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Synthesis and Crystal Structure of a Novel Self-assembled

(1,4-discyclohexyl cucurbituril) Sodium(I) Complex
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Abstract: A novel complex of a new 1,4-dicyclohexyl cucurbituril(DCYQ[6]) with sodium(I) ion was synthesized,

and the crystal structure was determined by X-ray diffraction technique.

In this self-assembled entity both the

cavity interaction of DCYQ[6] included a nitrate anion and the portal interaction of the dipole carbonyls of DCYQ

[6] with sodium cations lead to form self assembled molecular capsules. The crystal structure of the entity shows a

packing of the self assembled molecular capsules connected by hydrogen bonds of water molecules.

271400.
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Table 1 Crystal data and structure refinement
Empirical formula C7HggNosNayOs4 F(000) 862
Formula weight 1 639.41 Absorption coefficient / mm™ 0.147
Temperature / K 293(2) Crystal size / mm 0.32 x 0.26 x 0.24
Wavelength / nm 0.071 073 0 range / (°) 1.80 = 6 =< 26.00
Crystal system Triclinic Limit indices —-dsh<l4,-15<k<15-16<[<16
Space group Pl Reflections collected 13 311
a/ nm 1.197 63(9) Reflections unique 6 622
b/ nm 1.273 91(6) Completeness to 6=26.00° 98.80%
¢/ nm 1.337 33(18) T and T, 0.96 and 0.96
ol (9 63.993(2) Data / restraints / parameters 6622/0/505
B/ 70.175(2) Goodness-of-fit on F? 1.068




