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Study on HPLC-DAD-ELSD fingerprint of Polygoni Cuspidati Rhizoma et Radix
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Abstract: Objective To establish the chromatography fingerprint of Polygoni Cuspidati Rhizoma et Radix with hyphenated
technique of HPLC-DAD-ELSD and to evaluate Polygoni Cuspidati Rhizoma et Radix from 10 different origins. Methods Luna
Ci5(2) column (250 mm x 4.6 mm, 5 pm) was used. Mobile phase was acetonitrile-H,O; Flow speed was 1.0 mL/min; Temperature
of column was set at 35 ‘C; Detective wavelength was at 254 nm; Injection volume was 10 pL. The temperature of drift tube was 109
‘C and the flow speed was 3.0 L/min. Results The chromatography fingerprint of Polygoni Cuspidati Rhizoma et Radix from 10
different origins was established. In the chromatography fingerprint with HPLC-DAD of Polygoni Cuspidati Rhizoma et Radix, 19
common peaks were demarcated and the similarities of Polygoni Cuspidati Rhizoma et Radix were between 0.938—0.993. In the
chromatography fingerprint with HPLC-ELSD of Polygoni Cuspidati Rhizoma et Radix, 14 common peaks were demarcated and the
similarities of Polygoni  Cuspidati Rhizoma et Radix were between 0.905—0.999. Polydatin, resveratrol,
emodin-8-0-B-D-glucoside, physcion-8-O-B-D-glucoside, emodin, and physcion were identified. Conclusion The method is
accurate and stable, which can be used as the evidence for the quality evaluation of Polygoni Cuspidati Rhizoma et Radix.
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GV, RN TS TR 2544 55 S a4y 11
T . ALY RT 10 #0825 M
HPLC-DAD-ELSD f54U K1, LR KT 0.90,
RN IOFRSUEIE ik Hem . fae . R EL,
PRI I R IR TR AR
1 MRS
1.1 X5

LC-20A G AH A% (Y, SPD-M20A K%
FEZIRIINSS, SIL-10AF A3 Es, LC-15C ot
FRJETR, LC-solution (i TAEuG (HAEHAAH]),
FEROCHTFA M 2% (Alltech ELSD2000), XWK-III
TG R RAEDIXE) D, AK-400A F3
L GRS T I 25U A R A FD, BT-25S KF
(fE[EFE 2 W), HH-4 BURIEEABS Ci N
TSI AR HE A PR A A
1.2 K7

KIEEZNTH G (LS D-029-140728-1) T H 1%
#EsF AR AR AR, KEREFER (S
D-004-140728-1). K& %-8-O-B-D-E BT (HHt'5
D-055-140728) K % H li-8-0-B-D-F 5 Bl 1 (Hit
5 D-056-140728), JEALH (k'S H-012-140729),
HAE P (B-002-140727) 0 H R H 25 BLAE W)
BHEHEBR AR, FESEIIRT 98%, 4K A
gk, ZMERmatal, LR hapral.
1.3 #%t

10 HEPEBLZA P AR IO DU T IR 22
WA BeP. ST A, mE. TR VI, 4K
Rém'5 A S1~S10, HEMREPEARERES
WE9T 01 %58 A ERHEP SR AL Polygonum cuspidatum
Sied. et Zuce. TR,
2 ik
2.1 ®BIEEHG

Luna Cig 34 (250 mm X 4.6 mm, 5pm), s
RN (A 7K (B, BAEDN, 0~8min, 13%~
23%A, 8~14 min, 23% A, 14~34 min, 23%~50% A,
34~46 min, 50%~80% A, 46~51 min, 80%~13%A,
51~56 min, 13% A. #AFE 1 mL/min, F3 35 C,
HERER 10 pL, ASIIBK: 254 nm, 28R G IIZEFS
ERSE A 109 °C, BAUARE: 3.0 L/min.
2.2 BREIECH
221 WHRAERIEIE RO 32
P OKIEE . KRR K3 E-8-0-B-D-Hi %]
BT B K3 2 T E-8-0-B-D- I A B iE e, H

il ORI B 23 0l 20.20 19.4, 3.2 29.2,
43.6. 55.5 pg/mL.

222 HERASERIEIS RS PR E L2 R
(iF 60 H) 1.0 g, BT 50 mL FJELH T, 70%2
BZ 30 mL, FRMiE, ANFAMIASRE 0.5 h, AHIEE
W, ANERR I TR, T 0.45 um SALIEBEpER,
SRPETS

2.3 HPLC-DAD-ELSD {54 B A EFE R
2301 KRR H S3 bR A, &Sk
BERE 5 U BERERN 10 pL, SIS A
PIAHALLEE & RSD. 455 H#, HPLC-DAD #R4(#
WAL KT 0.99, AHALE RSD /T 0.33%;
HPLC-ELSD 4 & itk (AR ¥R T 0.99, AHARL
F£ () RSD /1T 0.26%.

