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WE ST MRS T 2,6- " (a-FHEI)-15-2 W (). EWSEL AN TIEREMC Ay, H
IR F1 *H NMR EAE TEALALE), HE T E545 T EE/RH: 1°-DMF (1 : 1), 1°-DMSO (1 : 2), 1-utmE (1: 1), 1°
WEMR(L 1 2), 1oN-FEIEMEmeAEma(L - 1), FSRE X AT Ta4Y (1)-DMF R4, JB=fmE, RlsEch
P-1, a=0.9085(9) nm, b=0.9501(6) nm, c=2.0995(6) nm, a=99.59(3)°, £=90.13(4)°, y=96.20(7)°, V=1.776(2) nm",
D.=1.898 gecm 3. 45K, TR T8 (1 CHIm 55 AE v i€ AR T 10 ZARME LR G5 R R 2 AR 23 T4 2 18] (78 7
SRR T EEAE;, WA RS 15 T T IER T U A FE, —Fh& s 2@ id CHim CH/O 554
B FERZ AR EARS TAHIVE, %M CHim CHIO J940 8 5 H14R 2 AN R 2482y TAH AR .
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Role of CH/iT, CH/O Weak Hydrogen Bonds in Constructing
Inclusion Compounds of 2,6-Bis(a-phenylbenzyl)-1,5-naphthalenediol

GUO, Wen-Sheng* GUO, Fang WU, Xue-Dong TONG, Jian WANG, Zhong-Hua
(Institute of Chemical Science and Engineering, Liaoning University, Shenyang 110036)

Abstract A new kind of host molecule 2,6-bis(a-phenylbenzyl)-1,5-naphthalenediol (1) was designed and
synthesized. It exhibits strong inclusion property with various small organic molecules. The inclusion com-
pounds were characterized by IR and *H NMR. The molar ratios of host and guest are 1*°DMF (1 : 1), 1¢
DMSO (1 : 2), 1epyridine (1 : 1), 1=quinoline (1 : 2) and 1*N-methyl-2-pyrrolidone (1 : 1), respectively.
The structure of inclusion compound of 1 with DMF was determined by single crystal X-ray diffraction with
parameters of triclinic symmetry, P-1, a=0.9085(9) nm, b=0.9501(6) nm, c=2.0995(6) nm, a=99.59(3)°,
B=90.13(4)°, y=96.20(7)°, V=1.776(2) nm°, D.=1.898 g*cm °>. The result showed that CH-+-& weak hy-
drogen bonding plays a very important role in constructing the layer host framework and guest molecule
packing pattern. The contacts between two inequivalent guests DMF with host are different, and one is
through CH---1tand CH:--O weak hydrogen bonding to the host molecules in the same layer, while the other
is through the same interaction in the neighbor layer.

Keywords inclusion compound; 2,6-bis(a-phenylbenzyl)-1,5-naphthalenediol; X-ray diffraction anaysis,
weak hydrogen bonding interaction
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HeA RGEORER (AW HI%ZAE, ¥ O, N, X); &
S9EUBE, CH-~TobH B A B A0 R 2 b B 959 1 — 28
953 X CH- - Ty S HERT CH-+-O 35208 15542
T B s O R g AR, TR AL
DFEEEY, IS C—H--- ol BAE e S AR HER b
(PR it 74 AR C—He-mr, CH-++O 25554
AT RE AR 5 R R R AR R I 7 T S DL R e HR A1 1)
FeE G 5 05 ThT AT A T B P02, B, ek s
B WUEA R0 T K.

A SRS A T ROV SR BRSO A K T
—FOH ) EAR  2,6- T (a- AT IE)-1,5-25 (1),
eI A R R, FA TR RE Y P AE T+
B ¥ CH---11, CH---O $9AHEAEH], e 7 HE fpki 7
77 R AR A48 5 T R ¥ T AR

