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Abstract: Objective To establish the HPLC characteristic chromatogram and multi-index components determination for substance
benchmark of Danggui Sini Decoction (DSD, 45 VUi¥%), which clarified the critical quality attributes, so as to lay a foundation
for subsequent formulation development. Methods The substance benchmark of 18 batches of DSD was prepared based on ancient
medical records. The characteristic chromatogram methodology was established to evaluate the origin and similarity of characteristic
peaks, the components content and transfer rate were measured and the transfer analysis of substance benchmark was performed.
Results The similarity of the 18 bathes of DSD material characteristic chromatogram were all greater than 0.90, and a total of 19
characteristic peaks were identified, which came from Danggui (4dngelicae Sinensis Radix) (peaks 4, 5, 19), Guizhi (Cinnamomi
Ramulus) (peaks 10, 11, 14), Baishao (Paeoniae Radix Alba) (peaks 6, 9), Xixin (4sari Radix et Rhizoma) (peaks 1, 3, 13, 15, and
18) and Chaogancao (fried Glycyrrhizae Radix et Rhizome) (peaks 7, 8, 12, 16, and 17). The transfer rate of each index component
from the decoction pieces to the substance benchmark was in the range of paconiflorin 78.47%—96.01%, liquiritin 43.79%—
94.62%, ferulic acid 81.20%—131.24%, cinnamic acid 70.03%—106.75%, cinnamaldehyde 3.17%—5.50%, glycyrrhizic acid
31.08%—52.43%; asarone 9.63%—13.37%. Conclusion In this study, the HPLC characteristic chromatogram combined with

multi-index components determination were used to carry out the quantity value transfer analysis of the substance benchmark of
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DSD. The method is scientific and reasonable, and can provide scientific basis for the quality control substance benchmark and the

development of compound preparations of DSD.

Key words: classical prescriptions; Danggui Sini Decoction; substance benchmarks; quality value transmitting; Angelicae Sinensis

Radix; Cinnamomi Ramulus; Paeoniae Radix Alba; Asari Radix et Rhizoma; fried Glycyrrhizae Radix et Rhizome; paeoniflorin;

glycyrrhizin; ferulic acid; cinnamic acid; cinnamaldehyde; glycyrrhizic acid; asarone; quality control
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1 DSDIRRXRIEEE
Table 1 Source information of DSD

e P fit5 ]

ELE| HHIRE  yp1807101~yp1807103. ypl1807201~ypl807203. ypl1807301~  FRSZF H AR A
yp1807303. yp1807401 ~yp1807403. yp1807501 ~yp1807503

5 JUREER ypl801010~yp1801100 B S A PR A F

HAj LHZM  yp201810-1~yp201810-5. yp1809601~yp1810001. B S A R A F
yp1809602~yp1810002

4l LT ypl814201~ypl814601. yp1817301~ypl1817310 B S A PR A F

PHE  HNRS
Kid B 75 75 22
yp20042011-3~yp20042015-3
K& AR HT 2=
yp18071613~yp18071653

ypGC-11~ypGC-51. ypGC-12~ypGC-52. ypGC-13~ypGC-52
yp20042011-1~yp20042015-1. yp20042011-2~yp20042015-2.

yp18071611~yp18071651. yp18071612~yp18071652.
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Ak, RIAS& BRBR R 7K B .
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BN CE-0.05% B KIS, BREEBENL: 0~20
min, 2%~15%Z.f&: 20~30 min, 15%~20%Z.fi;
30~38 min, 20%~25%Z.Mf; 38~50 min, 25%~
40%Zfi: 50~55 min, 40%~50%Z i 55~65
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AR 0.9 mL/min; AP K 220 nm; AR
25 °C; BEFEE 20 pL.
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Fig. 1 Characteristic spectrum of the material reference of DSD
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Fig. 2 Characteristic spectrum of material reference of 18 batches of DSD
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2 18 #it DSD ¥R EEFHE EE R E

