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W OE AWM. I AFTABENRERE, Fik KRR EEER(TLC)STH A F S )afe & B 3472 %55 KA &0kt
&k A R PR A A R R IR 0945 &4 ) Kromasil Cis, BN A8A THE-0.1% TR 7% (16:84,V/V) ,iwik 4 1.0
ml/min, %0 % % 4 330 nm, AR A 30 °C. &R 524G 8 TLC BEEEEW, 55 B4, B BA T, HkEimeisit
M AL ) B AR E 2ROME TR B ) 4 0.055 44~0.277 2 pg(#=0.999 4) .0.055 98 ~0.279 9 ng(r=0.999 5) s 45 % B A8E 4 & H MK
B89 RSD<3.0% ; An A = & 4% 4 95.62% ~100.53% (RSD=1.77% ,n=9) .95.63% ~102.57% (RSD=2.74% ,n=9) , % #:
AT RITIEARET A T A7 TAY B 6 R A2

KR A TAVEE BRGSO R AR AR

Study on the Quality Standard for Fufang Ningshen Granule

HUANG Yang',ZANG Wenyi’,MAO Chunqin’, LU Tulin’,ZHOU Yaping®( 1.Traditional Chinese Medicine Hospi-
tal of Kunshan, Jiangsu Kunshan 215300, China; 2.College of Pharmacy, Nanjing University of Chinese Medi-
cine, Nanjing 210023, China)

ABSTRACT OBIJECTIVE: To establish the quality standards for Fufang ningshen granule. METHODS: TLC was used for the
qualitative identification of Radix angelicae and White paenoy; HPLC was adopted for the contents determination of spinosin and
verbascoside: the column was Kromasil C,s with the mobile phase of acetonitrile-0.1% acetic acid (16: 84, V/V%), at'a flow rate of 1.0
ml/min, detection wavelength was 330 nm, column temerpature was 30 °C. RESULTS: The"FLC spotsiof R. angelicae and W. pae-
noy were clear with good separation, negative control without interference. The linear'range was 0.055 44<0.277 2 ug for spinosin (7=
0.999 4) and 0.055 98-0.279 9 pg for verbascoside (»=0.999 5) ; RSDs O precision, 'stability and reproducibility tests were lower
than 3.0% ; recoveries were 95.62% -100.53% (RSD=1.77%wu=9) and' 95.63% -102.57% (RSD=2.74% ,n=9). CONCLU-

SIONS: The standard can be used for the quality control of Fufang ningshen granule.
KEYWORDS Fufang ningshen granule; TEC; HPLC; Spinosin; Verbascoside; Quality standard
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(HPLC) [ i % 75 v A3 5 nse i B v 38 M6 B8 AR 1047 2
AT, AT ST S5 PR B R R R

* @ ARG, RS 2T
163.com

# B EVEE BRI . BESE TS 0 PR . AL - 025-
85811835, E-mail: meqb3@163.com

E-mail: 15962512022@

HEZED; 2016 455 27 5 30 1

1 w8y
1.1 {28

DGU-20A I HPLC 1%, f1 % SPD-M20A ¥l 5% ( H 4% Shi-
madzu A ] ) ; Milli-Q Intergral 7K 4ifk 2 4t (3£ [#] Millipore 2%
A ) 3 TY02S U5 AR B A RO Wi il Bl 22 A2 BR A F])
TYHD-60W AU 75 8 5 e (AL R RAG TH AR A R L )
%250 W, 4% 33 kHz) .
1.2 HR5EEH

87 e IR (R T R EE BE A L S 2 140901
140902, 140903, HLA% : 6 /4% ) 5 W iz o5 2 X B (dik 5 .
111869-201203, 4 i : 98% ) . B &5 46 B 4 X5 B 3 (3t 5 .
111530-201310, 4 ¥ . 93.3% ) . 24 0 &} B 25 4+ (it 5 .
120927-201516) | (A~ B # (4ik5 : 120905-201109) #41 H
PR 25 AL A R I s iR I G R (i TEE L
FRANED) s SN B it ol HeAa i onl 38 Ry oA &, K AR
4K,
2 HES5ER
2.1 TEMES5
2.1.1 M1 BUARM S5 g, i Z Bk 30 ml, #7540 H 30 min, 1§
i, MEZE T BRI N Z W | mlE AR VR R EER A AR 5
KB FRIBCY X 2584 0.5 g, At it i VR 1 4 T ik Tl 4 X6F
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MREGRI PR . 45 S D7 BRI IR AL J5 A 46 T2 A R 2 ) B
BREARE i, I F22 (31 5 8 T 5 5 3k o S B P o B i o
TLC #:[2015 4R r e 25 L) (PO )1, e B b ik 3 Mg
WA 10 pl, 2350 5 T A —REE G2 M B AR be- 2R &
B (4: 1, VIv) R JRTT5, e TT, B, st T, B 2041 AT (365
nm) PG SR BElah @k b, 785 X B2 @ AR
WA AR, BV BT, TELIE 1.