1 3

1.1 FEPFHEK

TEZA RV B R 7K 43 B4 1K 250 mL — R
W, NN 10.2 g KHIEE, 4.0 g 1,5-25 %y, 1 g XIS
ARBARR, I 70 mL HZR, N OR3P, 7EdiiHE RIElR 6 h.
RINVSEREG, AHIRER, A H SR N R E R
AT . R 2 R AGZE R TR, T A A IR F AN
NayCOs 7K ¥« ML NaCl /KR 251 7K 50 mL -3t
B, K SBEE =k, FHK 30 mL. FLET
PR, P A EA ) B4R 1. H QR ClEE 45, 19
F ik 10.7 g, 7% 87%, m.p. 226~228 C. 'H NMR
(DMSO-dg, 300 MHz) & 5.1 (s, 2H, OH), 5.7 (s, 2H, C—
H), 7.08 (d, 2H, ArH, 19%%), 7.16~7.40 (m, 20H, ArH,
HUACHE), 7.6 (d, J=8.2 Hz, 2H, ArH, 19%4%); £ D,O & #t
JEa5.1 WK, UEWIh OH ik & IR (KBr) v: 3418.2 (s,
OH), 3058.1 (w, ArH), 1599.4, 1492.8, 1447.9 (s, Ar),
1241.4 (s, ArO).
1.2 GEMRYEIE R £ B IRER RN E

PR AR 01 g, 205 E T 25 mL HETE i,
TINS5 (1 24 0y 1 (R I B2 s ) R 50, A, W
RN IO R, SRR, A g, Wk, T
TG By, ALK, BT IR, TH NMR 47 Al
eRaRAL/OE N

SR AR T BESS(R I SR N
FENEE. IAEE), BERISS(H R, 4/, DMF. R
R 2K CHT . 2,5-C0 . N-FFIE-2-nk s i), g
KL LT KHIETEE), BESUAMm .. 14- 5
NI, Bt EpOtene . 3 CU%), HAEL AR AR
M%) LA K DMF, DMSO.

¥R R FIL AP % 10~20 mg ¥ Tt
DMSO 1 ] Mercury-Vx300 #5A4% g L 4R A0 & H
NMR, i H B R AT S AT 0 32 2 AR JBE R

1.3 ER9DF5 DMF 8EYRK X 675N E

HY 0.40 mmx0.40 mmx0.40 mm K/ i a5
B HCR S AATE Bruker Axs P4 O[5 A G T B X
LRATHI G, AR s, Mo Ka (1=0.071073 nm),
T=293 K, # 1.97°<@<2500°, —10<h<1, —10<
k<10, —21<\I<<21 s [ Py O AR AT S e i, k7 Al
SEARTHE A 6041 A, JLr, 3633 AN TS [ >20(1)].
M E#E SHELXS 97 fiftb i kg 4, ACakAd B/ —
FeVEFNZE(E Fourier VEIRTF A EB AR 1 I 0T JsL -1 Fh
%, HE/D Z kg F & ek, HILR SR
Fourier VESRAF AR T E . RAF— DA XS FREAT
A 4k 25 B 20 CagHog050 (C3H7ON),, M, =565.71, 1
A 5E KT R=0.0912, WR,=0.2355, s=1.042. -5
A% F D.=1.898 g*cm 3.

2 HFR5iTR

21 GEMRRIE

LS5 1) ARy R OR EE RN s 1.
DMF, 1:1, 218~220 °C; 1°DMSO, 1 : 2, 215~216
C; 1entkhE, 10 1, 202~204 °C; 1M, 1 © 2, 158~160
‘C; 1°N-FISLMEREBEmd, 1: 2, 214~216 °C (&4
TR ELSR T TH NMR J592%, I S e F B 43 TR 75
F. BrT 1-DMSO KHIARAEISE, AR aivik
HJTAR DMSO). Jo# 4 #r #di K A Flash EA 1112 Ju %
IHTACNAE. Anal. caled for CagHpg0,° CsH,ON: C 82.80,
H 6.24, N 2.48; found C 82.61, H 6.38, N 2.57. Anal. calcd
for CzsHp0,°2C,HgSO: C 74.04, H 6.21; found C 74.14,
H 6.10. Anal. calcd for CagH,g0,° CsHsN: C 86.13, H 5.82,
N 2.45; found C 85.98, H 5.91, N 2.35. Anal. calcd for
CasH250,°CsHgON: C 83.22, H 6.31, N 2.37; found C
83.13, H 6.39, N 2.47. Anal. calcd for CagHps0,° 2CeHN:
C 86.37, H 5.64, N 3.72; found C 86.25, H 5.68, N 3.92.
TR IS YIS RO AT AR 1 B 5 A
i ELA T BEARAS, UL AR R g5 T 1 T ANl 4k
531 IR di s