Table 2 Similarity results of 18 batches of material

reference of DSD

Gis MM | g5 MR | i AU
DSDOl ~ 0.969 | DSDO7  0.947 | DSDI3  0.933
DSD02  0.944 | DSDO8  0.963 | DSD14  0.955
DSD03  0.966 | DSD09  0.960 | DSDI5  0.957
DSD04  0.966 | DSD10  0.958 | DSD16  0.932
DSDO5  0.968 | DSDI1 ~ 0.960 | DSD17  0.952
DSD06  0.964 | DSDI2  0.966 | DSDI8  0.953

gkt T, [EIN 454 PAD JGi, Feilt 8 AMEHIE
Mz B Hob 1, 30 13, 150 18 (4R R) Si¢
FIRTFAE; 6 (AT, 9 CEFRR) SIERIET
HAT: 4. 5. 19 (FEANER) SERIETHH; 7.
8. 12 (HEER), 16, 17 SUERE T H®, 10 (W
FERR ) 11 CREZEE). 14 SIERIE TR, 2 Sik
WA RPN, (EERTIAPEF LR A4 BRI
FNZ AT E, AR S A TR AR i,
D SR PR AT BE A2 T IR R S A R I LR A
], 38 RV H IR 22

A

24
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B3 BIRIRA X REESYREEX REEI L

Fig. 3 Comparison of reference HPLC of each decotion pieces with the material reference
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Table 3 Ratio of material reference of DSD to characteristic peak-to-peak area of each decoction pieces

e T AR HHXT U T e T AR X e T AR
e B HER B8R i HE ¢%E§ FRZ $%F§ s I HER A4 i HE ﬁﬁﬁé FLIRZ #%Fé
ezt B HE 3 He
1 / / / 383.94 / 707.74 1.00 1.00| 11 /34782 / / / 364.89 1.14 1.25
2 / / / / / 1908.31 / / 12 / / / /31480 210.05 0.13 0.12
3 / / / 134.60 / 189.61 0.35 0.27| 13 / / / 8581 / 10253 0.22 0.14
4 49631 / / / / 746.43 1.00 1.00| 14 /[ 196.72 / / / 167.48 0.65 0.58
5 155.74 / / / 539.57 031 0.72 15 / / /7193 / 92.89 0.19 0.13
6 / / 150.41 / / 192094 1.00 1.00| 16 / / / /289.51 111.38 0.12 0.06
7 / / / / 1637.051317.47 0.68 0.74] 17 / / / / 95.02 84.08 0.04 0.05
8 / / / /239711177844 1.00 1.00| 18 / / / 8645 / 47.62 023 0.07
9 / /250286 / / 385.82 16.64 0.20( 19 3384 / / / / 51.75 0.07 0.07
10 / 304.95 / / / 290.90 1.00 1.00
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B2 (9 5§, LL4 SIS IRIERTE) 5 S, L1
TSNS RGN AR (18 Sid), N RE
SR 2 B e e RS AR R A B 2R
i RN K
2.4 18 #it DSD YIGEEEIRER T R ENERE
BEEEXARMR
241 ®iE%fF  Merck Purospher Star LP RP-i3
Endcapped it #f (250 mmX4.6 mm, 5 pm); i
ENAH N CHE-0.05%BER K L, FREEBERL : 0~ 14

min, 16%~19%Z.fE; 14~20 min, 19%~25%Z
fi&: 20~30 min, 25%~35%Zff&: 30~40 min,
35%~50%Z.J5; 40~50 min, 50%ZME; 50~62
min, 50%~65%Z.fi5; 62~63 min, 65%~16%.
JiE s AR E 1.0 mL/min; A&7 K 230, 250, 287,
316 nm; FEi 30 C; HEFFE 20 L.