232 oMK B S3 MR MR BT VA
%, WWUECE, 0T 04 24 44 64 120 24 h HERE,
HEFER 10 pL, GEvh R r ST 0% B R AR B A
RSD. %5841, HPLC-DAD F540 K% AL 1Y
KT 0.98, HHLLEE RSD /T 1.5%; HPLC-ELSD &
AU RE R AALE R KT 0.98, FIBUE RSD /M T
0.83%, RYLAHRG L R AT

233 EEMRE B S3 AR 5 4, dudtR
O | e P 70 W | = e a2 e = W
138 (AR BLEE &2 RSD. Z55%W, 6 W ke
HPLC-DAD f54U & i AR KT 0.98, AH4ELEE RSD
NF1.0%; 6 G3FE N ) HPLC-ELSD $i&5 40 &I R A
R RT 0.98, AHALER RSD /T 0.04%, 1iEH]
IR E R R A

3 ZBR55

3.1 EHRLZ5% HPLC-DAD 35 EiLRYE L

1B 2R s AL S (2004A D XS
10 AN ] Hi 1R P AL 250 Fia U TS S 16 AT b 3
LL S3 FEf SIS, M %A 0.50, KA
% NI A R S 0 o D PRUEAS [ R
BLZ R S0 1 DU IC 52 1 I TR R i, G T
T AR N IE ) Mark . 10 #LZ5H 1
HPLC-DAD 5400 WK 1. SR AL 5054 % 10
HEA 5] 7 pe AL 2 44 1 0 I I I 2D, glaT
HPLC-DAD R4 Bl 3L A,

10 #8251 4 HPLC-DAD 43 557533 70 24
kg, LR AT E M EaS I, SRS 19 Mg,
LAY U2 55 0] S LT, R B I () R AN 1%
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Fig. 1 HPLC-DAD fingerprint of 10 batches of Polygoni
Cuspidati Rhizoma et Radix
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Fig. 2 HPLC-DAD control fingerprint of 10 batches of
Polygoni Cuspidati Rhizoma et Radix
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R AR DG
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JERLZH HPLC-ELSD $& 40 &l ik AR Ab BE B R
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HPLC-ELSD R4 1 i H A7 A K

10 HlLpEALZ41 4 HPLC-ELSD %) 21551 40 £
AU, LU AT IR i 1], SRAT 14 AN I,
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U £ 5 0of B EObT S fR B I TR) 5 5 A s i 34
X — 2 10 2GR Th R LRSI ARy LU
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Table 1 Relative retention time of common peaks of HPLC-DAD fingerprint from 10 batches of Polygoni Cuspidati Rhizoma et Radix
SEAT VAN fr B I 1)

WS S1 S2 S3 S4 S5 S6 S7 S8 S9 S10 RSD/%
1 0.075 0.075 0.075 0.075 0.074 0.073 0.075 0.075 0.075 0.075 0.900
2 0.234 0.234 0.237 0.236 0.232 0.231 0.235 0.236 0.238 0.235 0915
3 0.254 0.254 0.257 0.255 0.251 0.250 0.254 0.256 0.258 0.256 0.983
4 0.284 0.284 0.286 0.285 0.281 0.280 0.284 0.286 0.287 0.285 0.775
5 0.312 0312 0.315 0.313 0.308 0.307 0.312 0314 0.315 0.313 0.861
6 0.348 0.348 0.351 0.349 0.345 0.344 0.348 0.349 0.351 0.350 0.664
7 0.363 0.363 0.366 0.363 0.357 0.356 0.362 0.364 0.366 0.364 0.932
8 0.403 0.403 0.406 0.403 0.395 0.393 0.401 0.404 0.406 0.404 1.093
9 0.419 0.419 0.422 0.419 0.411 0.410 0.417 0.420 0.423 0.419 1.018

