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Abstract: To compare and evaluate the quality of Bufonis Venenum from different origins. The high per-
formance liquid chromatography (HPLC) specific chromatograms were established using 24 batches of Bu-
fonis Venenum. The similarity evaluation, cluster analysis (HCA), principal component analysis (PCA)
were carried out. A quantitative analysis of multi-components by single marker (QAMS) was established
to determine the content of main chemical components in Bufonis Venenum. The specific chromatograms
of Bufonis Venenum were established, a total of 9 common peaks were calibrated and 5 of them were iden-
tified. The specific chromatograms similarities ranged from 0. 136 to 0. 996. The samples from Sichuan
had the lowest similarity with those from other provinces. The results { similarity evaluation, HCA and
PCA showed that the quality of Bufonis Venenum was mainly affected by the factor of geographic location.
The contents of gamabufalin, bufotalin, bufalin, cinobufagin, resibufogenin in Bufonis Venenum from dif-
ferent geographical origins were quite different, higher in the samples from Heilongjiang, Jilin, Liaoning,
Hebei, Shandong, Jiansu, lower in those from Henan, Sichuan. The proportions of these five bufadienol-
ides compounds in different batches of Bufonis Venenum were also quite different, with no regularity in
their origins. The HPLC specific chromatogram method and multi-evaluation method established provide
the basis for the research on the quality of Bufonis Venenum. The research showed that the accumulation
of bufadienolides had certain regional regularity which is of great significance for the breeding of toads and
the rational development of the medicinal resources of Bufonis Venenum.
Key words: Bufonis Venenum; high performance liquid chromatography ( HPLC); specific chromato-
grams; cluster analysis (HCA) ; principal component analysis (PCA) ; quantitative analysis of

multi-components by single marker (QAMS) ; quality evaluation

WETR A 0 g Bl s 4 vh 42 KRB R (Bufo bufo gargarizans Cantor) B{ 2B [E W& W% (Bufo melanostictus
Schneider) (T2 WY), £ T &2 Bk ZFRHLEM, Ve, BYIBCHE IR R R IR 60 O, T, T,
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BT W TR 245 6 114 s BRI 7 b R OC 2R o AT I e 0 1 WS TR 24 1 W 05 s O A WS R 3 A 4 A A

1 K

S PTG A B A . Agilent 1260 = 80 AH (A 15X (36 B Agilent BH A FRA FD ;3 DZF-6090 Y &
2T HEAE (Rl — R IR A R A FD 3 XS105 B FRFE(METTLER TOLEDO) ; KDM #I 1] i 42 7 #1 #4
QLR e & PSS A R FD.

IR AE S SR . ARUERRTE L | IR WS S A AE . 0B B R N IR Crp [ A 2 S R S B, kS A R
110803-201807, 110718-201809, 111981-201501, 4435~ 99. 6 %0,98. 0%,99. 2%, H ¥ERE & R XTI &
RS SE A HEARBRA A, #1550 170913, 20 =98%) . WERE R X B (LG EAYHE ARG



%114 GHRE, F. AT HRME B HFIER G -0 SR E R TN 83

FRS AL L5 3425, #iE=98%). LG R EEH, Ko F Raid oK, HAL T A . B8 ERh 2 A
FEM, LT BV, VLI, WL RS AR A S R RS B, BT A AR R L R B gy R 2
Bt 5K K 1E 2 28 8 R WE R R sh ) h AE R WE I (Bu fo bufo gargarizans Cantor) B 2B HEWE 1% (Bu fo melanos-
tictus Schneider) B T4 WA, FESE B UL 1.

F1 EERSHMER

¥ M5 k=2 s 7 s R 7= Hh
S1 HLJ1 21041302 AT S13 SD3 21042201 TS
S2 HLJ2 21052503 BRI S14 SD4 21042204 2R
S3 JL1 21051204 R S15 SD5 21051201 7R
S4 JL2 21060401 & S16 SD6 21052502 %R
S5 JL3 21060403 N S17 HB1 21052801 e
S6 LN1 21041301 o7 S18 HN1 21050701 T
S7 LN2 21051202 LT S19 HN2 21060405 baNE]
S8 LN3 21051203 o7 S20 JS1 21042202 VLI
S9 LN4 21060402 iy S21 Js2 21050702 MBI
S10 LN5 21060404 iLr S22 SC1 21042203 utpl|
S11 SD1 21041303 7R S23 SC2 21052501 pa i
S12 SD2 21041304 7R S24 SC3 21052802 g Ji

2 AEEHER
2.1 HRHE
2.1.1 TR ShIE &6 H &

SR ERICHERER . B ER ., WEER . EIEERTEEL . a0 55 BC 0 B & B, o P AR,
A 435 51,597 0, 102. 508 0, 87.198 0, 97.020 0, 51. 793 0 pg/ml HYIRA XTI T4 .
2.1.2 BRIZBERGHE

3RO 3 RO TR AR U )RR R B AR AT 5 48, wf o pka n  AS O KR - IO Al Ry
2y 25 mg. WiBME. BEHEHEMS . BEMAFE 20 mL, FREE R, MAFRFR 1 h, 504, BREE
. PR R E R, B2Y), i, WEE . HNE.
2.2 BIEZKGSRFZEAY

DL A\ e ik b B A R M B SR (BE KOl 250 mm, AR 4.6 mm, RN 5 pm); LK —0.3%
TRV WA TR ENAH s BEEEVEML . 0~15 min, 28%~54% &M 15~35 min, 54 % M HE R 30 °Cs Hil
Fp gy 0.6 mLs KIS 296 nm. FIS A ECE A UE IR B BL 0 TH I W AR T 10 000, 43 I A %5 0 HORT R
S AR S AR S IA S 10 L, A SR T, W, RIAE.
2.3 HPLC %51E B & #f 32
2.3.1 FEFER