242 RENERBEEPW S DTS H R
FIZEIR . WIEERR. AERCEE. H R, 4H°Ffe R xR
nniE L, REEARE, 0 R R B 4 0 A
390.72. 70.44.9.79. 8.88. 20.40. 135.60. 7.04 pg/mL
(PITR A X)Ll VA

2.4.3 MHASERHIE F “2.2.27 TR AR
IR )28 77

244 LVEXRZRFELE  BUNFE R RIRE B
B R IR IR, SR “2.4.17 TN il A HERE
Mg, DRSNS (XD, MBS
(), hlbsEth &It ERIATRE, R mE 4
Fiw, @ERRWATLE . B IR, WA,
FERZE . H BEBRRANGH - IR 357575 H e 3 Rl P 4k
PHERRRIF.

&4 DSD YIREEDRIFMER D LM R R MM R EERER

Table 4 Methodological study on linearity and reproducibility of indicator components in material benchmark of DSD

N | Ltk Rt SR, RSD/%
EVEpyE 22 VE Fl/(ugrmL ) [ /%
ISESN=3 Y=1483 691.74 X+40 821.94 0.999 9 24.42~390.72 97.07 2.6
HEH Y=2 686 941.51 X+22 015.77 1.000 0 4.40~70.44 100.52 24
] 2 iR Y=4517 962.00 X+21 290.56 0.999 2 0.61~9.79 95.84 2.8
RIEERR Y=7824167.73 X+8 454.69 1.000 0 0.55~8.88 97.31 1.8
T B Y=10 745 529.93 X+27 935.08 1.000 0 1.27~20.40 100.62 2.3
HHER Y=895960.27 X—2 069.69 1.000 0 8.48~135.60 95.44 2.5
RSN Y=1423 450.48 X+3 224.04 0.999 9 0.44~7.04 102.48 2.9
245 FEEEESE QA —#t DSD ¥ HE  FEREFMESEN RSD HA AN 2.20%. 1.50%-

(DSDO1), ZMg “2.2.27 TN J5 ikl 4t i i Vi
14r, % “2.4.17 WU EIEEM, ESHEEE 6 K,

A, HEE. PIBIRR. RERR. MR, HE
PR A2 o IR I T AR Y RSD {4 518 0.13%.

0.21%- 0.63%- 0.24%. 0.31%. 0.23%. 0.76%, %
AN AR 2 B R AT

246 HEMWHELZR HUFE—Ht DSD )i it
(DSDO1) 6 15, S8 “2.2.27 T T J5 i) & AR i
T, % “2.4.17 T Bl 2 AR RE I, ATZGHF
HHEE, PSR, WEERR. AR, H R A4 -

1.90%- 1.50%. 0.97%-. 2.00%-. 2.00%, #*WHiZ%J7
LEE R

247 feEtFE% HUE 4t DSD )k ik
(DSDO1), ZMg “2.2.27 Wi N J5 ikl £ Ak i s i
117, % “2.4.17 OUNEGIERM, 55 nfERIFEE 0.
2. 4, 8. 12, 18, 24 h AT, ~JZ4H . HHET .
FiZEIR . PIRERR. AR, H R AIGN g R I&
FLH RSD 435114 0.09%+ 0.19%-+ 1.20%-. 0.19%-
0.71%-+ 0.17%- 1.50%, PR THIERAE 240 N
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2.4.8 INFEEIUERFELL RS IO AR bR s
&M DSD ¥fi3EnE (DSDO1) 3 mL, 3t 6 1,
Sy — & BRI, SR “2.4.37 TR 7k
il 2 A I, DI R TR SR bR S i, T
HOINRERIMCR, 450K 5 Fis, AT H AR,
BTERMR . PIRERR. RERCEE. HOEERAIAN = fe & rn
FEFSCRIIAE 95%~105%, RSD 1IN T 3.0%,
T B R AT

2.4.9 FEAIE REEAERRRTT KA PiEls
PERC ISR, % CREZH) 2020 FFRE, K
Fr - B T FR AR B 1 S ek A SHE, S5 R
W 5. R 5 S5 A, 18 it DSD Yy vk
FEPRME R AT 2N 2.04%~2.75%, T8RN
85.15%; FIELEZ A 0.057%~0.073%, RN
110.74%; #4HFEHE A 0.030%~0.048%, T
9 11.08%. MRAEAICHE, AR EE R
T w1t B 20 5T 5 70 0 e A 30 R4 ) A 3B 1)

