff. peak and hole
0.288 and (0.319 e Å(3
	


Diffractometer: Nonius KappaCCD area detector (( scans and ( scans to fill asymmetric unit sphere). Cell determination: DirAx (Duisenberg, A.J.M.(1992). J. Appl. Cryst. 25, 92-96.) Data collection: Collect (Collect: Data collection software, R. Hooft, Nonius B.V., 1998). Data reduction and cell refinement: Denzo (Z. Otwinowski & W. Minor, Methods in Enzymology (1997) Vol. 276: Macromolecular Crystallography, part A, pp. 307(326; C. W. Carter, Jr. & R. M. Sweet, Eds., Academic Press). Absorption correction: SORTAV (R. H. Blessing, Acta Cryst. A51 (1995) 33(37; R. H. Blessing, J. Appl. Cryst. 30 (1997) 421(426). Structure solution: SHELXS97 ("A short history of SHELX". Sheldrick, G.M. (2008). Acta Cryst. A64, 112-122). Structure refinement: SHELXL97 ("A short history of SHELX". Sheldrick, G.M. (2008). Acta Cryst. A64, 112-122).  Graphics: ORTEP3 for Windows (L. J. Farrugia, J. Appl. Crystallogr. 1997, 30, 565).

Special details: 

All hydrogen atoms were fixed.

Table 2. Atomic coordinates [( 104], equivalent isotropic displacement parameters [Å2 ( 103] and site occupancy factors. Ueq is defined as one third of the trace of the orthogonalized Uij tensor.

Atom 
x
y
z
Ueq
S.o.f.
C1
251(1)
350(3)
3762(2)
22(1)
1

C2
435(1)
630(3)
2781(2)
21(1)
1

C3
481(1)
2217(3)
2445(2)
21(1)
1

C4
649(1)
2461(3)
1527(2)
20(1)
1

C5
769(1)
1154(3)
960(2)
21(1)
1

C6
724(1)
(416(3)
1277(2)
25(1)
1

C7
554(1)
(660(3)
2199(2)
26(1)
1

C8
739(1)
3972(3)
939(2)
21(1)
1

C9
931(1)
3227(3)
42(2)
23(1)
1

C10
1104(1)
4200(3)
(753(2)
33(1)
1

C11
964(1)
5113(3)
1553(2)
25(1)
1

C12
427(1)
4862(3)
543(2)
29(1)
1

N1
940(1)
1670(3)
51(2)
23(1)
1

O1
190(1)
(1149(2)
3997(1)
29(1)
1

O2
163(1)
1496(2)
4317(1)
28(1)
1

C21
1423(1)
1275(3)
3791(2)
25(1)
1

C22
1588(1)
2051(3)
2880(2)
21(1)
1

C23
1751(1)
3528(3)
3025(2)
22(1)
1

C24
1886(1)
4290(3)
2173(2)
21(1)
1

C25
1863(1)
3604(3)
1190(2)
21(1)
1

C26
1712(1)
2122(3)
1038(2)
23(1)
1

C27
1573(1)
1357(3)
1897(2)
22(1)
1

C28
2063(1)
5884(3)
2057(2)
24(1)
1

C29
2114(1)
5881(3)
886(2)
27(1)
1

C30
2276(1)
7234(4)
325(2)
41(1)
1

C31
2401(1)
5920(3)
2634(2)
30(1)
1

C32
1843(1)
7296(3)
2405(3)
37(1)
1

N21
2004(1)
4610(3)
414(2)
27(1)
1

O21
1288(1)
(138(2)
3568(1)
31(1)
1

O22
1410(1)
1888(2)
4647(2)
40(1)
1

	


Table 3. Bond lengths [Å] and angles [°].

	


C1(O2
1.244(3)

C1(O1
1.306(3)

C1(C2
1.483(3)

C2(C7
1.393(3)

C2(C3
1.402(3)

C3(C4
1.377(3)

C3(H3
0.9500

C4(C5
1.397(3)

C4(C8
1.512(3)

C5(C6
1.380(3)

C5(N1
1.424(3)

C6(C7
1.388(3)

C6(H6
0.9500

C7(H7
0.9500

C8(C9
1.522(3)

C8(C11
1.531(3)

C8(C12
1.535(3)

C9(N1
1.296(3)

C9(C10
1.480(3)

C10(H10A
0.9800

C10(H10B
0.9800

C10(H10C
0.9800

C11(H11A
0.9800

C11(H11B
0.9800

C11(H11C
0.9800

C12(H12A
0.9800

C12(H12B
0.9800

C12(H12C
0.9800

O1(H1
0.8400

C21(O22
1.219(3)

C21(O21
1.324(3)

C21(C22
1.495(3)