H Bruker-1FS-55 £L4M 3 GG BEAL(KBr &) lE 1
JECELEE DI LLAM G, RS sMeig S 1
MILLAMIGTE AR ELAR, G 2R 2 A 93 2 A7 ik P 2
YER, AHEAEF MR AR, BRI 191 S0 W AC 0 s &
HARFEIFEEMIZIAS. 1-DMF 45, 1 e o
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34182 cm 4 % 32365 cm Y, 4 T 1817 cm Y,
DMF [ L i 1 1678 em 41 # 42 1661.3 cm 41
BT 167 cm b 0 155 DMF [BIERAE T4
WA, [FIRE, 1-DMSO: FRIEMR I 3418.2 cm 4L
% 3276.0 cm™ !, 4L T 1422 em Y, WAIE(S=0)
10515 cm 4% 10192 cm Y, 408 7 323 cm & 1e
mEmE: RIS LTS T 12.2 em Y Lemsik: AL
W21 R T 360.4 cm Y 1o N-FIREIE & oz fi: F0 I i i
417 126.7cm L.
2.2 F{K$F5 DMF &R IKEHS 1T

FLEh X RTIAR S5 AR, k%75 DMF fgh
Yk =R/ R, P-L FNEE. RSN a=
0.9085(9) nm, b=0.9501(6) nm, c=2.0995(6) nm, a=
99.59(3)°, f=90.13(4)°, y=96.20(7)°, V=1.776(2) nm°,
D.=1.898 gecm 3 — AKHRAELI PG 1 A TR
T (PR F A AR 7 H R H AL R A
DMF %A4k% 7 G F1 G', Wil 1 iR, W4%Hy afr
M #ESE K 2 fros. 24K DMF (G M1 G
A U a BT )2 RAE L T, 8 T2 TR,
LG, Bk G MBI O(1A) (X, y, 25 H'1
A O(1)—H() (—x, 1—y, 1—2) JERURAk O(1)—
H(1)---O(1A): O(1)-+-O(1A) 0.2664(1) nm, O(1)—H(1’)
0.0819(5) nm, H(1)--+O(1A) 0.1880 (2) nm, JO(1)—
H(1')---O(1A)=159.62°; % 1&7) 1 G'fRIFkAE O(1B) (X, Y,
2 5 H MR 0Q) (—1+x,—1+y, 2) Bsmai i
O(1)—H(1')---O(1B): O(1):+-O(1B) 0.2667 nm, O(1)—
H(1) 0.0820 nm, H(1)---O(1B) 0.1878 nm, 0O(1)—
H(1'):+-O(1B)=160.94°.
2.3 B{KHEy CH/m, CH/IO 555 82a9+B E/ER

FARSY FHIFEIE L DMF BRIETE Y OH-+-O 514

B, O AT M 8 AR 1, BRARE AR RE, B R
EMBLEAEYRERREEN. A2, 7EMEThiEx
Tl SRR A FH 0 TR 5 o A () S ) 7 KR R 5 4
SEANEIR, ARSI E LS C—Her, CH---O §5 40
TE d R HERDI R I VE

231 CH.. T8 842 4k TF BB T 6915 A

AL AR, AR 7 (MR S oIk g5 0, HE
WA T S A4 (002) 77 7], 4l 2 o, 48501 H (X,
y, 2 HAO)E W& it 12, 52000 (1) [i]— AN AR
REHIEAR ST HY (X, Y, 2 C(12) K CH--- Ty &k
C(10) — H(10) --+ C(12): C(10) — H(10) 0.0930 nm,
H(10)---C(12) 0.2977 nm, C(10)---C(12") 0.3789 nm,
[C(10)—H(10)-++C(12)=146.73°. K4 Nishio %} CH---
U9 S8 10 4 BT 7 ¥, Dyin=0.3014<<0.305 nm, 6=
25.63°<<60°, w=102.59°<<130°, J& T “region 2”7 , HJI
H(LO) & 35 fi 5 23R [0 1F 7M. AR ot Bk, H
BJE5r 1 H A H AT AR AR . X pe, kst
CH---m §9%UBEAH HAE M T — AN Bl 3@~ H, HY,
Heee e JE R ZE 1) —ZEHERDI .