BEUES TR A3 SR L A LR RN 2. 27 IR B (R AR R T A BT I . S5 R ERW, FIERETE T
o, kLB ERG (8 D, #2170 kAT 64 6 Oy il i i i, # IR 2. 27 30T 45 2% 1 A
FE . IO @GR DI 8 S S BRI, A AR TG AE X R B B[R] RSD R X AR HE25) R 0. 16 %6 ~0. 41 %6, AH X i
A RSD -y 0. 07 % ~0. 84 % , RUNZ I EEEE R L. AW 4B A GAEAS [ B [ FH 55 — & & 808 A
A, FR AT EE . T IR E R I A5 A, 45 bR g A X AR B R ] RSD S 0. 169 ~
0.95% , MXTUETE FAY RSD 24 0. 10%~1. 02% , FRUZ LG E RIF. 50 %I7E 0 h, 2 h, 4 h, 8 h,
12 h, 24 h, W& M — M. DAIg 8 Sy S REIE, 45 bn TR G A X f& B8 B ] RSD 2 0,47 % ~1. 82 %,
FHXF IR FR Y RSD Ry 0. 1596 ~2.03% , RBIHEEL W AE 24 h WERE S R 4. R Agilent 1260 Fi
waters 2695 P FT = RO AR (0 1% RS 4 AR G AR E W] — BE A TR, & b LG AR X AR BE R TE] RSD A
0.96%~1.46% , MM WEE A RSD Jy 1. 99% ~2. 57 % ; % FIAS [ i 2 A0 A [ A 05 00 2 ] — 38 o o
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W, A5 hn LI AR X AR B B TE] RSD R 1. 87 % ~2. 05 %, Wt ALAY RSD R 0. 98 % ~1.85%. LA I 45 &
O e M R

s SR

t/min
L HBEEEA, A BT, 7 WAL 8 RUEFRIEAL, 0. IRUEERTIL.
1 ZREHAIEE
2.3.2 4FAEEE A& B AN
W 24 HEWSERAE G LA 2. 27300 F @35 25 AR 20 BT, B B T A v 24 €8 3 45 SC IR A BLRE PE( R S8 (2012 JRD”
T EE DLE 2, X BRRIE B LI 3. R RS e L W RN A B BE AR AT Y 9 A A IR O RRAR I, 2%
HRGOO R, BfE g 1 S HIETEE R, B 4 NIERER, B 7~ NIERR | FRIEEREEI . JRis .

t/min
B 2 24 #LUEBRHHE B L
K 2 5 B8O J5 X A 06 AT Mark VG e 3 8 47 A0 BLEE 43 87, 24 41 Uk 0 TR B SRR AE BT 535 AH LR
0.136~0.996, PUJIIFEAS 5 LA 45 45 FF b AR 0L BE S5 1K, Xk AH W] 7™ Hb FE 5 48 40 181 3% 36 47 e 8. HLJL M
HLJ2, FRAE KIS AU >0, 95 JL1-JL3, FEAE B G AR LB =0. 95 LN1 F1 LN5 5 HAlh 10 7 $ik 1 WE B 47 AF
P 3% A LRE /N, LN2, N3, LNG5 HE AL EE =>0. 95 SD4 5 HoAl 1 25 b UCRRAF 3% AL RE &8/ . HoAs Il &
HEUCHIALEE >0. 85 HN1 Ml HN2 45 fF B 3% A0 BB 48/, S 0.3005 JS1 AT JS2 4% AF 3% AH LB = 0. 9
SC1 I SC3 HRAE &35 AL K 0. 86, SC2 H1 SC1 Fl SC3 R AE K335 A AL BE %5/, 43 5128 0.535 F 0. 539.
Xof AN [R) 7 bR AR AE L3 2R AT LA . AN TRLAE 00 K i 25 SR A K, B 1 HE TR AR S CHINDD | 1 R DU IR
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(SC3) . 115 BEAR (SDS) 45 G BRI LI T 0.9, B4 L4 5 4 0T, A% 7= o s I B L 522 57
K A7 MM R L A0 B LA T — 48 G 0 O R 22 52 P L (5 20, L0 4
A 30 9K U 25 b0 R TR R S A BRI 50, T RESE 25 6 JE IR, 31 1 I 22 5 2 o
PHLI T R

2 8(S)