70%~130%, AHFFeH 18 ik DSD )i AT 2
T BTELRL A1 F G 2 o 2 R R 2R IR 11 70%~
130%, MATZIF . FIERER . 4H=F AR & 6 #8 k4T
5347, DSD YL E il 4 T 24208, ANEHLR
JREMEMATZG . BTERIRR . AR R R T &2
K, UEIASZEG AT, AT 4HE R R R
YL HER 45 T2 T LASZEL DSD A 251, BBl
. el R S EfR e fid.

R =wW
w RN R AE TP IR RO B W RO TR bR
FRAY ) £

DSD i F et AR A 0.022%~0.054%,
VI EERL 2N 89.28%; KN 0.055%~0.105%,
IR R 4.12%; HEH N 0.42%~0.85%,
PIFEZN 65.37%;: HHEIRHN 0.95%~1.65%,
PP 41.15% . Hh 3 bR o ot b H R
HERR. WEERR. R &5 HOR A HIME T

&5 DSDYREEFIIFHSSBREHBE

Table 5 Content and transfer rate of paeoniflorin, glycyrrhizin, ferulic acid, cinnamic acid in DSD

RHHI% HEF, BT BERR %

TR %

FER % HER% ERR%

M
i

i
B % bl
Wh HBE - Wh

Wit
HEZS -

M

fo EBE -

=

mR N

i
o TR e

Ul
f i

i e
Wh HHE -

gi 2

=

0.028
0.033
0.024
0.049
0.043
0.029
0.031
0.022
0.047
0.029
0.030
0.027
0.050
0.052
0.051
0.047
0.047
0.054
0.039

DSDO1
DSD02
DSD03
DSD04
DSD03
DSD06
DSDO07
DSD08
DSD09
DSD10
DSD11
DSD12
DSD13
DSD14
DSDI15
DSD16
DSD17
DSD18
FHE
ek

2.09
237
230
213
234
275
239
224
2.04
225
228
231
230
237
213
232
225
234
229

249
258
279
2,62
27
31
249
249
252
2.86
257
279
2N
273
257
279
279
279
2.69

83.04
91.93
82.50
81.38
86.01
88.40
96.01
89.88
80.85
1847
88.66
82.85
84.67
86.87
82.90
83.18
80.45
83.98
85.15

0.58
0.62
0.54
0.63
0.44
0.78
0.85
0.59
0.59
042
0.60
0.56
0.49
0.57
0.54
0.55
0.50
0.64
0.58

0.83
0.92
0.92
0.90
0.80
0.90
0.90
0.82
0.95
0.95
1.01
0.86
0.86
0.83
0.92
0.90
0.90
0.90
0.89

70.20
67.71
59.12
70.44
54.54
87.40
94.62
.71

0.074
0.089
0.063
0.070
0.057
0.074
0.074
0.052
0.083
0.075
0.080
0.059
0.073
0.071
0.073
0.073
0.079
0.083
0.072

0.057
0.073
0.070
0.061
0.004
0.063
0.060
0.061
0.063
0.064
0.063
0.070
0.070
0.060
0.060
0.072
0.072
0.072
0.066

12943
122.04

90.08
114.24

89.02
116.80
123.12

81.20
13124
117.28
127.12

83.60
103.11
117.64
120.87
101.25
109.79
11547
110.74

70.71
65.37

275 311 9.01 085 101 9462 0089 0073 13124 0.054

0.031
0.036
0.031
0.055
0.060
0.029
0.029
0.031
0.060
0.029
0.031
0.029
0.057
0.059
0.057
0.052
0.052
0.052
0.043

