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Study on HPLC Fingerprint of Bining Nasal Spray

WANG Sen', QIU Yuling', XIONG Yong’ai', OU Shuiping’, WANG Yuhe’(1.School of Pharmacy, Zunyi Medical
College, Guizhou Zunyi 563003, China; 2.Dept. of Pharmacy, the Affiliated Hospital of Zunyi Medical Col-
lege, Guizhou Zunyi 563099, China)

ABSTRACT OBJECTIVE: To establish HPLC fingerprint of Bining nasal spray. METHODS: HPLC method was performed. The
determination was performed on Neptune Cs column with mobile phase consisted of acetonitrile-0.2% phosphoric aeid, (gradient elu-
tion) at the flow rate of 1.0 mL/min. The detection wavelength was set at 326 nm, and the column temperatute was, 25 °C. The sam-
ple size was 10 pL. Using rutin as reference, HPLC chromatograms of 20 batches of samples were* determined.-"Common peak iden-
tification and similarity evaluation were conducted by using Similarity Evaluation Systém, for” TCM/Fingerprint (2012 edition). RE-
SULTS: There were 40 common peaks in HPLC chromatograms of 20 batches of Bining nasal spray, with similarity >0.9. After
validation, HPLC chromatograms of 20 batches of samples were 'in good agreement with the control fingerprints of those. CON-
CLUSIONS: Established fingerprint can provide reference for'identification and quality evaluation of Bining nasal spray.
KEYWORDS Bining nasal spray; HPEC;_Fingerprint; Rutin
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Fig 1 HPLC superposed fingerprints of 20 batches of
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F1 20#tERBUEITNER
Tab 1 Similarity evaluation of 20 batches of samples

WY S1 $2 $3 4 S5 56 §7 S8 9 S10 SI1 S12 S13 Sl4 SIS Sl S17 S8 S19 20 R

Sl 1000 0979 0947 0948 0931 0882 0998 0948 0970 0983 0980 0981 0919 0987 0939 0992 0949 0910 0993 0978 0975
§2 0979 1000 0916 0917 0911 0872 0982 0918 0942 0955 0970 0970 0904 0967 0912 0984 0926 089 0995 0965 0955
$3 0947 0916 1.000 0961 0960 0939 0946 1000 0996 099 0961 0962 0961 0962 0994 0953 0964 0950 0937 0989 0987
S4 0.948 0917 091 1000 0972 0973 0948 0960 0967 0968 0985 0985 0985 0970 0977 0959 0987 0989 0943 0966  0.985
§5 0931 0911 0960 0972 1000 0947 0936 0960 0962 0960 0967 0968 0986 0975 0968 0961 0993 0960 0932 0963 0977
s6 0882 0872 0939 0973 0947 1000 0885 0936 0932 0924 0952 0951 0987 0918 0970 0908 0960 0995 0891 0936 0.9
§7 0.998 0982 0946 0948 093 0885 1000 0947 0970 0982 0982 0983 0923 0990 0939 0995 0953 0911 0994 0978 0976
S8 0.948 0918~ 1.000 0960 0960 0936 0947 1000 0997 099 0962 0962 0960 0963 0993 0955 0964 0947 0939 0989  0.987
NY 0970 0942 099 0967 0962 0932 0970 0997 1000 0998 0976 0976 0959 0979 0989 0973 0970 0948 0962 099%  0.99%
S10 0.983 0955 099 0968 0960 0924 0982 0990 0998 1000 0982 0983 0954 0987 0982 0983 0970 0943 0974 0997  0.99%
St 0980 0970 091 0985 0967 0952 0982 0962 0976 0982 1000 1000 0972 0990 0970 099 0982 0967 0983 0985 0993
S12 0.981 0970 0962 0985 0968 0951 0983 0962 0976 0983  1.000 1000 0971 099 0970 0991 0983 0967 0983 0985  0.993
S13 0919 0904 091 0985 0986 0987 0923 0960 0959 0954 0972 0971 1000 0959 0981 0947 0989 0990 0924 0962 0979
Sl4 0987 0967 0962 0971 0975 0918 0990 0963 0979 0987 0990 0990 0959 1000 0960 099% 0983 0941 0984 0984 0989
SIS 0939 0912 0994 0977 0968 0970 0939 0993 0989 0982 0970 0970 0981 0960  1.000 0951 0975 0976 0934 0984  0.99
S16 0.992 0984 0953 0959 091 0908 0995 0955 0973 0983 0990 0991 0947 099%6 0951 1000 0971 0929 0993 0984  0.984
S17 0949 0926 0964 0987 0993 0960 0953 0964 0970 0970 0982 0983 0989 098 0975 0971 1000 0975 0948 0971 0987
SI8 0910 0889 0950 0989 0960 0995 0911 0947 0948 0943 0967 0967 0990 0941 0976 0929 0975 1000 0913 0949 0970
S19 0.993 0995 0937 0943 0932 0891 0994 0939 0962 0974 0983 0983 0924 0984 0934 0993 0948 0913 1000 0978 0973
§20 0978 0965 0989 0966 0963 0936 0978 0989 099 0997 0985 0985 0962 0984 0984 0984 0971 0949 0978 1000  0.99%
R 0975 0955 0987 0985 0977 0956 0976 0987 0994 0994 0993 0993 0979 0989 0990 0984 0987 0970 0973  0.9% 1000
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Tab 2 Relative retention time of common peaks in HPLC chromatograms of 20 batches of samples