C22(C27
1.395(3)

C22(C23
1.403(3)

C23(C24
1.381(3)

C23(H23
0.9500

C24(C25
1.395(3)

C24(C28
1.510(3)

C25(C26
1.386(3)

C25(N21
1.424(3)

C26(C27
1.394(3)

C26(H26
0.9500

C27(H27
0.9500

C28(C29
1.526(4)

C28(C32
1.532(4)

C28(C31
1.542(3)

C29(N21
1.296(3)

C29(C30
1.487(4)

C30(H30A
0.9800

C30(H30B
0.9800

C30(H30C
0.9800

C31(H31A
0.9800

C31(H31B
0.9800

C31(H31C
0.9800

C32(H32A
0.9800

C32(H32B
0.9800

C32(H32C
0.9800

O21(H21
0.8400

O2(C1(O1
123.0(2)

O2(C1(C2
120.8(2)

O1(C1(C2
116.2(2)

C7(C2(C3
120.9(2)

C7(C2(C1
120.6(2)

C3(C2(C1
118.5(2)

C4(C3(C2
118.0(2)

C4(C3(H3
121.0

C2(C3(H3
121.0

C3(C4(C5
120.3(2)

C3(C4(C8
132.2(2)

C5(C4(C8
107.51(19)

C6(C5(C4
122.4(2)

C6(C5(N1
126.3(2)

C4(C5(N1
111.3(2)

C5(C6(C7
117.2(2)

C5(C6(H6
121.4

C7(C6(H6
121.4

C6(C7(C2
121.2(2)

C6(C7(H7
119.4

C2(C7(H7
119.4

C4(C8(C9
99.47(18)

C4(C8(C11
113.2(2)

C9(C8(C11
110.48(19)

C4(C8(C12
112.09(19)

C9(C8(C12
110.6(2)

C11(C8(C12
110.5(2)

N1(C9(C10
122.7(2)

N1(C9(C8
114.5(2)

C10(C9(C8
122.8(2)

C9(C10(H10A
109.5

C9(C10(H10B
109.5

H10A(C10(H10B
109.5

C9(C10(H10C
109.5

H10A(C10(H10C
109.5

H10B(C10(H10C
109.5

C8(C11(H11A
109.5

C8(C11(H11B
109.5

H11A(C11(H11B
109.5

C8(C11(H11C
109.5

H11A(C11(H11C
109.5

H11B(C11(H11C
109.5

C8(C12(H12A
109.5

C8(C12(H12B
109.5

H12A(C12(H12B
109.5

C8(C12(H12C
109.5

H12A(C12(H12C
109.5

H12B(C12(H12C
109.5

C9(N1(C5
107.2(2)

C1(O1(H1
109.5

O22(C21(O21
123.5(2)

O22(C21(C22
123.5(2)

O21(C21(C22
112.9(2)

C27(C22(C23
120.2(2)

C27(C22(C21
121.3(2)

C23(C22(C21
118.4(2)

C24(C23(C22
118.4(2)

C24(C23(H23
120.8

C22(C23(H23
120.8

C23(C24(C25
120.8(2)

C23(C24(C28
131.7(2)

C25(C24(C28
107.5(2)

C26(C25(C24
121.4(2)

C26(C25(N21
126.6(2)

C24(C25(N21
112.0(2)

C25(C26(C27
117.8(2)

C25(C26(H26
121.1

C27(C26(H26
121.1

C26(C27(C22
121.2(2)

C26(C27(H27
119.4

C22(C27(H27
119.4

C24(C28(C29
99.1(2)

C24(C28(C32
112.1(2)

C29(C28(C32
111.6(2)

C24(C28(C31
112.2(2)

C29(C28(C31
111.3(2)

C32(C28(C31
110.1(2)

N21(C29(C30
122.3(2)

N21(C29(C28
115.1(2)

C30(C29(C28
122.7(2)

C29(C30(H30A
109.5

C29(C30(H30B
109.5

H30A(C30(H30B
109.5

C29(C30(H30C
109.5

H30A(C30(H30C
109.5

H30B(C30(H30C
109.5

C28(C31(H31A
109.5

C28(C31(H31B
109.5

H31A(C31(H31B
109.5

C28(C31(H31C
109.5

H31A(C31(H31C
109.5

H31B(C31(H31C
109.5

C28(C32(H32A
109.5

C28(C32(H32B
109.5

H32A(C32(H32B
109.5

C28(C32(H32C
109.5

H32A(C32(H32C
109.5

H32B(C32(H32C
109.5

C29(N21(C25
106.3(2)

C21(O21(H21
109.5

	


Symmetry transformations used to generate equivalent atoms: 

	


Table 4. Anisotropic displacement parameters [Å2( 103]. The anisotropic displacement

factor exponent takes the form: (2( 2[h2a*2U11 + ... + 2 h k a* b* U12 ].

