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Abstract

CyoHaiN3, Orthorhombic, Pbca, a=12.2422(16) A,
b=71996(10) A, ¢=39.037(5) A, V=3440.6(8) A>, Z=s,
Rgt(F) = 0.0686, WRet(F?) = 01723, T = 293(2) K.

CCDC no.: 1571314

The asymmetric unit of the title crystal structure is shown in
the figure. Tables 1 and 2 contain details on crystal structure
and measurement conditions and a list of the atoms including
atomic coordinates and displacement parameters.
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Table 1: Data collection and handling.

Crystal: Prismatic, colorless

Size: 0.20 X 0.17 x 0.11 mm
Wavelength: Mo Ka radiation (0.71073 A)
u: 0.07 mm~—!

Diffractometer, scan mode:
26max, completeness:
N(hk[)measured, N(hk[)uniquev Rint:
Criterion for /ops, N(hkD)g::
N(param)reﬁned3

Programs:

Bruker SMART, ¢ and w-scans
25°, >99%

17561, 3040, 0.043

Iobs > 2 0(lops), 2585

213

Bruker programs [1], SHELX [2, 3]

Source of material

The title product was prepared by the modified method
reported by Wu’s group [5]. Under an argon atmosphere,
KO'Bu (224.4 mg, 2.0 mmol), DMAc (20 mL) and 4-
methylbenzonitrile (393 mg, 3.0 mmol) were successively
added into a Schlenk tube. Then the mixture was stirred
vigorously at 110°C for 16 h. The reaction mixture was cooled
to room temperature, diluted with ethyl acetate (30 mL), and
washed with saturated brine. The organic phases were dried
over anhydrous Na,SO4, filtered, and then the solvent was
removed under reduced pressure. The residue was purified by
flash column chromatography (SiO,) to give the title product
in 87% yield as a white solid. Crystals were grown in a mixture
of ethyl acetate and petroleum ether.

Experimental details

All hydrogen atoms attached to C atoms were introduced
using the HFIX command in the SHELXL program [2, 3]. The
C-H distances in CH; were restrained to 0.96 A with Ui,
values to be 1.5Uq(C). Vinylic and aromatic C-H distances
were restrained to 0.93 A with Ui, values to be 1.2Ueq(C) [4].

Discussion

Pyrimidines are frequently found in natural products. Some
of them show biological and pharmaceutical activities or can
be used as functional materials [6-11].

The bond lengths and angles derived from the title struc-
ture are within normal ranges. All ring moieties are almost
all in one plane. This study is part of our attempt to synthe-
size new pyrimidine derivatives with potential applications in
medicine and advanced materials.
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Table 2: Fractional atomic coordinates and isotropic or equivalent Acknowledgements: I acknowledge the financial support
isotropic displacement parameters (A%). from Natural Science Foundation of Zhejiang Province
(No. LY13B020009) for the publication fee.

Atom X y z Uiso*/Ueq
N1 0.68796(14) 0.0993(3) 0.09334(4) 0.0463(5) References
N2 0.57627(15) 0.0463(3) 0.14241(4) 0.0468(5)
N3 0.87524(15) 0.0998(3)  0.09666(5) 0.0539(5) 1. Bruker AXS Inc.: SADABS, Version 2.03, SAINT, Version 6.02,
1 0.77849(17) 0.0797(3)  0.11265(5) 0.0428(5) Bruker AXS Inc. Madison, Winsonsin, USA (2002).
€2 0.76975(17) 0.0410(3)  0.14778(5) 0'0436(52 2. Sheldrick, G. M.: SHELXT-integrated space-group and
H2 0.8317 0.0254 0.1613 0.052 crystal-structure determination. Acta Crystallogr. 71 (2015)
c3 0.66729(17) 0.0267(3) 0.16157(5) 0.0426(5) 3.8,
ca 0.59221(17) 0.0811(3)  0.10917(5) 0.0430(5) 3. Sheldrick, G. M.: Crystal structure refinement with SHELXL.
5 0.49294(18) 0.1011(3)  0.08759(6) 0.0461(5) Acta Crystallogr. Sect. C Struct. Chem. 71 (2015) 3-8.
I(-:IZ 0'5(;)22(922 0'10352(612 0'0502;2(267) 0.05206(76*)‘ 4. Spek, A. L.: Structure validation in chemical crystallography.
. : : : Acta Crystallogr. D65 (2009) 148-155.
ﬁ; 0'4(?21(526) 0'105[1‘;(649) 0'0302(9)(9)(977) 0'03167(572 5. Feng, ).-B.; Wu, X.-F.: KO'Bu-promoted synthesis of multi-
) ) ) ) substituted 4-aminopyridines from benzonitriles and aliphatic
8 0.3051(2) 0.1399(4)  0.04665(7)  0.0597(7) amides. RSC Adv. 5 (2015) 106444-106447.
Ez 0'2092;;25) 0'1(?3;(542) 0'080133(18; 0'03902(52 6. Kulkarni, R. R.; Kim, J. H.; Kim, Y. H.; Oh, Sangtaek; Na, M. K.:
: : : y Isolation and structure determination of an imidazo-pyridine,
f&g 0'389062;1293 0'008(6)2(349) 0'100132269) 005287(22 5-chlorocavernicolin, maleimide oximes and nucleosides
: ) ’ ’ from a marine sponge extract. Nat. Prod. Sci. 21 (2015)
C11 0.2041(2) 0.1577(5) 0.02488(8) 0.0807(9) 25-29.
:112 giigz 8;2(2)2 gggiz 3121: 7. Chen, L.-H.; Yang, M.-).; Guan, Y.-M.; Zhu, W.-F.; Huang,
' ' ' : H.-L.: Identification of nucleosides and nucleobases from
H11C 0.1657 0.0415 0.0246 0.121*