=
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S1 S2 $3 4 S5 56 §7 S8 9 S10 SI1 S12 S13 Sl4 SIS 516 SI17 SI8 S19 20
1 0105 0104 0104 0105 0105 0l05 0105 0105 0105 0105 0105 0105 0105 0105 0105  0.105 0105 0105 0105  0.105
2 0138 0139 0139 0140  0.40 0039 0138 0139 0139 0139  0.040  0.140 0140  0.140  0.40 0140 040 039 0139 0139
3 0250 0250 0252 0253 0252 0253 0250 0253 0283 0253 0253 0253 0253 0253 0253 0252 0253 0253 0251 0252
4 0279 0279 0278 0279 0278 0279 0279 0279 0279 0279 0279 0279 0279 0278 0279 0279 0279 0278 0280 0279
5 0300 0300 0298 0300 0299 0300 029 0301 0301 0301 0300 0299 029 029 029 0299 0300 0300 0302 0301
6

7

8

9

0328 0328 0326 0328 0327 0328 0327 0328 0328 0328 0328 0328 0327 0327 0328 0328 0328 0327 0329 0328
0365 0366 0362 0365 0360 0365 0364 0366 0367 0366 0364 0364 0364 0362 0364 0364 0364 0366 0368 0367
0399 039 0397 039 0397 039 0398 039 039 039 0399 0398 0398 0398 0398 0398 0398 0397 0399 0398
0413 0413 0411 0413 0412 0413 0413 0414 0414 0414 0413 0412 0412 0412 0412 0412 0412 0413 0415 0414