Atom
U11
U22
U33
U23
U13
U12
C1
20(1) 
22(1)
24(1) 
4(1)
(2(1) 
0(1)

C2
20(1) 
23(1)
21(1) 
3(1)
2(1) 
0(1)

C3
21(1) 
19(1)
22(1) 
(2(1)
0(1) 
3(1)

C4
18(1) 
20(1)
21(1) 
1(1)
(1(1) 
3(1)

C5
17(1) 
24(1)
21(1) 
(1(1)
0(1) 
1(1)

C6
27(1) 
20(1)
29(1) 
(4(1)
5(1) 
1(1)

C7
28(1) 
19(1)
32(1) 
2(1)
2(1) 
0(1)

C8
23(1) 
18(1)
21(1) 
1(1)
0(1) 
1(1)

C9
23(1) 
25(1)
21(1) 
2(1)
(4(1) 
2(1)

C10
42(2) 
33(2)
25(1) 
4(1)
8(1) 
0(1)

C11
28(1) 
21(1)
26(1) 
(1(1)
(1(1) 
1(1)

C12
28(1) 
27(1)
33(1) 
7(1)
(2(1) 
3(1)

N1
23(1) 
26(1)
20(1) 
0(1)
1(1) 
1(1)

O1
32(1) 
26(1)
30(1) 
6(1)
9(1) 
(1(1)

O2
33(1) 
28(1)
24(1) 
1(1)
5(1) 
(1(1)

C21
25(1) 
24(1)
26(1) 
3(1)
2(1) 
1(1)

C22
20(1) 
19(1)
23(1) 
2(1)
2(1) 
1(1)

C23
21(1) 
24(1)
22(1) 
(3(1)
(1(1) 
3(1)

C24
17(1) 
19(1)
28(1) 
0(1)
1(1) 
2(1)

C25
17(1) 
22(1)
24(1) 
3(1)
1(1) 
2(1)

C26
23(1) 
24(1)
22(1) 
(2(1)
(1(1) 
2(1)

C27
20(1) 
18(1)
28(1) 
2(1)
(1(1) 
1(1)

C28
20(1) 
21(1)
31(1) 
1(1)
1(1) 
1(1)

C29
22(1) 
30(1)
31(1) 
7(1)
(2(1) 
(2(1)

C30
42(2) 
40(2)
41(2) 
12(1)
(5(1) 
(17(1)

C31
26(1) 
29(1)
35(2) 
1(1)
(2(1) 
(3(1)

C32
31(1) 
22(1)
59(2) 
(2(1)
4(1) 
(1(1)

N21
25(1) 
32(1)
26(1) 
8(1)
(1(1) 
(4(1)

O21
40(1) 
25(1)
29(1) 
3(1)
10(1) 
(9(1)

O22
56(1) 
37(1)
26(1) 
(3(1)
10(1) 
(13(1)

	


Table 5. Hydrogen coordinates [( 104] and isotropic displacement parameters [Å2 ( 103].

Atom 
x
y
z
Ueq
S.o.f.
H3
399
3098
2839
25
1

H6
807
(1293
880
30
1

H7
517
(1726
2438
31
1

H10A
1298
4740
(441
49
1

H10B
949
5007
(1030
49
1

H10C
1181
3498
(1315
49
1

H11A
836
5595
2120
38
1

H11B
1047
5963
1095
38
1

H11C
1154
4510
1838
38
1

H12A
291
4130
121
44
1

H12B
496
5783
122
44
1

H12C
294
5240
1133
44
1

H1
71
(1187
4533
44
1

H23
1768
3993
3695
27
1

H26
1703
1644
371
28
1

H27
1466
345
1812
27
1

H30A
2305
6943
(404
61
1

H30B
2495
7458
634
61
1

H30C
2134
8193
375
61
1

H31A
2361
5825
3380
45
1

H31B
2516
6936
2488
45
1

H31C
2540
5020
2401
45
1

H32A
1629
7265
2031
56
1

H32B
1958
8310
2255
56
1

H32C
1801
7214
3150
56
1

H21
1187
(493
4089
47
1

	


Table 6. Hydrogen bonds [Å and °].

 D(H···A
d(D(H)
d(H···A)
d(D···A)
((DHA)

 O1(H1...O2i
0.84
1.77
2.611(2)
173.4

 O21(H21...N1ii
0.84
1.86
2.688(3)
167.1 
	


Symmetry transformations used to generate equivalent atoms: 

(i) (x,(y,(z+1    (ii) x,(y,z+1/2  
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