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Abstract

C36Ho,FoNoP,, triclinic, P1 (no. 2), a = 8.218(7) A,
b = 10.384(9) A, ¢ = 19.908(17) A, a = 96.402(12)°,
B = 91.216(12)°, y = 101.161(12)°, V = 1655(2) A>, Z = 2,
Rg((F) = 0.0685, WR,(F?) = 0.2188, T = 296(2) K.

CCDC no.: 2151727

The molecular structure is shown in the figure (The anions
are omitted for clarity). Table 1 contains crystallographic
data and Table 2 contains the list of the atoms including
atomic coordinates and displacement parameters.
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Table 1: Data collection and handling.

Crystal: Yellow prism

Size: 0.45 % 0.26 x 0.21 mm
Wavelength: Mo Ka radiation (0.71073 A)
u: 0.23 mm™

Diffractometer, scan mode:
Omax, completeness:
N(hk[)measured: N(hk[)unique: Rint:
Criterion for /ops, N(hk)g:
N(param)reﬁned:

Programs:

Bruker APEX-Il, ¢ and w
27.5°% 97%

18688, 7338, 0.041
Iobs >2 0(Iobs): 3668
506

Bruker [1], SHELX [2]

Source of material

1,8-Diiodoanthracene (430 mg, 1 mmol) was placed in a
50 ml Schlenk flask along with 4-ethynylpyridine hydro-
chloride (278 mg, 2 mmol), (Ph;P)2-PdCl, (10 mg), and Cul
(2 mg). Diethylamine (40 ml) was distilled under nitrogen
directly into the reaction flask, and the reaction was stirred
in the dark at room temperature for 2 days. The solvent was
then removed in vacuo; the residue was redissolved in
dichloromethane, washed with water, and then washed
with brine. The organic fraction was dried with Na,SO,,
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Table 2: Fractional atomic coordinates and isotropic or equivalent
isotropic displacement parameters (A?).