cultured Cordyceps militaris. Nat. Prod. Commun. 9 (2014)
637-638.
8. Yang, Z.-H.; Fang, Y.-Y.; Park, H.: Synthesis and biological

C12 0.65013(17)  —0.0134(3)  0.19860(5) 0.0437(5)
c13 0.55324(19)  —0.0930(3)  0.20983(6) 0.0520(6)

— *
H13 0.4988 0’1209 0.12460 (;'0:2 evaluation of pyrimidine derivatives with diverse azabicyclic
C14 0.5363(2) 70'10318(:) 0'24042 E)) 0'00(()) (272 ether/amine as novel GPR119 agonist. Bioorg. Med. Chem.
214 0.4710 070 '(1) 3 0 268‘ Z 69 0 06'0 4 Lett. 27 (2017) 2525-2519.

15 0.6147(2)  —0.0905(4) : 3 (6) 0.0603(7) 9. Zhao, Y.-M.; Zhang, J.-K.; Zhuang, R.-X.; He, R.-Y.; Xi, J.-).; Pan,
c16 0.7109(2)  —0.0103(4) 0'25720( 1) : (272 X.-W.; Shao, Y.-D.; Pan, J.-M.; Sun, J.-J.; Cai, Z.-B.; Liu, S.-R.;
H16 0.7647 0.0193 0.273 0.07 Huang, W.-W.; Lv, X.-Q.: Synthesis and evaluation of a series of
c17 0.7287(2) 0.0268(3) 0.22295(6) 0.0537(6) " Lo s L

0.064* pyridine and pyrimidine derivatives as type Il c-Met inhibitors.
217 0.7945 0 02'0(7)97 0 0%;;61 0.09 . 1‘; Bioorg. Med. Chem. 25 (2017) 3195-3205.

18A 0.5960(3) a '10 (9) (58) 3 0 (87) : 371(422 10. Ganesan, P.,; Ranganathan, R.; Chi, Y.; Liu, X.-K.; Lee, C.-S.; Liu,
:183 0'2932 _0'2(1)21 0'3143 0'142* S.-H.; Lee, G.-H.; Lin, T.-C.; Chen, Y.-T.; Chou, P.-T.: Functional
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H18C 0.5280 —0.1937 0.3089 0.142* . . . L.

6020(6 66 emitters: photophysics, mechanochromism, and fabrication

19 0.8801(2) 0.1354(4)  0.06020(6) 0.0664(8) of organic light-emitting diodes. Chem. Eur. J. 23 (2017)
H19A 0.8715 0.0207 0.0480 0.100*
H19B 0.9494 0.1898 0.0546 0.100* 2858-2866.

¢ : : 0'0 0' 00" 11. Wu, K.-L.; Zhang, T.; Zhan, L.-S.; Zhong, C.; Gong, S.-L.; Jiang,
H19 0.8226 0.2193 0539 o 06.11 N.; Lu, Z.-H.; Yang, C.-L.: Optimizing optoelectronic properties
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H208 130563 0.1222 0.1003 0.093 efficiency close to 25% and slow efficiency roll-off. Chem. Eur. J.
H20C 0.9884 —0.0424 0.1219 0.093*
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