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Establishment of HPLC fingerprint of Xinmailong Injection
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LIU Guang-ming

ABSTRACT: AIM To establish the determination of HPLC fingerprint of Xinmailong Injection ( Periplanta amer—
icana linneus) . METHODS The active components of Xinmailong Injection were purified by the use of strong
base type anion exchange resin and RP-HPLC method with uracil trails. Used with Agilent Venusil XBP-C 4 col-
umn (4.6 mm x 150 mm 5 pm) the detection wavelength was set at 254 nm  column temperature maintained at
30 °C the flow rate was 0.8 mL/min in the gradient elution mode. RESULTS Twelve copossessing peaks were
selected as the fingerprints of Xinmailong Injection. There existed good similarities between the standard fingerprint
and each liquid map of the ten different batches. CONCLUSION The proposed fingerprint can be used as the

important evidences for the quality control of Xinmailong Injection.
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Periplanta a— > 0.5 mol/L. NaOH
mericana linneus 5 mL 10 mL o
N N 1.0 mL 0.5 mol/L NaOH
N N o 0.25 mL pH 9
10 mL o 0.2 mol/L :
0.4 cm
2 22 mL 1
mol /L. NaOH 25 mL
RP-HPLC o 0.45 pm o
o : 25 g
1 200 mL 95 % 80 C 1h ;
100 mL 60 C 50
(2004 ) ; Agilent 1100 mL o o
DVD- Agilent LC 5.0 mL 717
S ) ( ) . o
717( :
0.34.2 mm) o 50 % 0.25 mg/
5 (1 2008; 2 mL 0.05 mg/mL
2008; 3 2007; 4 o
2007; 5 2006) o 2.2 A:0.02 %

10 ( 20050412 (pH=5.0) B: 100 % ; Agilent ZORBAX
20050610,  20050401.  20050405. 20050404 . SB-C,, (4.6 mm %150 mm 5 pum);
20050607 .200703 . 200606 20050603 . 20060604 . 254 nm; 30 C; 0.8 mL/min;

1~10.) ; sigma 15 min; 10 Lo 20 min 95 %
( u0750 99 %) . A+5 % B;3min 90 % A +10 % B;6 min 85 % A
2 +15 % B;9 min 80 % A +20 % B; 14 min 85 % A
2.1 +15 % B; 15 min 95 % A +5 % B.

717 10 000,
1.5 cm 2.0 cm 2.3 ( 20050412)
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RSD
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RSD 3 % o RSD 4.3% o
45 3 57
2.4 ( 20050412) 3.1 10
48 h 9 1, 12
0.5 % 8
0.95 (S )
1
° 48 h ( 1.2) ¢
RSD RSD < 3.0 %
3 % = 95 % .
2.5 ° (
1 (n=10)
Tab. 1 Reletive t, of common fingerprint peaks of Xinmailong Injection ( n =10)
1 2 3 4 5 6 7 8 9 10
1 0.81 0.81 0.81 0.81 0.81 0.81 0.81 0.81 0.81 0.81
2 0.85 0.85 0.85 0.85 0.85 0.85 0.85 0.85 0.85 0.85
3 1.00 1.00 1.00 1.00 1.00 1.00 1.00 1.00 1.00 1.00
4 1.39 1.39 1.39 1.39 1.39 1.39 1.39 1.39 1.39 1.39
5 1.51 1.51 1.51 1.51 1.51 1.51 1.51 1.51 1.51 1.51
6 1.86 1.87 1.86 1.86 1.86 1.86 1.86 1.86 1.86 1.86
7 2.15 2.16 2.16 2.16 2.16 2.16 2.16 2.16 2.16 2.16
8 2.28 2.29 2.29 2.29 2.29 2.29 2.29 2.29 2.29 2.29
9 2.35 2.35 2.34 2.35 2.35 2.35 2.35 2.35 2.35 2.35
10 2.66 2.67 2.67 2.67 2.67 2.66 2.67 2.67 2.66 2.68
11 2.85 2.87 2.87 2.86 2.87 2.86 2.87 2.86 2.86 2.67
12 3.46 3.47 3.46 3.46 3.47 3.46 3.47 3.47 3.46 3.48
2 (n=10)
Tab. 2 Reletive of copossessing fingerprint peak area of Xinmailong Injection ( n =10)
RSD/%
1 2 3 4 5 6 7 8 9 10
1 0.005 0.004 0.004 0.008 0.006 0.006 0.013 0.013 0.007 0.006 -
2 0.013 0.012 0.009 0.027 0.018 0.023 0.056 0.039 0.036 0.018 -
3 1.00 1.00 1.000 1.00 1.00 1.00 1.00 1.00 1.00 1.00 5.4
4 0.244 0.198 0.197 0.270 0.229 0.236 0.284 0.275 0.279 0.222 14
5 0.094 0.095 0.094 0.081 0.086 0.107 0.135 0.099 0.107 0.108 15
6 0.192 0.201 0.200 0.187 0.193 0.190 0.257 0.183 0.191 0.179 12
7 0.085 0.076 0.080 0.070 0.071 0.098 0.163 0.093 0.099 0.104 22
8 0.012 0.013 0.013 0.017 0.014 0.015 0.019 0.016 0.016 0.016 -
9 0.020 0.016 0.08 0.023 0.020 0.022 0.032 0.024 0.023 0.020 -
10 0.026 0.031 0.033 0.033 0.030 0.032 0.042 0.031 0.034 0.037 -
11 0.056 0.058 0.060 0.051 0.054 0.049 0.065 0.045 0.049 0.042 -
12 0.014 0.011 0.011 0.020 0.016 0.010 0.029 0.021 0.020 0.042 -

15 25 24 21 22 19 18 22 23 19 -
/% 99.7 97.0 95.6 95.4 96.5 97.5 95.7 94.9 95.1 95.2 -
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Fig.1 The mathed chromatogram and fingerprint common 1 4
pattern( R) of 10 batches of Xinmaitong Injection
3 10
Tab. 3 The correalation of 10 batches of Xinmaitong Injection
( ) ( ) ( ) ( ) ( ) ( )
2 0.999 0.999 0.999 0.999 0.998 0.998
3 0.999 0.999 0.999 0.999 0.998 0.998
4 0.999 0.999 0.999 0.999 0.997 0.997
5 0.999 0.999 0.999 0.999 0.999 0.999
6 0.999 0.999 0.999 0.999 0.998 0.998
7 0.989 0.987 0.993 0.991 0.988 0.986
8 0.998 0.998 0.999 0.999 0.999 0.999
9 0.999 0.999 0.999 0.999 0.999 0.999
10 0.999 0.999 0.999 0.999 0.994 0.993
4 5 5
Tab. 4 The correalation of 5 batches of between Xinmailong Injection and medicinal materials
( ) ( ) « ) « ) ( ) ( )
2 0.998 0.998 0.998 0.998 0.990 0.973
3 0.937 0.941 0.949 0.950 0.922 0.831
4 0.935 0.939 0.948 0.949 0.926 0.854
5 0.933 0.937 0.949 0.949 0.923 0. 854
1 0.944 0.938 0.961 0.951 0.920 0.830
2 0.928 0.932 0.944 0.945 0.917 0.824
3 0.928 0.932 0.944 0.945 0.915 0.825
4 0.933 0.935 0.949 0.947 0.920 0.841
5 0.929 0.933 0.946 0.946 0.918 0.832
o 4 0.90.
0.90 4
0.90
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X-ay diffraction Fourier fingerprint of Magnetitum
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