Iy

0 5 10 15 20 25 30 35

t/min
1. HEEHER; 4. BHER; 7. WHER; 8(S). BIEFREER,; 9. IRIEHNE,
B3 IRFEEE
T2 24 HIEERFE RIFMEREHMUEITMER

%% HLL HL)2 JL1 JL2 JL3 LNI LN2 LN3 LN4 LN5 SDI SD2 SD3 SD4 SD5 SD6 HBI HNI HN2 JSI JS2 SCI SC2  SC3

HLJT 1.000 0.912 0.946 0.910 0.887 0.827 0.940 0.949 0.932 0.699 0.850 0.858 0.785 0.646 0.717 0.861 0.455 0.527 0.745 0.868 0.891 0.316 0.717 0.463
HLJ2 0.912 1.000 0.949 0.988 0.986 0.871 0.893 0.921 0.978 0.522 0.946 0.956 0.908 0.513 0.834 0.989 0.456 0.660 0.635 0.972 0,969 0.427 0.743 0.588
JLI 0,946 0.949 1.000 0.963 0.941 0.809 0.985 0.995 0.976 0.707 0.887 0.896 0.846 0.690 0.824 0.904 0.479 0.648 0.792 0.900 0.922 0.433 0.717 0.587
JL20.910 0.988 0.963 1.000 0.997 0.871 0.916 0.937 0.986 0.552 0.928 0.937 0.888 0.595 0.838 0.975 0.470 0.651 0.714 0.962 0.965 0.423 0.705 0.579
JL30.887 0.986 0.941 0.997 1.000 0.879 0.884 0.909 0.977 0.497 0.928 0.937 0.893 0.556 0.841 0.983 0.461 0.658 0.677 0.966 0.961 0.425 0.692 0.585
LN 0.827 0.871 0.809 0.871 0.879 1.000 0.738 0.773 0.902 0.381 0.784 0.794 0.703 0.348 0.693 0.864 0.383 0.484 0.486 0.868 0.856 0.136 0.472 0.390
LN2 0.940 0.893 0.985 0.916 0.884 0.738 1.000 0.996 0.937 0.792 0.830 0.838 0.777 0.778 0.745 0.832 0.476 0.556 0.862 0.838 0.862 0.382 0.718 0.504
LN3 0.949 0.921 0.995 0.937 0.909 0.773 0.996 1.000 0.956 0.760 0.860 0.868 0.812 0.730 0.784 0.865 0.477 0.600 0.823 0.869 0.893 0.406 0.729 0.544
LN4 0,932 0.978 0.976 0.986 0.977 0.902 0.937 0.956 1.000 0.604 0.904 0.914 0.844 0.599 0.810 0.951 0.469 0.614 0.720 0.945 0.946 0.356 0.666 0.536
LN5 0.699 0.522 0.707 0.552 0.497 0.381 0.792 0.760 0.604 1.000 0.467 0.473 0.394 0.757 0.364 0.422 0.343 0.195 0.780 0.460 0.504 0.161 0.512 0.173
SDL 0.850 0.946 0.887 0.928 0.928 0.784 0.830 0.860 0.904 0.467 1.000 0.999 0.901 0.466 0.817 0.941 0.427 0.675 0.576 0.920 0.919 0.475 0.761 0.617
SD20.858 0.956 0.896 0.937 0.937 0.794 0.838 0.868 0.914 0.473 0.999 1.000 0.910 0.468 0.825 0.951 0.431 0.682 0.580 0.929 0.926 0.478 0.767 0.623
SD30.785 0.908 0.846 0.888 0.893 0.703 0.777 0.812 0.844 0.394 0.901 0.910 1.000 0.414 0.884 0.915 0.403 0.798 0.510 0.919 0.882 0.594 0.780 0.764
SD40.646 0.513 0.690 0.595 0.556 0.348 0.778 0.730 0.599 0.757 0.466 0.468 0.414 1.000 0.413 0.452 0.373 0.237 0.972 0.466 0.500 0.270 0.519 0.227
SD5 0717 0.834 0.824 0.838 0.841 0.693 0.745 0.784 0.810 0.364 0.817 0.825 0.884 0.413 1.000 0.840 0.380 0.946 0.499 0.796 0.830 0.751 0.659 0.913
SD60.861 0.989 0.904 0.975 0.983 0.864 0.832 0.865 0.951 0.422 0.941 0.951 0.915 0.452 0.840 1.000 0.438 0.680 0.576 0.970 0.959 0.446 0.717 0.607
HBL 0.455 0.456 0.479 0.470 0.461 0.383 0.476 0.477 0.469 0.343 0.427 0.431 0.403 0.373 0.380 0.438 1.000 0.283 0.419 0.437 0.445 0.194 0.356 0.25
HNL 0.527 0.660 0.648 0.651 0.658 0.484 0.556 0.600 0.614 0.195 0.675 0.682 0.798 0.237 0.946 0.680 0.283 1.000 0.300 0.617 0.656 0.837 0.540 0.990
HN2 0.745 0.635 0.792 0.714 0.677 0.486 0.862 0.823 0.720 0.780 0.576 0.580 0.510 0.972 0.499 0.576 0.419 0.300 1.000 0.588 0.620 0.248 0.560 0.275
JSI0.868 0.972 0.900 0.962 0.966 0.868 0.838 0.869 0.945 0.460 0.920 0.929 0.919 0.466 0.796 0.970 0.437 0.617 0.588 1.000 0.950 0.382 0.708 0.542
JS20.891 0.969 0.922 0.965 0.961 0.856 0.862 0.893 0.946 0.504 0.919 0.926 0.882 0.500 0.830 0.959 0.445 0.656 0.620 0.950 1.000 0.405 0.703 0.583
SCL0.316 0.427 0.433 0.423 0.425 0.136 0.382 0.406 0.356 0.161 0.475 0.478 0.594 0.270 0.751 0.446 0.194 0.837 0.248 0.382 0.405 1.000 0.535 0.860
SC20.717 0.743 0.717 0.705 0.692 0.472 0.718 0.729 0.666 0.512 0.761 0.767 0.780 0.519 0.659 0.717 0.356 0.540 0.560 0.708 0.703 0.535 1.000 0.539
SC3 0,463 0.588 0.587 0.579 0.585 0.390 0.504 0.544 0.536 0.173 0.617 0.623 0.764 0.227 0.913 0.607 0.255 0.990 0.275 0.542 0.583 0.860 0.539 1.000
R 0.922 0.966 0.978 0.973 0.962 0.808 0.942 0.961 0.964 0.62 0.926 0.934 0.911 0.641 0.891 0.941 0.540 0.736 0.738 0.929 0.943 0.539 0.771 0.681
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DI 8 Ry BRI (S), 4% A 06 ) A X4 B8 B 6] RSD K 0. 00 % ~2. 62 % 5 9 A4 11F 16 +H %45 B8 B5f 1)
25BN IHEE B 10 Yo J B P, 3 B RE X AR B B () 08 S S MEAE A R E (. BLE SN . 0. 380 1)
0.48(IgE 2), 0.63(I 3), 0. 67 4), 0. 73§ 5), 0. 75§ 6), 0. 84 (I 7)., 1.09( 9), AAFIRE+
10%. W1 Zg 7. g 9 (R4 %I TE AR 43 1 & 0. 133~13. 116, 0.314~89. 607, 0.114~52. 354, 0. 241~
11. 359, 0.028~35.626, 0.271~7.640, 0.183~17.895; AHXJ & 1 #L RSD 435l &y 231. 63%, 404.85%,
426.12% . 234.93%, 385.20%, 189.72%, 164.88% . 190. 05%. AS[a]Ft ¥ uE BRAR & F A7 06 H o i v AR
BEE K, Hod LN5,SD4, SC1 it 5 HAb vk He 4] 22 5 e K (3 3).

