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(RP-HR.C)
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[2 7] [8]
[9] :
BABSP- 2,
2
2.1
HR.C Waters 6000A Rheodyne 7725i M481 Qianpu HW
Tm YWGS80( ) 3 (Ruka )
98 %; ( ), ; ;
2.2 2
[10] : 2 , [11] >
2.3 BABSP-2
3.50¢g 250 L , 4h, 2m 3 70 L
1 1 1 8 h 1 1
3.91¢g , (% :C6.22 N2.39,H1.95 3.00g 250 mL
, 100 mL 3m 2 2 , 14h ,
- (1) , , 3.32gBABSP2, (%) : C11.
62 ,N1.62,H2.19 Sheme 1
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1 BABSP2
Sheme 1 Preparation of bidenate amide bonded gtationary phase (BABSP2)
2.4
Chemoo CPP-085 (150 M x 3.9 mMmi.d.) 20
m 10m 1.4 , , 35 MPa - )
254 nm 30 0.6 ML/ mn , 2.5mn( )
3
3.1 BABSP-2
1 BABSP-2 2928 2856 cm™ * —CH;—  CHs—
, 1462 cm? , 1546 1641 cm’ !
: : (947 ecm™ )
SILICA
3.2
, =
=~
[12]
K
_ _ —kﬂil = ¢ L 1 1
InK = pn+q O = K 4000 3000 2000 1000
n v/iem'
1 n ’ p
o 1 BABSP2 YWG80
’ Fg.1 Irfrared ectradf BABSP2 and YWG80 dlica gel
2 - (6040, V/ V)
p 0.492, R 0.999, a 1.64 - (6535,V/V)
p 0.476, 0.999, a 1.61
3 1 , , 0.87 1.10
, 30000 42000 /m
1 BABSP2
Table 1 Chromatographic data of some arometic hydrocarbons on BABSP2
Gormpound Berzene Toluene Ngphthd ene Biphenyl Anthracene
Capacity factor , K 0.52 0.80 1.55 2.19 4.9
, /
Cblurme‘ﬁdm‘”n}m 30000 36500 39000 34000 42000
AymEry |, As 1.10 1.08 0.97 0.87 0.9
(nobile phase) : (metharol) /' (water) (7080, V/ V)
- (5%45,Vv/ V) (7030, V/ V) , 1.80 1.54( 2

1 ), H
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NF. FAEE 2% Number of methylene, » Vimin
2 InK-
3 BABSP2
Fg.2 Hot o In K ws number of methylene of akyl goup on .
Hg.3 Chromatogram of some arometic hydrocarbonson BABSP
BABSP 2
2
(nobile phase) ; (metharol)  (water) (7030, V/ V)
o 1. 35( (peak) :1. (berzene) ; 2. (toluene) ; 3. (nephthaene) ; 4.
80 20,v/)¥ (hipheny)) ; 5. (arthvacene)
3.3
[14]
L 1 L 7 (
, of !
5 -
L 1 - 4 o
£
32
, “ U” 2 "
' : F 3L\*
N N 3 0 - . "
, 3 40 50 60 70 80 90 100
, U ( FPRTAE B P AT A3 (%)
Percents of methanol in mobile phases
4) , 4 InK
2 S FHg.4 The rdationship of methanol content in nohile phase and
- InK for three basc compounds
3 1. N N (N ,N-dimethylaniline) ; 2. ( otolui-
' , dne) ; 3. (pyridine)
1.10(<1.3) , (s
2 BABSP2
Table 2 Chromatogrgphic data of ome acidic, basc and neurd compounds on BABSP 2
NN
Gonpound Thiourea Pyridine Aniline o Toluidine  Pherol Berzene N ,N-Dimethylaniline  Toluene
Capacity factor , K 0 0.14 0.44 0.74 0.91 1.77 2.21 3.18
, /m
Qlum dfideny , /' m 14000 16500 26000 32000 39000 41000 45000
1.27 1.24 1.15 1.13 1.03 1.04 0.9

Asyymetry , As
(nohile phase) (metharol)-  (water) (5945, V/ V)
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3.4 BABSP-2
N N- , - / NaoHRO, (6535, VIV,
pH 2.5) , 6 9000 , N,
N- K , Rs 10.1 10.5 ,
2.0 T — T — 20
189 g a st s s .3 18
1.6 - 16
1.44 - 14
1.2 - 12
k' 104 = —- — 2 10 Rs
0.8 L 8
0.6 -6
04y ., I
0.2 - 2
0.0 T v v — 0
0 2000 4000 6000 8000 10000
MR R
5 Column volumes of purge
Fg.5 Chromatogram of ome acidic, basc and neutra oo~ 6 K Rs
pounds on BABSP-2 Hg.6 Hotsd k ad Rs vs column wolumes of purge
(nmoblie phase) : (metharol )/ (water) (55 45) (mohile phase) : (metharol ) - (ditric acid) Na;HPO,
(peak) :1. (thiourea) ; 2. (pyridire) ; 3. (aniline) ;4. (bufer) (6535,V/ V, pH 2.5)
(pherol) ;5. (otoluidie) ;6.  (berzene) ;7. N ,N- 1. KN,N (N ,N-dmethylaniline) ; 2. Rs; 3. K
(N ,N-dimethylanilire) ;8. (toluene) (toluene)
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Preparation and Evaluation of A Novd Amide Bonded Sationary
Phase for High Perfor mance Liquid Chromatography

Ma Yanshun, Long Yuande " , Jian Yinghong, Huang Tianbeo
( Chengdu Ingtitute d Organic Chemistry, Chinese Academy o Sciences, Chengdu 610041)

Absgtract A novel bonded gationary phase , bidenate amide bonded sationary phase (BABSP-2) , was prepared by
reacting YWG 80 dlica gd firdly with 3-aminopropyltrimethoxyslane and then with 2-nonyl butandedioc chloride.
Characterization of the prepared packing was carried out with elemental analys s and Fourier trandorm irfrared gpec-
trosoopy.  Hydrophobic selectivity and slanophilic activity of BABSP-2 were eval uated by usng aromatic cormpounds
as andytes and methanol-weter as hinary nohile phase. Hydrolytic gability of the packing in acidic nohile phase
with pH 2.5 was a9 evduated. The results show that the novel bidenate amide dationary phase has excdlent re-
versed-phase chromatographic performance and good red gance to hydrolyss. It can be used to sparate badc olutes
dficiently due to the exigence of the bidenate gructure containing internal polar amide group ocontributing to re-
graining the activity of the resdual slanol group.
Keywords High performance liquid chromatography , bonded dationary phase, dlarophilic activity , hydrophobic
sectivity
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