10 0431 0431 0428 0430 0429 0430 0430 0431 0431 0431 0430 0430 0429 0429 0429 0430 0429 0430 0433 0431
11 0461 0461 0458 0460 0459 0460 0460 0461 0462 0461 0460 0459 0459 0459 0459 0459 0460 046l 0463 0461
12 0484 0484 0482 0484 0483 0484 0484 0485 0485 0485 0484 0483 0483 0483 0483 0483 0483 0484 0486 0484
13 0506 0506 0503 0505 0504 0505 0505 0507 0507 0507 0505 0504 0504 0504 0504 0504 0504 0506 0508  0.506
14 0585 058 0583 0584 0584 0584 0585 0586 0587 0587 0584 0583 0583 0583 0583 0584 0584 0586  0.588 (.58
15 0617 0618 0615 0616 0615 0616 0616 0618 0619 0619 0615 0614 0614 0614 0615 0615 0615 0618 0620 0619
16 0683 0684 0682 0683 0681 0688 0683 0684 0684  0.684 0683 0682 068 0681 0682 0682 0682 0684 0685  0.683
17 0729 0730 0729 0730 0728 0729 0730 0730 0730 0731 0731 0731 0730 0730 0730 0730 0730 0729 0731 0730
18 0764 0762 0764 0763 0760 0760 0764 0765 0765 0765 0763 0762 0760 0762 0764 0762 0761 0762 0765 0.764
19 0832 0832 0832 0832 080 082 083 083 0833 084 082 082 081 0831 0833 0832 081 083 0834 0834
20 0898 089 089 0900 089 089 0898 089 0898 0898 0900 0900 0899 089 0900 0899 0899 0898 0898 0898
21 0963 0963 0963 0964 0964 0964 0963 0963 0963 0963 0965 0965 0964 0965 0964 0964 0964 0962 0963 0962
() 1000 1000  1.000  1.000 1000 1000 1000 1000 1000 1000 1000  1.000 1000 1000 1000 1000 1000  1.000 1000  1.000
PA 1030 1030 1029 1030 1030 1030 1030 1030  LO3L 1030 1029 1029 1030  L.030  L030 1030 1030 1032 1032 1032
24 1068 1068 1068 1068 1071 1067 1068 1068 1068 1067 1067 1067 1068 1068 1068 1067 1068 1068 1068  1.067
25 00 O /A 2 O O O 0 U0 0 A U0 0 A 0 Y O (2 O U OO 0 A O U S 0 (A 9 O U0 L2 O /A O ) A WO V| R WO 1Y
26 L4414 L1445 LIS L4545 L1444 L4 L4 L14 L1454 L6 Lldo L1417 L145  Ll46 L1443 L1444 L1
Wi LI§T L8  LISL  LISL L1180 LI8O  LI81  LI80  LI8O  LI18O LIS LI8L  LI8L LISl LI83  LISL  LI&2  LI8L L1822 LISl
2 1240 1239 1240 1239 1238 1239 1239 1239 1238 1238 1239 1238 1239 1239 1241 1239 1240 1239 1240 1239
29 1326 1325 1327 1326 1326 1326 1326 1320 1324 1325 1327 1327 1327 1328 1330 1327 1329 1325 1327 1326
30 1460 1459 146l 1460 1460 1459 146l 146l 1459 1458 1460 1460 1460 1462 1464 146l 1466 1463 1465 1463
31 1547 1541 1549 1549 1S48 148 156 LS48 1S45 LS4 1547 1546 1549 1549 LSSI 1S4 1S53 1549 148 1546
3 1581 1581 1585 1583 1586 1582 1580 1582 1580 1579 1584 1582 1588 1589 1586 1587 1589 1580 1582 1581
33 1642 1642 1646 1645 164l 1644 1642 1644 L4l 1639 1646 1644 Lodd 1645 148 1644 1648 164l Lodd 1642
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Continued tab 2
5 st ) S3 54 S5 56 §7 S8 59 S0 sIsI2 S13 sl SIS sle SI7 SI8 S90S
34 U R 2 S A PS4 U N O T O U N U T D 1 S U T U JD A S 1 (RN Uy v N O A (O U € TS W
35 1760 1760 173 1T 1700 1700 1769 170 1766 1764 172 L7717 1! 17 L7 176 1767 1700 1768
3 1809 1809 1814 1813 1811 1812 1810 181 1806 1805 1814 1813 1813 1814 1815 1813 1817 1807 1811 1809
37 1905 1906 1910 1909 1907 1908 1906 1907 1903 1900 1908 1908 1908 1910 191 1908 1914 1905 1907 1906
38 1953 1953 1958 1957 1955 1956 1953 1955 1950 1948 1957 195 1957 1958 1960 1956 1962 1951 1955 1953
39 209 2049 2054 2053 2051 2052 2050 2051 2047 2043 2053 2053 205 2055 2056 2052 2059 2048 2052 2050
40 2060 2061 2066 2066 2063 2065 2061 2062 2058 2055 2066 2065 2066 2067 2069 2065 2071 2058 2063 2061

R3 20#tFE SR HPLC Bt A IER AT IEm TR

Tab 3 Relative peak area of common peaks in HPLC chromatograms of 20 batches of samples