I 2 3 4 5
1 HEAMEREIEER
LA REEGRE 5 2~4. Gl ;5. FIEXT IR

Fig1 TLC chromatograms of Angelica sinensis

1.control medicinl herb; 2-4.test samples; 5.negative control

2.1.2 [A BUAS S g, M ZEE50 ml, #7554 30 min, J§
i U ZE T BRI K 20 ml A, A 20 ml /K40 R0 IE T
FEAT AL, 3 )2 SE R E T BRI, 45 s TR 20 mL/K AR A1
IE T EEF A 20, 59 2 UROE T BER, I 50 ml 208 Rk
o2 R T TR T R RDGE T, INA B 1 ml
Z0 AR SRR AT X R 2584 0.5 g,
F bR SR 25 i A X BRES AV TR . 5 5 R P R
A 5 R £ T 200 A i s B B O, I 1 R TR
il 8 1% ) BR P % B . #¢ TLC P [2018 4Ehid rh [ 24
) (O3S ) 1558 , W I L 3 3 B AR 10 wl, 2 31 T R —
FERE G JZ M I, DL Gl H - & R - F - R (40 : 5.
10:0.2, V/VIVIE) KRG, R F U 05T, W5 LA 5% 5
Bt BR VA L 5, 105, 9C T4 0 68 S5 BT 0 3 A , 2 H AT AR .
2 I, G o, 76 50 A2 b i AR DL B L A R B
CBE S, B BT T, PRI 2.

SR
-

~

L - s & !
1 P T P

12 3 4 5
E2 BAR#EREEE
LY IRZAHE ; 2~ 4. A3t 5. B0 i
Fig2 TLC chromatograms of Paeonia lactiflora
1.control medicinl herb; 2-4.test samples;5.negative control

2.2 S=ENE
221 @SS Z2sEAERE @35 Kromasil Cis
(250 mmx4.6 mm,5 um) ; s : ZE-0.1% LRI R (16:84,
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VIV) ;i : 1.0 ml/min; BE0)% K : 330 nm; A3 : 30 °Co 7 Eid
EFESIE T BB I B it ZAB S eI | =3 000; 4%
B HELR A B R, i > 1.5, TEILE 3.

0 20 H
1 1 _ 5 |
EL A Z10 2
s 2 5
Y
) - 0+ -
0 5 10 15 20 25 0 5 10 15 2 2%
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i’ 2 1
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0— ol -
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E3 BHKERIER

AJR A% B B ; CLBRER A A B M T IR Dl 5 1 [ 2k
X RE S LR i 2 2 B AR T

Fig3 HPLC chromatograms
A.mixed reference substance; B.test sample; C. negative control without
Ziziphus jujube; D. negative control without Rehmanniae Radix Praepa-
rata; 1.spinosin; 2.verbascoside
2.2.2 RGNS AT A U e v FO G e,
T 10 ml b, 0 P A AR O A 2, A A 3R R Rk
0.98 mg/ml A4 X IR it It 48 W8, MR B AEME T 0T IR il o R
FRAE , IS ARV i  AFSEEE AR BT k2 1.04 mg/ml (1
Xof BRI 2 W 0 Tl U ST BV R B AR X R
S, B [ — 5 ml R, 0 80 9% H R E 75, 15 BT K
VBRI S AR T B vk B 400 27.72.,27.99 ng/ml AR5
X LA
2.2.3 PSRBT IO S E AL DR FRIRLS g A
FRGE , BT HIEHEIR I K5 %1 80 % HY B 80 ml, %5 %8 , FRE
J AL R P AL 3R 40 min, B B0  FEUCRRE IR, H 70 9% R R
RIS Y B, A, U, MR, DA
2.2.4  [IPEXT ROV IO A F ST BERBORLAL 7 AR 45T
203 S A R A A Y B B MR D4 2.2.37 0
TN IT 3 R R A A Y B B R
2.2.5 RPERRFLE pRNEEERC2.2.27 00 T REG XA
W 2.0.4.0.6.0.8.0,10.0 pl, ##“2.2.17 Wi | {0 ik 24 JERR I
B ICSIETER o DA B 2 B ST R (x, ng)
ApbR TR () RPN AR AR BEA TR [ U, 45307 K v R A B
A6 B 11105 5 #4351 h y=2 352 704.25x — 2 801.30 (r=
0.999 4) .y=1 416 279.37x—6 117.00(r=0.999 5) , Z5H £
W 307 e o 2R R B 8 A R DU A R M L A3 S
0.055 44~0.277 2.,0.055 98~0.279 9 ng.
2.2.6 REHIEIRE  HCU2.2.27 500 TR A X B A O B 1
“2.2. 17U g S AR SRR A 6 IR, D SRR . 452,
$r iz 3 R R B AR T 04 18T B A RSD 4351 4 1.04% . 1.26%
(n=6) , RVUAHE 2 BE LA
227 FEEMIKE  Be2237 00 AL M AR (IS .
140902) it , 4353 T2 it T A8 0.2.4.6.8,12 hif4£42.2.1”
TR 5% 25 AN E i SR AR . 2521 I RO R B
TEREFF I B RSD 43 51K 2.31% . 1.49% (n=6) , F B it
SRVERTE 12 h NEARTEE
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2.28 FEMERKE K ARIUR —HRE B (L5 £ 140902) i&
422,37 T kA SR AR, 3R 6 1), PR 2.2.17 3
TGS SRR A O SRR TR, 255 T R B
T (4 2 B 290843 314 0.066 98.,0.042 37 mg/g, RSD 43+l
N 2.656% .2.11% (n="6) , FRYIA T iEE LML RAT
2.2.9 JMAEERNECRREE IS AN AR S (IS £ 140902) 38
i, L6 4y, B 2.6 g, A BIMAIE b R R TR i R R
BEACWETE X HE A, 92 2.2.37 300 R vk i A AR VA TR, T
“2.2.17 BT E g A HERE DN R | T SR 0 TR AR R [RDli
RUERLE L,
F1 WEEKERRIRLER (n=9)
Tab 1 Results of recovery tests(n=9)