TS T H B HALD) (x,y, E bS8, 54682
EAK%F Hn (neighbor layer)] O(1) (x, —1-+y, 2)JE K
CH--O $&# C(11)—H(11)---0(1): C(11)—H(11)
0.0930 nm, H(11)---O(1) 0.2907 nm, C(11)-:-O(1) 0.3811
nm, OC(11)—H(11)---O(1)=164.16°; [FI¥E, Hn ) H(11)
5 H 1 O AFK) CH---O 3558, EihaT H
B H(15) (1—x, —y, 1—)fEREET:, S48 3 14k
AT HM IO (1—%, —1—y, 1—2)JE i CH-+-0 §94
Bt C(15)—H(15')-+-O(1’): C(15)—H(15") 0.0930 nm,
H(15)--O(1’) 0.2694 nm, C(15')---O(1’) 0.3622 nm,
OC(15)—H(15)-+-O(1)=176.47°; [AlFE, H'n [ H(15) 5

Ci18)
0(18)
16 [\,E‘}C(EB} c(11)
{1 zNi18) EC{10)

3 C{' :: Em
“C(18) C{ﬁﬁcm

Bl 1 FAk5 1 -DMF G858 f LR H e K

Figurel Stereodrawing of theinclusion crystal formed by host 2,6-his(a-phenylbenzyl)-1,5-naphthalenediol (1) with DMF
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B 2 WY ahily e SO K
Figure2 Packing diagram of inclusion crystal along a axis

Layer 2

Layer 1 (b)

B 3 wairh =R A 18 (@) L AH AR H (b)) CH: - Tuf
HAEH
Figure 3 CH---1t weak hydrogen bond interactions between

hosts in the layer of (&) or in the neighbor layer (b) of the inclu-
sion compound

H'f¥ O(L) T AH Rl f#) CH---O §9405. thah, T4k 1
H'I HQL7) 1+x,y, 25 E4R5 7 Hn 15 0(2) (x, —1+
y, 2% CH-+-O 555 C(17")—H(17")---O(1): C(17")—

H(17’) 0.0930 nm, H(17")---O(1) 0.2772 nm, C(17’)-+-O(1)
0.3631 nm, OC(17)—H(17)---0(1)=153.94°; T4/ 1
H'[1 H(8) (1+x, y, DA EBE T, 5482 A7)
T Hn 1 C(14) (x, —1+y, % CH-n §55 1
C(18) — H(18) :*+ C(14): C(18) — H(18) 0.0930 nm,
H(18)-:- C(14) 0.2876 nm, C(18)-:-C(14) 0.3787 nm,
[0C(18)—H(18"):+C(14)=166.72°. D;;,=0.3031<<0.305
nm, 6=10.05°<60°, w=62.15°<<90°, J& T “region1” ,
R H8) AL TR b7 i 2 ) S R AN S5 R4 2
A%y 7 1) CH---O, CH---m 5958 (A ELAEHH, A2 1111
PRES AT LA e, 0 1 15 21 2R SE ) 1) it A4 25 4, 1]
3(b) 7.
232 EEARSF A4 CHIT, CHIO 33 84 4948 ZAE A
ETERG TIEN, BRI BRI T AR
(. L, BAEST GL (%, y, 25 FERIAFE RS T
H'L fl H'2 j=/f OH-+-O 54 5 Al CH-+-xr, CH-+-O §55(
BT EAER], Kl 4 FoR.

k/\ﬂ b
(9) ) p
17\&\1_ ;
. C(2A) i - 4C(5)
H(2AC)™ ~H( C(4) H"

B 4 WEWHhEREST GL 5HZENAE I F K
OH-+-O, CH-++1t, CH---O A1 HLE

Figure4 OH:--O, CH---1, CH-:-O interactions between guest
G1 and different hostsin the layer of the inclusion compound