10 0.455 0.455 0.458 0.454 0.444 0.442 0.452 0.455 0.459 0.455 1.233
11 0.510 0.510 0.512 0.511 0.504 0.472 0.510 0.511 0.515 0.511 2.457
12 0.531 0.531 0.525 0.525 0.522 0.520 0.524 0.529 0.529 0.525 0.714
13 0.605 0.605 0.610 0.606 0.599 0.597 0.604 0.606 0.610 0.607 0.690
14 0.655 0.654 0.655 0.656 0.654 0.654 0.656 0.655 0.659 0.655 0.228
15 0.676 0.684 0.668 0.669 0.667 0.666 0.668 0.672 0.671 0.668 0.812
16 0.742 0.740 0.742 0.743 0.743 0.742 0.743 0.742 0.743 0.743 0.128
17 0.908 0.907 0.911 0.910 0.907 0.907 0.909 0.909 0911 0.910 0.178
18 1.000 1.000 1.000 1.000 1.000 1.000 1.000 1.000 1.000 1.000 0.000
19 1.108 1.108 1.112 1.111 1.109 1.109 1.110 1.108 1.112 1.111 0.146
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Table 2 Relative areas of common peaks of HPLC-DAD fingerprint from 10 batches of Polygoni Cuspidati Rhizoma et Radix

SAT U A X e T AR

Ve S1 S2 S3 S4 S5 S6 S7 S8 S9 S10 RSD/%
1 0.046 0.023 0.028 0.036 0.011 0.013 0.025 0.040 0.058 0.021 49338
2 0.022 0.010 0.011 0.026 0.018 0.009 0.006 0.021 0.027 0.012 46.540
3 0.035 0.024 0.016 0.020 0.019 0.010 0.014 0.039 0.029 0.010 46.563
4 0.053 0.039 0.040 0.060 0.044 0.031 0.027 0.057 0.056 0.023 30.813
5 0.062 0.021 0.022 0.023 0.035 0.014 0.016 0.029 0.032 0.018 51.494
6 0.695 0.371 0.049 0.057 0.441 0.292 0.282 0.634 0.752 0.170 67.877
7 0.168 0076  0.101  0.116  0.104 0065 0067  0.171  0.155 0053 40963
8 0.030 0.014 0.030 0.025 0.024 0.012 0.019 0.027 0.043 0.018 37.662
9 0.093 0.046 0.067 0.032 0.004 0.034 0.030 0.057 0.075 0.010 63.369
10 0.141 0.082 0.127 0.101 0.109 0.067 0.062 0.098 0.168 0.024 42 675
11 0.044 0.021 0.003 0.043 0.031 0.015 0.020 0.040 0.073 0.013 67.261
12 0.057 0.361 0.194 0.266 0.278 0.105 0.166 0.534 0.477 0.140 61.401
13 0.150 0.136 0.191 0.090 0.146 0.129 0.101 0.165 0.124 0.093 24.420
14 0.265 0,206 0.126 0.245 0.195 0.106 0.114 0.304 0.369 0.080 47.427
15 1453 0985 088 1169 0991 0524 0596 1552  1.880 0510 43868
16 0.172 0.169 0.127 0.170 0.191 0.115 0.102 0.225 0.216 0.087 30.237
17 0.029 0.057 0.037 0.084 0.035 0.023 0.034 0.041 0.063 0.021 46.765
18 1.000 1.000 1.000 1.000 1.000 1.000 1.000 1.000 1.000 1.000 0.000
19 0.268 0.174 0.097 0.205 0.107 0.087 0.105 0.306 0.277 0.130 47.452
: | T2 ] (AR ALEE A YR 0905, 0.958. 0.995. 0.997.
1 —— | » 0.999, 0.976. 0.996 0.977. 0.993. 0.968, Hfl/i
= i = ‘ 1T 0.90, 2200 10 SR P~ HA I 250 BT BLEF 1

A\f el | l HIZEPE, Bb, 14 LA R AL T,
f— 1 | FAP Mk S3. S5, S6 24k % kR
—+H st SVTTBUE S ORT 100000, 7EH 4 7 A7 24t

0 8.12 16.24 2436 32.47 40.59 48.71

t/min

3 10 HEHSZ#HI HPLC-ELSD 84
Fig. 3 HPLC-ELSD fingerprint of 10 batches of Polygoni
Cuspidati Rhizoma et Radix
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Fig. 4 HPLC-ELSD control fingerprint of 10 batches of
Polygoni Cuspidati Rhizoma et Radix
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HA ARG CRT 10 0000, HLIE A L gvE
4 0.039%~0.106%.
4 it

Sy RS L [BI 2 RO AL 50%.
70%- 90% LI 4 FAFH; 0.5+ 1. 2 h 3 Fife
EUI TR AT 5%, 2R IH 70% L BERI B UK 5
PR SE A, 3 FMREURT R C R E M 2R, MOEPR
H% 0.5 h,

[ii] — {3 B 2 I AE 254 286+ 306+ 430 nm
R 5 (e (1) (33 43 B 45 R B, 254 nm
PR P OREERERL (52 1), HAls, %6
WIS REik BIIEZE 40 B, IETEXTFR; 286 nm K H
EREIERR A D (47 ), 100 31 ik H B
BHRIS s 306 nm & 2R LIEAA W B0
K, BB S AZE ARSI SR, (iklg
WEE R D (29 ), 11, 16 SO iGIEAAEE 6 R I
% 430 nm PR, HATRIEERY) i B W (ki
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Table 3 Relative retention time of common peaks of HPLC-ELSD fingerprint from 10 batches of Polygoni Cuspidati Rhizoma
et Radix