S1 S2 3 4 S5 56 §7 8 89 S10 SI1 SI12 S13 Sl4 SI5 S16 SI7 SI8 SI9 S20
1 0023 0042 003 0029 0089 0044 0024 0037 0043 0028 0035 0035 0070 0039 0040 0043 0060 0035 0032 0.044
2 0033 0023 0016 0015 0047 0066 0040  0.014 0013 0013 0017 0018 0039 0020 0017 0020 0027 0020 0017 0016
3 0.064  0.06 0077 0088 0284  0.77 0064 0076 0068  0.066 0097  0.097 0238 0120 0101  Oll6 018 0123  0.084  0.089
4 0129 0260 0148 0085 0305 0180 0128  0.41 0131 0128 0165 0165 0258 0165 058 0193 0091 0131 0193 0199
5 03740377 0693 045 0764 0936 0376  0.669 0536 0478 0426 0426 0885 0453 0777 0427 0631 0714 0410 0545
6

7

8

9

=
R
Jio

0005 0014 0007 0005 0027 0010 0005  0.007 0006 0006 0005 0010 0018 0010 0007 0010 0017 0009 0009 0.009
003 0062 0038 0003 0014 0106 0037  0.039 0035 0034 006 0061 0079 0038 0053 0044 0062 0080  0.048 0.050
0016 0030 0022 0019 0062 002 0015 002 0019 0018 0020 0021 0049 0024 0022 0024 0044 0019 0023 002
0024 0054 0075 0013 0039 0023 0023 0077 0055 0045 0025 0025 0049 0023 0067 0027 0040 0017  0.040  0.066

10 0025 0068 0038 0024 0040 0037 0024 0035 0030 0029 0037 003 0066 0025 0041 0031 0052 0028 0044 0.049
1 1073 L1750 2502 1223 2074 2139 1078 2509 1895 Le6ll 1202 1203 2103 1269 2424 1245 138 1594 L33 1.805
12 0.104 0133 0168 0070 0141 0093 0103 0168 0139 0127 0099 0098  0.018 0106 0143 0114 0105 0076  0.119 0150
13 0385 0403 073 0468 0783 0895 038 0733 0579 0510 0439 0439 0836 0467 0774 0450  0.624 0642 0395 0556
14 0058 0077 0125 0066 0154 009 0038 0110 0079 0068 0055 005 0087 0055 0100 0064 0076 0070 008  0.105
15 0298 0541 0444 0512 0633  LI9 029 0442 0372 0345 0515 0516 0819 0362 0594 0410 0550 0798 0468  0.500
16 037 0325  019% 0169 0179 0493  0.138 0195 0166 0155 0248 0248 0294  0.142 0254 0198 080 0210 0226 0.254
17 0022 0034 0029 0038 0066 0067 002 0028 0024 0020 0038 0038 0064 0034 0037 0034 0052 0043 0026 0030
18 0085 0062 0120 0145 0282 0237 0084 0116 0098 0092 0124 0123 0285 0135 0162 0122 0212 0183 0075 0.091
19 0021 0017 0019 0028 0080 003 0014 0007 0028 0043 0013 0013 0058 0037 0045 0037 0056 0027 0037 0.042
20 0303 0484 0402 0248 0801 0409 0408 0462 0372 0364 0392 0407 0632 0485 0391 0508 0530 0253 0413 0443
21 003 0068 0046 0075 0126 0136 0037 0043 0045 0043 0071 0070 0029 0062 005 0062 0099 0100 0053 0056
2(8) 1000 1.000 1000  1.000  1.000  1.000  1.000 1000  1.000 1000 1000 1000  1.000 1000 1000  1.000  1.000 1000  1.000  1.000
23 0019 0069 0037 0057 0031 0206 0021 0037 0028 0027 0057 0057 0117 0026 0076 0038 0047 0130 0044 0.052
24 0037 0051 0094 0074 0128 0092 0039 0115 008 0065 0054 0053 0119 0069 0084 0042 0094 0097 0045 0.081
25 0018 0026 0023 0032 0031 0100 0029 0024 0014 0014 0032 0029 0065 0023 0041 0025 0037 0088 0038 0037
26 0409 0525 0494 0199 0234 0398 0407 0493 0438 0420 0344 0344 0315 0331 0477 0386 0227 0289 0464 0497
7 0429 0456 1210 0972 1398 2020 0478  LI81 0890 0754 0706 0708 1701 0683 1403 0550 1105 1504 0502 0.843
28 0631 0597 1732 1218 1570 2370 0631 L1735 1265 1049 0941 0944 184 0795 1909 0748 1214 L1703 0634 1146
29 0765 0698 1654 1369 1778 2751 0768 1624 1251 1080 1078 1082 2216 0994 1979 0916 1613 1965 074 LI7S
30 0083 0280 0141 0232 0154  LI35 0108  0.040 0113 008 0273 0253 0619 0079 0377 0IS51 009 0632 0196 0.224
31 0089 0136 0110 0106 0168 0272 0092 0110 0103 009 0033 0133 0211 0107 0153 0126 0136 0.8  0.078  0.078
R 0027 002 0046 0039 0252 0062 0028 0050 0040 0036 0033 0033 0149 0083 008 0070 0145 0050 0025 0.038
3 0052 0035 008 0055 0136 0065 0051 0058 0053 0042 0042 004 0018 0056 0053 0053 0078 0059 0048 0037
34 0028 0031 0052 0037 0068 0003 0029 0052 0040 0037 0035 0035 0069 0038 005 0043 0054 0049 0030 0.040
35 0070 0069 0063 0115 0092  0I51 0066 0069 0073 0063 0088 0089 0104 0062 0091 0078 0144  0.187 0121  0.074
36 0117 0025 0111 0207 0471 0250 0119 0012 0109 0110 0080 0175 0380 0208  0.146 0.8 035 0229 0134 0.121
37 0019 0025 0064 0018 0045 0039 0020 0062 0038 0037 0021 0021 0041 0025 0056 0025 0030 002 0020 0037
38 0.148 0167 0141 0351 0801 0466  0.I53 0145 0137 0138 0264 0269 0628 0302 0219 0267 0585 0430 0166 0155
39 0159 0177 0278 0143 0399 0283 0155 0279 0219 0194 0160 0160 0343 0205 0276  0.196 0252 0205  0.165 0.225
40 0091 0008 0146 0165 0383 0291 009 0047 0118 0109 0009 0111 0365 0174  0l6l 0126 0153 0154 0102 0.131
ai B ARDLEE 3 W 25 SR vl i A HIRE S HPLC B S5 6F (1] R S 2 0 B 5 JUR) . B K 26 36 47 /& WS-10548
R SR S0 [&135 2 [ AR DL EE R 47, 35 >0.9, R WA R IR (ZD-0548)-2002-2012Z[S].2012.
S TS R P A2 U A B [2] BERZGMER L b RAREFE 2% —3[S].20154F
25 BT ARSI AR S R T A T 55 R Y JR AL s o PR 2GR AL, 20150 3,347,
SRR RIS [31 StONEZYS BT HLR. S0 4 b 254t Rk B MR 547
S 30k AE[S]BEPH : BB i, 2003 4.
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Study on HPLC Fingerprint of Qingbi Granules