R 324 REUEERAE T4 B 2 0 A0 A8 X3 4R BE B 1) O AR ST IS T AR
%1 i 2 i 3 i 4 i 5 i 6 %7 i%8(8) %9
B OMMRORX RME R RXTE R RO EX RARREX MR R RXE MK RDER EX BER
BB OBER  OBRE GER EME GER ENE BER BME BEE BME BER BME BER HNE BER BN BER
HLJT  0.367 0.183  0.470  0.350  0.624 0.131  0.672 0.241  0.732 0.419  0.760 0.100  0.849 0.535  1.000 1.000  1.091 1.098

HLJ2  0.374  0.203  0.475  0.398  0.634 0.162  0.677 0.354  0.735 0.429  0.764 0.053  0.852 0.418 ~ 1.000 1.000  1.093 0.543
JLI - 0.386 0.279  0.483  0.547  0.640 0.174  0.677 0.356  0.732 0.258  0.759 0.078  0.845 0.439 1000 1.000  1.088 1.063
JL2 0,373 0.364 0473 0.391  0.631 0.199  0.674 0.391  0.732 0.310  0.760 0.047  0.847 0.419 1000 1.000  1.094 0.602
JLI 0,373 0.375 0475 0.378  0.632  0.204  0.675 0.385  0.733 0.312  0.761 0.043  0.847 0.387  1.000 1.000  1.094 0.487
LNI  0.366 0.133  0.468 0.087 ~ 0.634 0.028  0.671 0.050  0.731 0.028 ~ 0.759 0.061  0.848 0.271 1000 1.000  1.091 0.269
LN2  0.385 0.373  0.481 0.524  0.639 0.218  0.676 0.380  0.731 0.302  0.758 0.144  0.844 0.455 1000 1.000  1.088 1.514
LN3  0.385 0.273  0.482 0.535  0.639 0.204  0.676 0.353  0.731 0.288  0.758 0.131  0.844 0.459 1000 1000  1.089 1.295
LN& 0,373 0.257 0,475 0.325  0.633 0.091  0.675 0.277  0.733 0.219

=1
—
=
>

0.040  0.848 0.347 1000 1000  1.094 0.676
LNo  0.373 3099  0.474 0.346  0.632 0.375  0.674 0.776  0.733 0.200  0.761 0.769  0.847 1151 1000 1.000  1.094 7.203
SDL - 0.368 0.202  0.470 0.542  0.625 0.238  0.672 0.389  0.732 0.579  0.760 0.100 ~ 0.849 0.470 1000 1000 1091 0.526
SD2 - 0.368 0.195  0.470 0.539  0.626 0.237  0.673 0.378 ~ 0.732 0.571  0.760 0.097  0.849 0.451 1000 1.000  1.091 0.522
SD3 0.396 0.229  0.488 0.970  0.623 0.512  0.661 0.355  0.704 0.648  0.720 0.073  0.830 0.472 1000 1.000  1.067 0.446
SDE - 0.396 13.116  0.487 1.768  0.623 1.767  0.661 2.843  0.705 0.429  0.720 4.358  0.830 3.116 1000 1.000 1067 17.895
SD5 o 0.385 0,237 0.482 1.285  0.639 0.216  0.677 0.445  0.732  0.057  0.758 0.528  0.844 0.468 1000 1.000 1087 0.389
SD6  0.374  0.263  0.470 0.413  0.635 0.173  0.676 0.377  0.736 0.440  0.765 0.037  0.851 0.409 1000 1.000  1.094 0.362
HBL - 0.375  0.570 0,473  0.446  0.629 0.249  0.671 0.406  0.728 0.350  0.756 0.134  0.844 0.491 1000 1.000 1095 1.121
HNL  0.385  0.141  0.485  2.390  0.645 0.114  0.684 0.551  0.718 0.096  0.739 0.344  0.852 0.498 1000 1.000  1.086 0.183
HNZ 0,373 2922 0.474  0.445  0.632  0.437  0.674 0.751  0.733 0.207  0.761 0.725  0.847 0.886  1.000 1.000  1.094 4106

JSU 0,396 0.220  0.488  0.314  0.623 0.209  0.661 0.342  0.704 0.407  0.720 0.052  0.830 0.432 1000 1000  1.067 0.425
JS20.385 0223 0.484  0.417  0.645 0.203  0.683 0.330  0.739 0.340  0.766 0.051  0.852 0.786  1.000 1.000  1.086 0.525
SCL 0,396 4548 0.478 89.607  0.623 52.354  0.661 11.359 ~ 0.705 35.626  0.720 2.159  0.831 7.640  1.000 1.000  1.067 4.887
SC2 0.373 0.200  0.474 1157 0.633 L.011  0.677 0.527  0.734 2,210 0.763 1697  0.852 0.814 1000 1.000  1.093 1.515

SC3 0.375 0,200 0.474  3.406  0.630 0.344  0.672  0.609  0.709 0.146  0.729 0.576  0.845 0.540 1000 1.000  1.095 0.204
T 038 1.20 0.48 448 0.63  2.49 0.67  0.97

=
-
ws
—
oo
=

0.7 0.52 0.84  0.93 1L.00 100 109 199
RSD/%  2.62 231.63 130 404.85 1.08 426.12 0.95 23493 1.59 385.20 2,19 189.72 0.84 164.88 0.00  0.00 0.89 190.05