_ AU AR R B ]
It 2 RSD/%
S1 S2 S3 S4 S5 S6 S7 S8 S9 S10

0.062 0.063 0.062 0.060 0.060 0.060 0.061 0.060 0.060 0.061 1.804

—_

2 0.079 0.079 0.079 0.079 0.079 0.079 0.079 0.079 0.079 0.079 0.000
3 0.211 0.211 0.215 0.212 0.207 0.206 0.211 0.213 0.215 0.213 1.417
4 0.258 0.258 0.261 0.259 0.255 0.253 0.258 0.260 0.261 0.259 0.981
5 0.292 0.292 0.295 0.292 0.287 0.284 0.291 0.293 0.294 0.293 1.146
6 0.340 0.340 0.342 0.339 0.344 0.332 0.338 0.340 0.341 0.340 0.922
7 0.349 0.349 0.352 0.350 0.346 0.346 0.350 0.351 0.353 0.352 0.684
8 0.366 0.365 0.369 0.336 0.360 0.359 0.365 0.367 0.368 0.367 2.670
9 0.532 0.533 0.527 0.527 0.524 0.523 0.526 0.531 0.531 0.527 0.653
10 0.606 0.606 0.612 0.608 0.600 0.599 0.606 0.608 0.611 0.609 0.696
11 0.656 0.656 0.657 0.657 0.656 0.656 0.657 0.656 0.660 0.657 0.198
12 0.677 0.685 0.669 0.669 0.668 0.668 0.670 0.673 0.671 0.670 0.791
13 0.743 0.741 0.743 0.744 0.744 0.744 0.745 0.743 0.744 0.744 0.139
14 1.000 1.000 1.000 1.000 1.000 1.000 1.000 1.000 1.000 1.000 0.000

%4 10 #tZH HPLC-ELSD 54 EE H B IS AT 1§ EFR
Table 4 Relative areas of common peaks of HPLC-ELSD fingerprint from 10 batches of Polygoni Cuspidati Rhizoma et Radix

. HAT VAT S W [T
e 5 RSD/%
S1 S2 83 sS4 85 S6 S7 S8 S9 S10

2.445 1.512 2.850 3.666 3.188 3.410 2.744 4.040 5.680 2972 33.84

—_

2 0.078 0.018 0.036 0.070 0.095 0.098 0.053 0.069 0.070 0.064 37.69
3 0.012 0.006 0.005 0.018 0.005 0.004 0.005 0.014 0.012 0.005 57.54
4 0.038 0.022 0.018 0.024 0.014 0.005 0.011 0.035 0.030 0.006 57.12
5 0.119 0.057 0.070 0.065 0.091 0.037 0.032 0.096 0.070 0.029 44.23
6 0.181 0.082 0.092 0.111 0.098 0.030 0.060 0.133 0.116 0.023 51.29
7 0.219 1.469 1.673 2.152 1.599 1.249 1.334 2.267 3.080 0.746 50.80
8 0.224 0.105 0.102 0.119 0.111 0.046 0.067 0.179 0.122 0.039 50.99
9 0.205 0.108 0.088 0.101 0.118 0.021 0.064 0.135 0.193 0.042 55.27
10 0.131 0.156 0.353 0.085 0.252 0.182 0.148 0.189 0.095 0.113 47.52
11 0.102 0.075 0.052 0.116 0.085 0.029 0.043 0.094 0.169 0.025 56.16
12 2.042 1.282 1.359 1.698 1.412 0.644 0.960 1.930 2.799 0.705 44.58
13 0.067 0.071 0.068 0.092 0.081 0.032 0.052 0.079 0.112 0.036 35.43
14 1.000 1.000 1.000 1.000 1.000 1.000 1.000 1.000 1.000 1.000 0.00

(104>, IEHE 430 nm VEARLMPEAA HACERE, 20%~50%)\ 55 7y IR 0.466%~1.124%)
N H] DAD s, ik ARBACHK RSN 65 (bR 0.396%~1.709%) (i, /&
WKl 254 nm AR AP HAARBLRE BL A S22 ) HPLC-DAD $r 40K R B 5, H 1 5154
FEAIE PRGN AR . Kk, WEW TNV H DAD 5
HPLC-ELSD #8541 5 (FREHAY  ELSD HBCEARMEGE JEAL 2 5 S0 B i o Bk
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