90.71
93.77
76.46
88.53
70.79
100.00
106.75
70.03
78.56
97.61
95.74
91.65
88.71
87.00
89.39
89.11
90.28
101.98
80.28

0.075
0.058
0.057
0.105
0.092
0.069
0.058
0.055
0.069
0.063
0.059
0.058
0.098
0.086
0.099
0.088
0.085
0.099
0.076

137
141
173
247

550
4.10
327
424
4.66
433
3.64
317
351
3.90
431
3.59
4.56
4.18
4.62
4.10
393
4.59
412

40.95
37.46
4148
4393
34.66
51.89
5243
50.87
217
34.65
38.86
35.87
31.08
4334
42.16
4123
37.68
39.99
41.15

0.041
0.041
0.030
0.040
0.032
0.040
0.044
0.036
0.038
0.041
0.048
0.036
0.041
0.046
0.038
0.038
0.038
0.038
0.039

0374
0382
0316
0.345
0310
0.343
0.343
0371
0.359
0.382
0.359
0.343
0.374
0.345
0.366
0352
0352
0352
0.354

11.01
10.81
9.63

117
1.18

2.85
271
295
295
295
2.96

10.50
10.79
10.77
10.78
11.08

215

1.85 1.2

2,04~ 249~ 7847~ 042~ 0.80~ 43.79~ 0.052~ 0.057~ 81.20~ 0.022~ 0.029~ 70.03~ 0.055~ 1.37~ 3.17~ 095~ 2.74~ 31.08~ 0.030~ 0310~ 9.63~

0.060 10675 0.105 247 550 165 3.16 5243 0048 0382 1337




* 6508

FES 2021FE 11 H B52% 218 Chinese Traditional and Herbal Drugs 2021 November Vol. 52 No. 21

70%~130%, H B HF FHRE B [ 7% 7% 2 R AE I E
70%~130%. BFFLRE, HREARMHLHA OR)R
W WAL E RS EL TR TSR
AEREMEZES, it A R H S A e bR
S REEFBARMEZFEFE, AT A H AT
FUGE RS 2R I U4 A — g o, Ak
M, PIRERR R B 78 H35ME 70%~ 130%471 (14t
R, FERTXT LR R A R H 00 PRI A e A A st A
BIE 70%~130%4, X$ERTES JEiE T DSD Y
SR o) 4 B, 1 e R s RO ORI R AR VG
BT 2 FH RS S RN A& o3 DR R AR5 &
35—, FasE, LABIRY) TR e T B AR
3 Wie
3.1 YIREERLFAEMK. FIEREIERE

(7€) 1 DSD JEid#E A “HH=M,
BER =W (), A=, =M, H5 K
(%), BE R, KE+HM (B, Bk, Pl
AT, BT, R, SECERFBUEN>Y, #E
JHRATZCRILA AT, EENARE, HE (K R
POHE, 1%~ 3 g 1 JHE& 200 mL, K& 25
Hréh24 g, WHE CRIRTIELY 2R, WEADT
3L CRLETEHLZG M. XD ADT 15
LR I AT R0 HT B 2 (R B A =
HIH AR KR BEG X AT . JEd. W4 & T
T ZHHT THETE, S HiE DSD Wi vk 4%
Hike
3.2 DSD ¥R HEHIKRREHIEHEER

A SIZIG AT O AR o 1) % (07 P B O 1 2
SR R KR BUAT UK. 50%H B, 60%FEE. 70%
FEE), $REURA] (154 304 45 min), FRELIZ (250,
350~ 500 W) H#HAT 7 AT ELE, L7 NMEbRER
PR R BV Fabn, B AR A ol VA T i
F/ITERLL 60% HEE N, AR (P 500
W, #ii# 40 kHz) 30 min.
33 BiERHER