2.4 BESW

P 24 U8 BRRAE 1B 1% 9 Ao e g i AU AR i, A SPSS 200 0 FRAF#EAT R 40T, 45 R LA 4.
M REREES Ry 15 W, Af4y Sk 3 2%, HLJ1,HLJ2,JL1,JL.2,JL3,LN2,L.N3,SD1,SD2,SD3,SD6, HB1,JS1,
JS2,8C2 B Nh—3, LN5,SD4, HN2 B J—25, HN1,SC3,SD5,SC1,LNT B —335, ¥ EER+ — vt
7 R R A7 — i M I TR B R L[] — 7 W TR T A AR 25 SR S [ TR ST Sk R LA AR L
B BT 55 AL BE DE A &5 SRS AR AU
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5 10 15 20 25

JL2 T T T T 1
JL3

SD6

0
]
181 El
HLJ2
SDI
sm2
HLJ1 -

JS2
SD3

LN2
LN3
L1
LN4
HBI
I
I
I

SC2
LNS5
SD4
HN2
HNI1
SC3
SD5 |
SCl1
LN1

B4 FRAFHMIERERSHE

2.5 ERHOH

DL 24 HEWE BRAEAE B35 rf 9 A Sy i 0 1w AR R A8 L R A SPSS 20. 0 BKPF#EAT FE AT 43 BT . DARRAE
H>1 R HRIBPR A 3 3 A FE Ry, RitJr 2200k 72. 961 %, W] IR RIERR 9 A4S 08 i 43 19 K
AR, AR LK S, FFEE R T 20 mkR IR 4, KT a g5, K6, hE 6 nl A, 24 Ly
BREE & 7 4> & 4 26, HLJ1., HLJ2, JL1, JL2, JL3, LNI1, LN2, LN3, LN4, SD1, SD2, SD3, SD6,
HBI1, JS1, JS2, SC2 2§ —2%, LN5,SD4, HN2 iy —3%, HN1,SC3,SD5 J—2&, SC1 h—2&, Esror#r
RIS A 8 AR A A

*4 ERIRSSOVBEERTERHE

5y AL R J5 22 TTER /0 R T7 Z TR/ /6
1 2. 845 31. 612 31. 612
2 2.318 25. 754 57. 366
3 1. 403 15. 594 72.961

R5 4MERMEIRITIWES RZHER

¥ iR/ EM 1 E MG 2 E MG 3
S1 HLJ1 —0.19 —0.09 —0.43
S2 HL]J2 0.20 0. 40 —0. 34
S3 JL1 —0.13 0. 35 —0.02
S4 JL2 0.03 0.43 —0.18
S5 JL3 0.07 0. 41 —0.19
S6 LN1 —0.42 0. 96 0.27
S7 LN2 —0.31 0.29 —0.18
S8 LN3 —0.18 0. 30 —0.10
S9 LN4 —0.15 0.52 —0.05
S10 LN5 —1.30 —0.55 —0. 30
S11 SDI 0.22 —0.06 —0.39

S12 SD2 0.28 0. 05 —0.43
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BARS
JF 5 W F R4 1 B % F B4 3
S13 SD3 0.75 —0.02 —0.81
S14 SD4 —1.37 —0. 87 0.12
S15 SD5 0. 20 —0.23 2. 00
S16 SD6 0. 30 0.51 —0.33
S17 HB1 —0.27 0.11 —0. 26
S18 HNI1 0.59 —0.09 2.47
S19 HN2 —0.88 —0.75 —0.11
S20 JS1 0.28 0.52 —0. 46
S21 JS2 0. 29 1. 26 —0.22
S22 SC1 1.21 —1.56 —1.21
S23 SC2 0. 39 —1.11 —0.49
S24 SC3 0. 38 —0.76 1. 64
3
2k
i
<]
#
1k
or 1 1 | 1 1 1 1 1 |
1 2 3 4 5 6 7 8 9
Igarsi
5 EREAE Ele6 IEBMERDDNESE

2.6 —ilZiTEHEEL
2.6.1 FEFER

TEUUE TR AL 3 0 VR L A U R 2. 27 T 1 (8 AR R A B AT, 25 R R, BRI T
Yo, rik B IE v R A, K% ik BOR A 0T BRI, R A BOR BE 5 J0  W BE 2,4.8,16 %, %72, 27T F 4
A A L OGS R VRIS R A A (XD | T B AR bR (YD) SEAT R 1 105 IR 2 A v il £k L 11O
[l U5 75 B2 S 2R PR IR, 45 2R 7R 4 LA AE — B VR BEVE Rl N R M DG R R A (3R 6). HUERAE 5 6 13 4% 2. 1750
kAT A, #2227 BT S SR E A GISOGHE T E , HIER TR IEHT R IEHR . RIEBRE
F . PRIE AR SR RSD 409 R 1. 44 %,2.08%,1.52%,1.51%,1. 50% . #WiZ T EE LR, NF
G3AT N G AEAS [ B () ) A A 25 AT A2 PR . 276200 2 IRE R PRS0 i 25 5L . WETRAE & b H I 55
ERVIEHFER, BERER, RIERREE. IRESERESEM RSD 4518 1.50%,1.72%,1. 43%,1. 44 %,
1.47%, R Jr i rp A % B R A7, HL 6 Y MEBRIY K2 15 mg. KEWFRAE . AT BRI 0 £, #5072, 27
TR AT S, WE 5 M & i, IR EIeR, HIESER ., ST R ERER ., RIERRE .
JE s 3 BE AL W] 2R 4 A 96. 98 %5 ~ 100. 13%, 99. 20% ~ 101. 66 %, 96.91% ~ 99.82%, 99. 91% ~
100. 82 % ,100. 02%~100. 99% , fF&Hr &R, Bl — fE . #“2. 2" F @R 54 F 0 h, 2 h,
4h, 8h, 12 h, 24 hifFFEMIE, HIERHT R, BHTR, EEER ., RIEEE. JRIERHRCE S /1 RSD 47
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SR 0.31%,0.22%,0.25%,0. 27%,0. 21 % , FHIHLRSTE 24 h A E P B 1T
£6 ZUEFERAMTELESR