5510 ) HFIMGAE 1,4 23O SIS TCIRIE 5 Na(l) [ AR SR G & S ik 254 . 1585
v /(%) 89.509(2) Final R indices [/ > 20(])] R=0.071 5, wR,=0.172 2
V/ nm? 1.701 2(3) R indices (all data) R=0.095 2, wR,=0.181 1
A 1 Largest diff. peak and hole / (e:nm™) 662 and -461
Calculated density / (Mg-m™)  1.600
x2 MogEKMER
Table 2 Selected bond lengths (nm) and bond angles (°)
Nal-02 0.239 9(3) C4-04 0.123 1(4) C9-N3 0.148 9(4) C17-N10 0.144 3(5)
Nal-08 0.246 2(3) C4-N7 0.134 5(5) C9-C10 0.154 7(5) C17-N11 0.146 1(5)
Nal-O11 0.249 5(3) C4-N8 0.134 8(5) C10-N4 0.143 3(5) C18-N6 0.142 7(5)
Nal-09 0.255 8(3) C5-05 0.121 4(4) C10-N9 0.147 9(5) C18-N12 0.145 3(5)
Nal-07 0.263 1(3) C5-N10 0.136 7(4) C11-N8 0.144 3(5) C19-C20 0.151 8(5)
Nal-010 0.265 1(3) C5-N9 0.137 0(4) CI1-N5 0.145 0(5) €20-C21 0.150 4(5)
Nal-O1 0.267 2(3) C6-06 0.119 6(4) Cl1-C12 0.154 3(5) C21-C22 0.153 8(5)
Nal-03 0.296 4(3) C6-N12 0.135 5(5) C12-N6 0.146 0(5) (€23-C23 0.092 8(15)
C1-01 0.121 0(4) C6-N11 0.141 0(5) C12-N7 0.146 0(5) (€23-07 0.125 1(8)
CI-N1 0.132 4(5) C7-N12 0.143 5(5) C13-N1 0.142 4(4) (€23-C24 0.125 3(10)
C1-N2 0.138 0(5) C7-N1 0.147 4(4) C13-N7 0.144 8(4) (C23-C24 0.138 1(10)
C2-02 0.124 3(4) C7-C22 0.150 0(5) C14-N3 0.144 1(5) (€24-C23 0.138 1(10)
C2-N3 0.132 5(5) C7-C8 0.160 5(5) C14-N2 0.145 8(4) N6-C18 0.142 7(5)
C2-N4 0.135 1(5) C8-N11 0.142 8(5) C15-N4 0.139 3(5) N7-C13 0.144 8(4)
C3-03 0.126 5(5) C8-N2 0.146 0(5) C15-N5 0.143 5(5) N13-013 0.112 9(4)
C3-N5 0.135 9(5) C8-C19 0.153 5(5) C16-N9 0.132 1(4) N13-014 0.121 2(5)
C3-N6 0.136 9(5) C9-N10 0.143 1(5) C16-N8 0.147 1(4) N13-012 0.124 5(5)
02-Nal-08 149.16(11) N6-C12-C11 104.1(3) 03-C3-N5 120.7(4) C4-N7-C13 123.4(3)
02-Nal-011 141.79(10) N7-C12-C11 103.0(3) 03-C3-N6 129.4(4) C4-N7-C12 111.4(3)
08-Nal-011 66.86(10) N1-C13-N7 116.3(3) N5-C3-N6 109.2(3) C13-N7-C12 121.8(3)
02-Nal-09 78.17(10) N3-C14-N2 112.3(3) 04-C4-N7 123.8(3) C4-N8-C11 112.1(3)
08-Nal-09 98.10(11) N4-C15-N5 118.4(4) 04-C4-N8 126.3(3) C4-N8-C16 129.3(3)
011-Nal-09 118.45(11) N9-C16-N8 118.6(3) N7-C4-N8 109.9(3) CI11-N8-C16 118.6(3)
02-Nal-07 79.56(9) N10-C17-N11 113.5(3) 05-C5-N10 126.0(3) C16-N9-C5 127.8(3)
08-Nal-07 79.58(11) N6-C18-N12 112.7(4) 05-C5-N9 124.3(3) C16-N9-C10 118.3(3)
011-Nal-07 107.15(10) (C20-C19-C8 111.6(3) N10-C5-N9 109.7(3) C5-N9-C10 111.5(3)
09-Nal-07 129.25(10) C21-C20-C19 112.03) 06-C6-N12 128.5(3) C5-N10-C9 110.4(3)
02-Nal-010 73.74(9) (C20-C21-C22 115.3(3) 06-C6-N11 125.03) C5-N10-C17 123.2(3)
08-Nal-010 135.82(11) C7-C22-C21 113.0(3) N12-C6-N11 106.3(3) C9-N10-C17 125.2(3)
011-Nal-010 77.12(9) (23-C23-07 166.8(15) N12-C7-N1 115.1(3) C6-N11-C8 113.9(3)
09-Nal-010 76.90(10) 07-C23-C24 114.1(7) N12-C7-C22 112.9(3) C6-N11-C17 119.8(3)
07-Nal-010 137.26(10) 07-C23-C24 106.5(6) N1-C7-C22 112.1(3) C8-N11-C17 126.3(3)
02-Nal-0O1 79.84(9) (24-C23-C24 139.1(6) N12-C7-C8 102.4(3) C6-N12-C7 115.1(3)
08-Nal-0O1 114.39(11) CI-N1-C13 122.3(3) N1-C7-C8 102.3(3) C6-N12-C18 118.4(3)
011-Nal-01 67.61(9) C1-N1-C7 113.2(3) (€22-C7-C8 111.0(3) C7-N12-C18 124.6(3)
09-Nal-0O1 145.17(10) C13-N1-C7 124.4(3) N11-C8-N2 112.6(3) 013-N13-014 123.5(4)
07-Nal-01 71.72(9) C1-N2-C14 122.8(3) N11-C8-C19 113.2(3) 013-N13-012 121.4(4)
010-Nal-01 71.18(9) C1-N2-C8 112.7(3) N2-C8-C19 113.4(3) 014-N13-012 114.6(4)
02-Nal-03 72.76(9) C14-N2-C8 123.3(3) N11-C8-C7 102.1(3) C1-01-Nal 142.4(2)
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08-Nal-03 78.51(9) C2-N3-C14 125.7(3) N2-C8-C7 101.6(3) (2-02-Nal 135.7(2)
011-Nal-03 145.20(9) C2-N3-C9 111.8(3) C19-C8-C7 112.8(3) (3-03-Nal 145.003)
09-Nal-03 61.83(9) C14-N3-C9 122.0(3) N10-C9-N3 115.7(3) (23-07-Nal 159.7(5)
07-Nal-03 68.17(8) (C2-N4-C15 114.7(3) N10-C9-C10  106.4(3) N8-C11-N5 116.8(3)
010-Nal-03 130.86(10) C2-N4-C10 113.9(3) N3-C9-C10 102.5(3) N8-C11-C12 103.3(3)
01-Nal-03 134.54(9) C15-N4-C10 131.4(3) N4-C10-N9 112.7(3) N5-C11-C12 102.9(3)
01-C1-N1 125.5(3) C3-N5-C15 117.5(3) N4-C10-C9 102.4(3) N6-C12-N7 113.6(3)
01-C1-N2 124.5(3) C3-N5-C11 112.7(3) N9-C10-C9 101.0(3) C3-N6-C12 111.0(3)
N1-C1-N2 110.0(3) C15-N5-C11 129.4(3) 02-C2-N4 126.3(4) C18-N6-C12 124.7(3)
02-C2-N3 124.6(3) C3-N6-C18 121.7(3) N3-C2-N4 109.1(3) C18-N6-C12 124.7(3)
02-C2-N4 126.3(4) C3-N6-C12 111.0(3) N3-C2-N4 109.1(3)
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