SEESHTEA LR T ASE ] 2K (Waterss Merek
Hanbon) 22 7= [ €8 35 4% 43 BS RUR, XA R BIAH (2
JiE-7K « R EE-7K 250,05 % FR 7K VA £ 15-0.05%
FER KWL LI -0.1% R AU D » AN AT (25
30.35 COHOAFMAFME(0.8.0.9.1.0. 1.2 mL/min)
SEHHT T HEE, SR RILL Merck ISR, IRBIAH
R E-0.05% R K I, AR 25 °C CRAEEIRED
30 'C (EFEME), HFRERN 0.9 mL/min CRHIE

KD, 1.0 mL/min CE&EME) B, ARG 1A
VT, B RAF, HIEHERE, mNAER S,
OR] S e L 24 A o

KL AMG I 2850 DSD W5 Fe v At B T v
AT AP, A 3D B, REE RS A
LT 220, 245, 280 nm K FMAIERE, 4
HBHEHBIEEE. B, RSN, R&ike
220 nm FONRHIE EIVE R INEK o 2 Bar 2 sl E
T 58 Hpod i A Y K 45 B S T bn 1t oy i KR 4
W, A R 2 K%, 78 230 nm
IR 25 ATH B, 250 nm R e H EER, 287
nm FIEREERR . B EAEEE SR, 7F 316 nm
U B AR
34 KRR S5YREENFHEEILER

AUTARERREIENE, RRUEEEIMIE. R A
A GHSEAIIOH L S BRI, TACE AR R AR 1% A
AT RS S M RAEEIR, TE4JTRHE
P rp R LA R AR W TR A I . AR AR L) Sy o
M2, A8 32 BTGP R A B0 48 =it B — il 2 7
B Ml R LRSS, Ho, =wi a2 &mm
HOCRIA 10 F, DUEFRE S IC. FERR S
s wa k) A P N e N AR 295 7 = B e SN 7
PR SR T MR EORE R A A A e
S L DN B39 s N M. ve- U NG Y R D W
TR WM. PREERETFAEREERRS
HHIEARNHE, TIEABIZRE R . 755 L5+
A B g 37 A5 7 P A R R SRR AL I 5 T
[Fi) By 225 5 25 R S ) L R 2 i B Rl s 25
X DSD 425 AT B AR I R S
35 RESYREENIERER S EBERS N

DSD A FRIT MLEFERKIE, 75k
IE AR SR I 20U o BRI « FE R I . PAIRERR
AT HEEAERERNT, 4N R R
EZ ) ey, BAEVRE. g
FFEE HOE U8, k% ik 7 A& & v iRbrit
17 DSD Wi FEAES BT . TRbRIER S8 K
HRE R, KR BRI HE R I RS R B
B Rl R AT S, M % DSD )i stk
(3t A R AR &y S %, IR e HLRT A
I TR, s B R T R R 20 S S HE A 5
REG WEREARBRERS, IR (hHE
2 L) AR S RS B AR AR T, U
BIARRER NIy, — A TR, AREFFCR
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RO OAK B, WA B 2 SR USR5
Ko R HARR N B B A% 16 (1 i A2
TrEMURES, X HARIRTE S S R I AR
¥ R A A B [0 AN AR A RIS
4 g

W o v A2 22 A T I FU IR DG BREATTT, 2
iy & 57 77 S5 4 G2 7 1 — EUR AR ER22, )
o 1R [ v 24 C 7 R R AR HEA R — R, h2id
R bR, HobriE 32 B s T BOR R 250K R 1)
EHLE B T EMGE M, DR R
PER3, B 5T 3% FH R E 38 b= Hh 5 32 77 X 1 o) ik
ITHEE, SRS — 1 £ 7724 1 18 it DSD )
JRIEVETT ERT T, 18 Jit DSD W)k K A5 AL 3 A
RARER ST, RARMERL T e 8 2 R R 3 MH £ 30%
LN, RS T ZERET. B o DSD
YR 1 (1) HPLC HRAE B J 2 e b R 4315 =
SE N, ReSEIUN T Y S AR, B EA
G, A2 H B RSRAE, 7y DSD &
T3 A HE— 22T KB F B85 Bl

MBEFR HHGEHFRAREEF BT R
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