% LM r L/ (pg e mL D
AiEHER Y=14.044X—3.301 5 0.999 9 3.22~51. 60
EHER Y=12.616X—5.601 2 0.999 8 6.41~102. 51

IR Y=14.291X —4.137 0.999 7 5.45~87. 20
AW TR T Y=13.244X—7.866 8 0.999 9 6.06~97. 02
JIE s 2 P Y=13.792X —5.241 7 0.999 9 3.24~51.79

2.6.2 AAxPALE R TS
G2, A7 TR R R AR, DIRIERREE S NS Y, #IBARIT MR ER T FLF=(A,/
CO/A/CHA, IWPRIEER, C, HNFRIRE: A, AR, C, RN E) ] ABESETER.
WERE L L WEEE L L IR WE O A AR A IE BT 43 5 R 0. 93,1, 04,0. 92,1, 00(FK D).
£7 HEWNKREERTF

B fARETREE HIEHER  fAREBREGE /R TR PR /SRR S RSP/ IR Y R O &

1 0. 94 1. 04 0.95 0.98
2 0.92 1. 00 0.92 1. 00
3 0.93 1.05 0.93 1. 01
4 0. 92 1.05 0. 89 1.01
5 0.92 1.05 0.93 1.01
SE M {H 0.93 1.04 0.92 1. 00
RSD/ % 0. 80 1. 94 2.06 1.23

2.6.3 KRIER-F M
K H Agilent 1260 Fll Waters e2695 W = ZORAH (L3 RS0 . 3 AR (35 AE 5 5 A% 635 A1 X0 AH X% 1E
PP I B2, 25 5 0032 8, AR IE I F RSD 4 0. 55% ~1. 11 % . 22 W] 4% 145 I 25 43 A %A% 1F X - 76 K [
ASCE AN [ 2 33 A 22 i) P R . 38 A () 0 el B ek Y %t R 6 A IE R R AT, 25 SR LR 9, A AR
IEHF RSD fEHH 0.56 % ~1. 23 %, AS[F] 38 S HE IR A5 P T o 458 0 20 43 A 1 PR - T P P 5 4
*8 AEMBMEEENSHENKERF
[ARMSERAEIL) fAMEERTEL) £ ARIEEREIL) £ ARIERRTE AL/

s it . o Y o
HIgHE R BERER W R i i 3 g 2
Agilent 1260 LC-09 Kromasil 100-5-C18, SN: H210074 0.93 1. 04 0.92 1. 00
Waters Atlantis T3, SN: 01893110314030 0.93 1. 04 0.92 1.03
Inertsil ODS-3, SN: 21D0201379 0.91 1. 03 0.91 1. 02
Agilent 1260 LC-12 Kromasil 100-5-C18, SN.: H210074 0.92 1.03 0.92 1.01
Waters Atlantis T3, SN: 01893110314030 0.93 1.03 0.92 1. 02
Inertsil ODS-3, SN: 21D0201379 0.92 1. 03 0.92 1. 03
Waters €2695 Kromasil 100-5-C18, SN: H210074 0.91 1.01 0.91 1. 00
Waters Atlantis T3, SN: 01893110314030 0.91 1.02 0.91 1.01
Inertsil ODS-3, SN: 21D0201379 0.92 1.01 0.92 1.02
¥ 0.92 1.03 0. 92 1.02

RSD/ % 0. 94 1.09 0.55 1.11
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R9 TRRERARTRMNEFHEINKIERF

i/ FE IR/ f HRIETRTE L/ f HRIETRTE L/ f HRIETRTE L/ f HRIETRTE L/
(pg * mL™H) C HIgHER WHER IR B W 7 T

0.5 30 0.92 1.03 0.92 1. 02
0.6 30 0.93 1.04 0. 92 1.03
0.7 30 0.91 1. 02 0.91 1.01
0.6 29 0.93 1. 04 0.92 1.03
0.6 30 0.93 1. 04 0.92 1.03
0.6 31 0.92 1.01 0.91 1. 02

RSD/ % 0. 88 1.23 0.56 0. 80

2.6.4 fFRAy EEE T AL
I3 TS B U 2H 4 5 9 2 ) A WS TR R Sk 10 RE X DR B I T (e /) S5 DR BRI ) 22 (A /s) o TF B BEHAEA
[ SR FNAS [R] o i A 2 (] A E P 5 R L3 10, AR OR BE B E) 30 4 /0N, B i B AN [ S8 A [] € 3%
A A R I 8 43 R T D B B TR] (B B4 1 33904 Ay 06 o7 AR i
F 10 AENHFFEEE DS B RA SRR B A8 K48 3R B & iE =
c HEER A RER (BEHT AEST (EFR AEF REFT A REE
& @igtE VR R/ R/ R/ fRIERR R/ RUE/ME RO/
BREEI  BREEHE O BEE MER B BREEA  WEBREEA EMEE

Agilent 1260 Kromasil 100-5-C18 SN.