(i G MAL, T, IR PR RSD,
{ ,mg mg mg % K, % %
g 0.1671 0.1333 02985 9857 9792 171
0.1676 0.1333 03016 100.53
0.1679 0.1333 02998 9895
0.1678 0.166 6 03342 99.88
0.1676 0.166 6 03269 95.62
0.1680 0.166 6 03293 96.82
0.1673 02000 03586 95.65
0.1676 02000 03631 9775
0.1673 02000 03624 9755
BRI 0.1057 0.0842 0.1889 9881 9881 274
0.1060 0.0842 0.190 6 10047
0.1062 0.0842 0.1872 96.20
0.106 1 0.1053 02141 102,57
0.1060 0.1053 02067 95.63
0.1063 0.1053 0.2089 97.44
0.1058 0.1263 02348 102.13
0.1060 0.1263 02269 9572
0.1058 0.1263 02325 10032

2.2.10 FRACGTEIE S HARGE B 9 2.2.37
7 A A R, T 220 I A SR R A
TR T AR I 2

K2 H@MEBMNELER(n=3)

Tab 2  Results of contents determination of samples(n=3)

e _ ik _ ERIERH

L, mg/g RSD, % W, mg/g RSD, %
140901 0.068 42 189 0.03951 203
140902 0.066 98 265 0.04237 211
140903 0.063 26 254 0.041 48 173
3 it

3.1 1REUAFIMIERE

R Ay v T P A3 AR P | S v 1 42 5% LA H ALK
VE R BRI ), A SR I 40 min, 455 & PR, KSR IO 24 5t 45
%, THu ™ 5 FEXT R 60 % .80% 100 % FF 243 Il /E
R HEIUEE T, A BN 80 % FH I 45 A 43 (4 $ BCR AR X 1y T HoA
PRFR B0 H RS, FBLAEIZ 550 N 45 U4 Y B IR B0 20U 8
R, A a6 de 25K FH 80 9% HH AR R R B 711
3.2 MEKAERE

i e v 28 B S AR T 1 e KRS I 4 4301 o 334,335
nm, AR P BEE RN K 334 nm, BIVATH 2 0 R B
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SEAEMTT B 2 2R, PRI 2 25 S i MRt Pk
3.3 MENERERE

25 CHR[9-10], AR H R T CNE- LIRS NG -WR
VW CIE-K AASTR B i s 25 5L . 5 o, 2
CIE-IK A TR ANAHET , Rl oW T 45 25 5 SR FH 21 -0..1 % T R
WO I S A BT, 7E 334 nm KA X SELE T SR A &
5-0.1% LRV AT R shA s 45 AW IE KL, oy B R+ >
L5, W 2 52 LA O NE-0.1 % LRV AR I8 0 i sliAH

HR A s Y S A AR 2T, AR R TLC 3A %
J5 AR AT R T T R S, A3 B OR R AF 5 SR HPLC
TR RIS Xt 2 T A R P T R o R A B AR A T T i

ot

g BRI AR SCR B s v AT T A T R MORL A S5
EE

R s T eh B B S 5 T b )
S 3Lk
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