Atom X y z Uiso*/Ueq
c1 -0.1815 (5) -0.0588 (4) 0.2657 (2) 0.0562 (10)
H1 -0.2025 -0.1504 0.2565 0.067*
c2 -0.1381 (5) —-0.0014 (4) 0.3302(2) 0.0573(10)
H2 -0.1322 -0.0543 0.3646 0.069*
c3 -0.1028 (4) 0.1348 (4) 0.34494 (19) 0.0493 (9)
C4 -0.1211 (5) 0.2088 (4) 0.29208 (19) 0.0517 (9)
H4 -0.1006 0.3006 0.3001 0.062*
Cc5 -0.1691 (5) 0.1472 (4) 0.22844 (19) 0.0517 (9)
H5 -0.1845 0.1973 0.1938 0.062*
cé -0.0472 (5) 0.1979 (4) 0.4108 (2) 0.0531 (9)
c7 0.0042 (5) 0.2539 (4) 0.4648 (2) 0.0518 (9)
c8 0.0691 (5) 0.3219 (4) 0.52996 (18) 0.0500 (9)
c9 0.0111 (5) 0.2755 (4) 0.5882(2) 0.0614(11)
H9 -0.0717 0.1999 0.5856 0.074*
c10 0.0733 (6) 0.3387 (5) 0.6514(2) 0.0697 (12)
H10 0.0314 0.3053 0.6904 0.084*
C11 0.1945 (6) 0.4486 (5) 0.65651(19) 0.0655 (12)
H11 0.2375 0.4876 0.6992 0.079*
C12 0.2579 (5) 0.5063 (4) 0.59814(18) 0.0521 (10)
Cc13 0.1938 (4) 0.4428 (3) 0.53255 (17) 0.0468 (9)
Cl4 0.2503 (4) 0.4993 (3) 0.47524 (17) 0.0461 (9)
H14 0.2105 0.4572 0.4327 0.055*
Cc15 0.3657 (4) 0.6182(3) 0.48018 (17) 0.0464 (9)
C16 0.4309 (5) 0.6825 (4) 0.54476 (19) 0.0515 (9)
c17 0.3759 (5) 0.6229 (4) 0.60222(19) 0.0583(11)
H17 0.4200 0.6628 0.6446 0.070*
Cc18 0.5472 (5) 0.8051 (4) 0.5490 (2) 0.0664 (12)
H18 0.5928 0.8458 0.5911 0.080*
Cc19 0.5917 (5) 0.8627 (4) 0.4928 (2) 0.0715(12)
H19 0.6658 0.9434 0.4966 0.086*
c20 0.5272 (5) 0.8017 (4) 0.4286 (2) 0.0613(11)
H20 0.5581 0.8433 0.3905 0.074*
C21 0.4198 (4) 0.6822(3) 0.42130(18) 0.0481 (9)
c22 0.3653 (4) 0.6180 (4) 0.35493 (19) 0.0500 (9)
c23 0.3275 (5) 0.5637 (4) 0.2996 (2) 0.0526 (9)
C24 0.2968 (4) 0.4883 (4) 0.23359(18) 0.0483 (9)
c25 0.2496 (5) 0.5404 (4) 0.17684(19) 0.0547 (10)
H25 0.2342 0.6272 0.1803 0.066*
C26 0.2257 (5) 0.4632(4) 0.11568(19) 0.0567 (10)
H26 0.1913 0.4971 0.0777 0.068*
c27 0.2996 (5) 0.2876 (4) 0.1643(2) 0.0576 (10)
H27 0.3190 0.2018 0.1595 0.069*
c28 0.3205 (5) 0.3588 (4) 0.2261(2) 0.0600 (11)
H28 0.3507 0.3211 0.2635 0.072*
c29 0.2135 (5) 0.2514 (4) 0.04492 (18) 0.0617 (11)
H29A 0.2864 0.1880 0.0407 0.074*
H29B 0.2318 0.3044 0.0076 0.074*
C30 0.0332 (5) 0.1786 (4) 0.04215(18) 0.0537 (10)
31 -0.0839 (6) 0.2085 (4) -0.0020 (2) 0.0690 (12)
H31 -0.0509 0.2676 -0.0332 0.083*
C32 —-0.2487 (6) 0.1507 (5) 0.0007 (2) 0.0775 (14)
H32 -0.3258 0.1676 -0.0303 0.093*
c33 -0.3003 (6) 0.0682 (4) 0.0485(2) 0.0710(12)
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Table 2: (continued)
Atom X y z Uiso*/Ueq
H33 -0.4130 0.0350 0.0519 0.085*
C34 —-0.1849 (5) 0.0339(4) 0.09222(19) 0.0542 (10)
C35 -0.0180 (5) 0.0880 (4) 0.08718(18) 0.0536 (10)
H35 0.0608 0.0629 0.1145 0.064*
C36 —-0.2390 (5) —-0.0545 (4) 0.1457 (2) 0.0648 (11)
H36A —-0.3584 -0.0854 0.1410 0.078*
H36B -0.1873 -0.1311 0.1391 0.078*
F1° 0.2832 (10) 0.9454 (8) 0.3227 (3) 0.098 (2)
F1° 0.2315(18) 0.8942 (15) 0.3036 (8) 0.098 (5)
F2° 0.1615 (6) 0.8405 (5) 0.2278 (5) 0.090 (2)
F2° 0.1910 (19) 0.8684 (15) 0.1931 (10) 0.156 (7)
F3? 0.3449 (12) 0.9779 (8) 0.1682 (3) 0.094 (2)
F3b 0.414 (2) 1.0305 (16) 0.1872 (9) 0.104 (5)
F4? 0.4660 (6) 1.0777 (5) 0.2647 (5) 0.089 (2)
F4° 0.4495 (14) 1.0532 (12) 0.2913 (9) 0.152 (7)
F5 0.1976 (3) 1.0624 3) 0.24873(16) 0.1047 (10)
F6 0.4341 (3) 0.8566 (3) 0.23969 (18) 0.1096 (10)
F7 0.6519 (4) 0.5371(4) 0.18786 (14) 0.1268(12)
F8 0.6138 (4) 0.3961 (4) 0.0933(2) 0.1431 (14)
F9 0.8512 (4) 0.4989 (3) 0.05664 (14) 0.1058 (10)
F10 0.8908 (4) 0.6373(3) 0.15032(19) 0.1279(13)
F11 0.6547 (4) 0.6122 (4) 0.08992(16) 0.1218(11)
F12 0.8492 (4) 0.4213 (3) 0.15544(19) 0.1308 (13)
N1 -0.1944 (4) 0.0143 (3) 0.21560 (15) 0.0485 (7)
N2 0.2518 (4) 0.3378(3) 0.11026 (15) 0.0493 (8)
P1 0.31585(13) 0.95909 (10) 0.24530 (5) 0.0541 (3)
P2 0.75253 (14) 0.51553 (12) 0.12302 (6) 0.0644 (4)

0ccupancy: 0.641 (16), "Occupancy: 0.359 (16).

filtered through a silica gel plug, and then the solvent
was removed on a rotary evaporator to produce
1,8-bis(4-pyridylethynyl)anthracene as a yellow solid. A
mixture of 1,8-bis(4-pyridylethynyl)anthracene (380 mg,
1.0 mmol) and 1,3-bis(bromomethyl)benzene (262 mg,
1.0 mmol) in CH5CN (300 ml) was stirred for 24 h at reflux
under nitrogen atmosphere. Then, the mixture was fil-
trated, washed with acetone, and dried in vacuo and by
protonation the title compound was obtained (635.1 mg,
0.82mmol) as a yellow solid. Crystals of the title compound
were obtained by slow vapor diffusion of ether to a solution
of title compound in CH3;CN within 1 weeks.

Experimental details

Hydrogen atoms were placed in their geometrically ideal-
ized positions and constrained to ride on their parent
atoms.
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Comment

Efficient synthesis of novel macrocyclic hosts with unique
structures and good host—guest properties is a permanent
and challenging topic in the field of supramolecular
chemistry [3-5]. During the last decade, considerable effort
has been devoted to the development of macrocyclic mo-
lecular and a number of new macrocyclic receptors with
novel properties have been reported, such as pillar[n]arene
[6, 7], Ex-box [8], and others [9]. These approaches often
suffer from long synthetic steps and low yields, which
restrict their further application in the complicated supra-
molecular self-assembly. Recently, we reported the high
yield synthesis of a novel good water-soluble macrocycle
containing two pyridinium moieties [10].

The title compound will enriched the toolbox of su-
pramolecular chemists. The single-crystal structure ver-
ifies that all bond lengths are in normal ranges.
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