0. 40 —15.03 0. 69 —7.70 0. 84 —4.09 1. 03 0. 66
LC-09 H210074
Waters Atlantis T3 SN:
0.42 —15.90 0. 69 —8.40 0. 83 —4.57 1.02 0. 62
01893110314030
Inertsil 0DS-3 SN:
0. 41 —16. 31 0. 68 —8.75 0.83 —4. 71 1. 03 0.91
21D0201379
Agilent 1260 Kromasil 100-5-C18 SN.
0. 40 —14.95 0. 69 —7.61 0. 84 —4.01 1.03 0. 66
LC-10 H210074
Waters Atlantis T3 SN:
0. 43 —15.70 0. 69 —8.35 0. 84 —4. 49 1.02 0. 64
01893110314030
Inertsil 0DS-3 SN:
0. 42 —16. 26 0. 69 —8.75 0.83 —4. 66 1. 03 0.98
21D0201379
Waters Kromasil 100-5-C18 SN
0.42 —16.47 0.69 —8.81 0. 83 —4.74 1.03 0. 89
e2695 H210074
Waters Atlantis T3 SN:
0. 42 —16. 89 0.70 —8.91 0. 80 —5.89 1. 04 1. 19
01893110314030
Inertsil 0DS-3 SN:
0. 42 —17.19 0. 69 —9.21 0. 80 —6.07 1.03 1. 00
21D0201379
S 1E 0.41 —16. 08 0.69 —8.50 0. 83 —4. 80 1. 03 0. 84

RSD/ % 2.58 —4.76 0.52 —6.37 1. 98 —14.93 0.57 23.97
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2.6.5 —ll ik AT RN T 4 R ILER
530 R ] — 0 Z2 PP s M AR T R R B i, SRR 11 SRR S - 2 AR R A
¢ KB RS, p R T 0,05, RUIPIRN 7 A0y & 2 E W 22 5, HWA & & Z AR R 22 <<3 %, &
JT ST — W 22V T I HE R R R A, AT T A IR A =
F 11 ESM 5 QAMS IEARE =i iEBRth s M S S EMILER

AR HERER BHER BEHR IR ¥ AL AL
e B QAMS ESM/ RE/ QAMS/ ESM RE/ QAMS/ ESM/ RE/ QAMS/ ESM/ RE/
(mg-g ) (mgeg HD(mgeg ) % (mgrg D (mgeg ) % (mgeg HDlmgeg D % (mgeg ) (mgrg D) %
HLJ1 33. 54 5.65 5,70 —0.88 8.33 8.50  —2.00 16. 50 16.61  —0.66 37.56 37.25 0.83
HLJ2 48. 81 9.09 9.18  —0.98 17.79 18.17  —2.09 18.78 18.90  —0.63 27.01 26.79 0.82
JL1 45.19 11. 60 170 —0.85  16.55 16.91 —2.13 18.27 18.39  —0.65 49.00 48. 60 0. 82
JL2 50. 60 16. 29 16.44  —0.91  19.56 19.98  —2.10 19.12 19.25  —0.68 31.07 30. 81 0. 84
JL3 52.73 17.51 17.66  —0.85  20.11 20.53  —2.05 18.76 18.89  —0.69 26. 19 25.97 0. 85
LN1 100. 03 12.29 12.40  —0.89 5. 17 5.28  —2.08 24. 90 25.07  —0.68 27.42 27.19 0. 85
LN2 45.05 15.47 15.61  —0.90 17.62 18.00 —2.11 19.23 19.36  —0.67 69. 56 68.98 0. 84
LN3 47.42 11. 69 11.80  —0.93  16.90 17.26 —2.09 19.78 19.91  —0.65 62. 66 62. 14 0. 84
LN4 60. 22 13.70 13.82 —0.87  16.50 16.85  —2.08 19.22 19.35  —0.67 41.51 41.17 0. 83
LN5 11. 21 31. 96 32.25  —0.90 8.96 9.15  —2.08 12. 33 12.42  —0.72 82.38 81. 69 0. 84
SD1 38.43 7.15 7.22 —0.97  15.41 15,73 —2.03 16. 61 16.72 —0.66 20. 60 20.43 0.83
SD2 38.13 6. 84 6.90  —0.87 14.85 15,17 —=2.11 15. 80 15.91  —0.69 20. 28 20. 11 0. 85
SD3 44.47 9.02 9.10  —0.88  15.63 15.96  —2.07 18. 60 18.72 —0.64 20.21 20. 05 0.80
SD4 2.80 43.99 44.38  —0.88  10.67 10.90  —2.11 10. 45 10.52 —0.67 67.81 67.25 0.83
SD5 43. 39 9. 48 9.56  —0.84  19.90 20,32 —2.07 18. 69 18.82  —0.69 17.23 17.09 0.82
SD6 53.29 12.55 12.66  —0.87  20.12 20.55  —2.09 19.52 19.65  —0.66 19. 68 19.52 0.82
HBI 39. 46 20. 19 20.37  —0.88  16.09 16.44  —2.13 17.41 17.53  —0.68 45.10 14.73 0.83
HN1 37.71 4.89 494 =101 21.41 21.86  —2.06 17.29 1740 —0.63 7.05 6.99 0. 86
HN2 10. 99 28.49 28.74  —0.87 8.20 8.37  —2.03 8.63 8.69  —0.69 46. 80 46. 41 0. 84
JS1 51. 46 10. 66 10.75  —0.84 18.51 18.91  —2.12 20. 87 21,01 —0.67 22.33 22.14 0. 86
JS2 55.62 11. 39 11,49 —0.87 18.90 19.30  —2.07 40. 23 40.51  —0.69 29.79 29. 54 0. 85
SC1 0. 36 2.93 2.96 —Lo01 8.20 8.37  —2.03 4.93 496  —0.60 3.58 3.95 0. 85
SC2 15.92 2.93 2,96  —1.01 8. 64 8.82  —2.04 12.26 12.34  —0.65 24.59 24. 39 0. 82
SC3 20. 51 3. 78 3.81 —=0.79  12.87 1315 —2.13 10. 18 10.25  —0.68 4.27 4.23 0.95