BAI Xuejie', YU Miao’, LIU Xiuhua®, BAI Xueyuan', LI Qingjie'(1.Dept. of Pharmacy, Changchun Medical Col-
lege, Changchun 130031, China; 2.Changchun Sande Tiansheng Technology Co., Ltd. Changchun 130012, Chi-
na; 3.Jilin Province Academy of TCM Sciences, Changchun 130012, China;4.Research & Development Center,
Changchun University of TCM, Changchun 130117, China)

ABSTRACT OBJECTIVE: To establish HPLC fingerprint of Qingbi granules. METHODS: HPLC method was adopted. The de-
termination was performed on Diamonsil Cis column with mobile phase consisted of methanol-0.3% phosphoric acid (gradient elu-
tion) at the flow rate of 1.0 mL/min. The detection wavelength was set at 260 nm, and column temperature was 25 °C. The sample
size was 10 pL. Using baicalin as reference, HPLC chromatograms of 10 batches of samples were determined. Common peak identi-
fication and similarity evaluation were performed by using TCM Chromatographic Fingerprint Similarity Evaluation Software (2.0
edition). RESULTS: There were 29 common peaks in HPLC chromatograms of 10 batches of samples. The similarity among the 10
batches was more than 0.90. After validation, HPLC chromatograms of 10 batches of samples were in line with control fingerprints.
CONCLUSIONS: Established fingerprints can provide reference for identification and quality evaluation of Qingbi granules.
KEYWORDS Qingbi granules; Fingerprint; HPLC
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