ARG T GL (%, y, 2 HAABWE A A B 1, 51
91 H'L 28301 C(4') (14X, 14y, 2% CH-r 5554
# C(1A)—H(1AB)--C(4)): C(1A)—H(1AB) 0.0960 nm,
H(1AB)---C(4) 0.2874 nm, C(1A)---C(4") 0.3819 nm,
[OC(1A)—H(1AB) - C(4') = 167.95°; F1 C(5) & J
C(1A)—H(1AB) --- C(5): H(1AB)--- C(5) 0.2932 nm,
C(1A)---C(5") 0.3864 nm, [OC(1A)—H(1AB)-+-C(5') =
163.98°. %A% 1 G1 (%, y, 2] H(2AC)1’E7'J%V%%TE¢
HRE T4 H2 FRHE O(L) (x, 1+y, 24 CH-
O ¥4 C(2A)—H(2AC) - O(1): C(2A)—H(2AC)
0.0960 nm, H(2AC)---O(1) 0.2834 nm, C(2A)---O(1)
0.3579 nm, OC(2A)—H(2AC)---O(1') =135.20°. 1.4+,
BARSF GL HIBIES H'L A H'2 ) CH JEJk CH---O
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SEBER, EARSTFHILIMHO)1—x 1-y,1—25
HAES T GL B O(1A) B C(9)—H(9)::-O(1A):
C(9)—H(9’) 0.0930 nm, H(9):+-O(1) 0.2663 nm, C(9)-*
O(1A) 0.3486 nm, C(9)—H(9)-+-O(1A)=147.99°; I}
AT HIL I H(B) (x, 1+y, 25 &R0 7 1I33E O(1A)
JER C(5)—H(5) - O(1A) §5 4 5#: C(5)—H(5") 0.0905
nm, H(5)--*O(1A) 0.2510 nm, C(5)---O(1A) 0.3278 nm,
OC(5)—H(5) -+ O(1A) = 43.06°. i L. O@)—H(") -+
O(1A) iR AL Bl, 7E %47 T MBIk L ILTE i — A~ S04,
ST PEE S O(1)—HLAYR! HB)IY s it b
O(1A) I sp? BUIEAZ 7, C(9)H(9)f s BLiti 5 O(1A)
1 p PLE s #5. Wil = &AAS T CHe-+m, CH-+-O 55
SR AR, A S AT N a il 7 e A il —
Y T2, FR, &0 Gl A LI
78, M SZIRE R —ANE 1, Wi 4 R,

BT G2 5 AR HIER T S # AT
Gl AR, e SAFZMEAEST H M Hn 535
JE i OH++-O 5REHE, CH-+-O Al CH---Tigg &L H.

Horh, B4R 1 G2 (x, y, 2HI HABB)E & it
T, HEWRS T H B CA6)JE K CH-- 1035 Sk 1
C(1B)—H(1BB) 0.0960 nm, H(1BB)-++C(16) 0.2797 nm,
C(1B)-+-C(16) 0.3658 nm, CJC(1B)—H(1BB)--C(16)=
149.69°; HAK4> 1 G2 () H(2BA) 5482 K F-4K%> 1 Hn
FEAE O()JE Mk CH---O §55(, C(2B)---H(2BA) 0.0961
nm, H(2BA)---O(1) 0.3023 nm, C(2B)---O(1) 0.3959 nm,
0C(2B) —H(2BA) --- O(1) = 165.04°. & 8 ¥y J7 71 4
H(2BA)I st 5 O(L) ¥ p $huitd Skoxt skAag i, TR0 1
Hn i H) (—1+x,—1+y, 2) 5% 1 G2 O(1B)JE
% C(5)—H(5)---O(1B)35 & f: C(5)—H(5) 0.1016 nm,
H(5) -+ O(1B) 0.2609 nm, C(5)--- O(1B) 0.3391 nm,
OC(5)—H(5) -+ O(1B) = 133.70°. fI[& 5 fi/x. iX4s
CH-+*m, CH---O 948 R A AEAHAR 20 A5 12 W],
FARS T G2 i s R g S B A B AR T2
Il

3 #Hig

2,6-(a-AHLTNHE)-1,5- 2% Wyt ASFTI ER
TR T, ERETFZA VN TSI A 85
k. i BRSPS DMF BEE Y sk s i abr, 3
FARI T IRIAIAESE OH -+ O SR BEAEPIUEERIE 52 % 470
T, TR AR, FEAR S AR E BE 5 T 21 DS B4R
HI; BRI TR CH--+m, CH-+-O 55 4UBEAE s 440
THRAIRHMES G R A4 T BRI PR ANSE 2 %
Wor 15 B T I T SR AR, — Rl

[ o \Qure) :
H(ZBA)‘}GZ%;CUB)CUQ
¥ C@B). HieB)
B 5 WaWhEgs+ G2 5AMRZEMEMSS T HFMHN W
OH---O, CH---Tt, CH---O A FL{EH]
Figure5 OH:--O, CH-:-1, CH-:-O interactions between guest

G2 with hosts (H and Hn) in the different layer of the inclusion

compound

CH--1, CH---O 35% B A2 AR AR 7 A ELAR
M, J3— gk sy 7t CH-+-m, CH-++O 5558 S A
SRR MIAN A AR AHELAE A
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