2.7 BEMNEERSH

Mo MES R AL, FIESER., TR, WA IRWETEACE . RSBk 5 FIERE AR K&
Yy SR EA 9 2. 93~43. 99 mg/kg, 5.17~21. 41 mg/kg, 4.93~40. 23 mg/kg, 3.58~82. 38 mg/kg,
0.36~100. 03 mg/g, A[EHEUAE 7 B 22 BI1HE T K, FEO-R I T Sl Wy i1 25 b1 5 i 52 il TR 3R 9 52 2 1.
(e N RN 25 8)2020 45 AT BETE R . BR 06T BC Ok . ARMEBREE L0 B E# N T R AR, 24 ARE
A, WEFE S PRWE G AL . ARMEIREEIE 3 PSR N IR AL B A I F Y 8. 87~152. 35 mg/g, AN[AIL
W E R R B Oy LNT, LN2, LN3, JS2, LN4, JL1, LN5, HBI1, JL2, JL3, JS1, HLJ2, SD6,
HLJ1, SD3, SD4, SD5, SD1, SD2, HN2, HN1, SC2, SC3, SC1. HUE#HE R, EHE R, BHER ., Bk
BEMCHE | ARIEIREE L 5 P #E A MRS IL G W B B F 20, 00~169. 81 mg/g. AR U A i B RAK
¥k LN1, LN2, LN3, JS2, LN4, LN5, JL1, HB1, JL2, SD4, JL.3, SD6. JS1. HLJ2. SD5., SD3. HN2,
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HLJ1. SD1, SD2, HN1, SC2, SC3, SC1(F 11). W45 R A LIF . & MOF1IL 744 i Ui 4R 0 1R b i 2 2
MRUSTEMCE: , MRIERRE AN A E L AEHER ., BH TR WEEER . IRIE TR AL A0 R 5 0 8 i 5
s SRRV L LR IV T A A UOR O WA T P R O O i AN AR, E AR AT A (A N R SRR E 25 1) 2020 4R iR
BOR. (P AR NRILANE 25 M) 2020 AERRILE A SR TR, SIS TR R (G, Hy, O L R WE 7 il
(Co Hyy O, HBIEFR T FE (C,, Hy, O MM AR AT 7. 0% 7, T Fg . DO 7 i 58 0 Bk A 0 28 DY G 0 35 2 e
%, Jovkik )2 MR RSOk, BT WE RE N R R AL & W Y & i T B PR B A OC W R A B M R A A
TR RIS NER AL A YRR A . SR TEILER 12, B/ 7. N T iE— 25 5N TR 7 H R A v i
PN TR Ak A 0 10 A L ) 2 5 A B B 22 B, % 5 Rk A I o B B L HE R R, R 8 BT
IR AN OREAS v 45 10 A L 1] 2 A0, (R R B ) 0 (9 B BRRAE . TH BB R L | BRIE AL L 4R
BERREE AL 3 PSR AR B EGMEHIEHER MR ER . WHR | RSN, AR IRE I L,
50N 44,3590 ~89. 72 %, ANFEHEIRMEBRRZG M o7 b — 2 22 5], BT Ae AR LRI 25 M) 2020 4F hi
R JH 3 B RE N TR 250 G W B BEAT BT R R — 2 Y R PR
*12 BESTER. ESTR.BSR. KESEE, LERSESBAM LG
C+D+E/ A+B+C+D+E/ (C+D+E)/

% C:D:E A:B:C:D:E
(mg+g (mgeg ") (A+B+C+D+E)/%

HLJ1 87. 60 101. 58 86. 24 0.44:0.89: 1 0.15:0.22:0.44:0.89:1
HL]J2 94. 60 121. 48 77.87 0.70:1.81:1 0.34:0.66:0.70¢:1.81¢:1
JL1 112. 46 140. 61 79.98 0.37:0.92:1 0.24:0.34:0.37:0.92:1
JL2 100. 79 136. 64 73.76 0.62:1.63:1 0.52:+0.63:0.62:1.63:1
JL3 97.68 135. 30 72.20 0.72:2.01:1 0.673:0.77:0.72+2.01¢:1
LN1 152. 35 169. 81 89.72 0.91:3.65:1 0.45:0.19:0.91:3.65:1
LLN2 133. 84 166. 93 80. 18 0.28:0.65: 1 0.22+0.25:0.28:0.65¢1
LLN3 129. 86 158. 45 81. 96 0.32:0.76: 1 0.19:0.27:0.32:0.76:1
LN4 120. 95 151. 15 80. 02 0.46 ¢ 1.45: 1 0.33:0.40:0.46: 1.45: 1
LLN5 105. 92 146. 84 72.13 0.15:0.14: 1 0.39:0.11:0.15:0.14 1
SD1 75.64 98. 20 77.03 0.81:+1.87:1 0.35+0.75%0.81:+1.87:1
SD2 74.21 95. 90 77.38 0.78:1.88:1 0.34:0.73:0.78+1.88¢:1
SD3 83.28 107. 93 77.16 0.92:2.20:1 0.45:0.77+0.92+:2.20:1
SD4 81. 06 135.72 59.73 0.15:0.04: 1 0.65:0.16:0.15:0.04: 1
SD5 79. 31 108. 69 72.97 1.08:2.52:+:1 0.55:1.15:+1.08+2.52:1
SD6 92.49 125.16 73.90 0.99:2.71:1 0.643:1.02:0.99:2.71:1
HBI1 101. 97 138. 25 73.76 0.39:0.87:1 0.45:0.36:0.39:0.87:1
HN1 62.05 88. 35 70.23 2.45%+5.35¢+ 1 0.69:3.04:2.45+5.35¢1
HN2 66.42 103. 11 64.42 0.18:0.23 1 0.61:0.18:0.18:0.23 1
JS1 94. 66 123. 83 76. 44 0.93:2.30:1 0.48:0.83:0.93+:2.30:1
JS2 125. 64 155.93 80. 57 1.35:1.87+ 1 0.38:0.63:1.35+:1.87:1
SC1 8. 87 20. 00 44, 35 1.38:0.10: 1 0.82:2.29:1.38:0.10+ 1
SC2 52.77 64. 34 82.02 0.50:0.65:1 0.12:0.35:0.50¢:0.65¢:1
SC3 34. 96 51.61 67.74 2.38:4.80 :1 0.89:3.01:2.38:4.80 :1

E: ABHEHRER, BABHER, CHERR, D WRWEEREEHE, E NIRIER R,
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