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Quality Standard of Shuganyipi Granules
YAN Ruiqi, LI Jianming, GU Lihong , HOU Huichan, YUAN Zhenting
( Guangzhou Institute for Drug Control - NMPA Key Laboratory for Quality Evaluation of Traditional Chinese Medicine, Guangzhou, Guangdong, China  510160)

Abstract: Objective

5

To establish the quality standard of Shuganyipi Granules. Methods Thin — layer chromatography(TLC) method was
used for the qualitative identification of Artemisia scoparia in Shuganyipi Granules. High — performance liquid chromatography (HPLC)
method was used for simultaneous determination of schisandrol, schisandrin A and schisandrin B in Shuganyipi Granules, the chromato-
graphic column was Thermo Hypersil GOLD Cis column (250 mm x4.6 mm,5 pm),the mobile phase was methanol —0. 1% phosphoric
acid solution (gradient elution),the flow rate was 1.0 mL/min,the detection wavelength was 217 nm and the column temperature was
30 C. Results TLC spots of Artemisia scoparia were clear and specific. The linear ranges of schisandrol,schisandrin A and schisandrin B
were 12.7 -2 506.5 ng,7.8 -1 252.2 ng and 10.6 -1 688.9 ng,respectively. RSDs of precision, stability and repeatability test were
less than 2.0%. The average recoveries of schisandrol,schisandrin A and schisandrin B were 99. 68% ,99.96% ,100.73% (sucrose —
free) and 98.09% , 100.62% , 100. 60% (sucrose — containing) with RSDs of 0.85% ,1.06% ,0.85%

0.43% ,0.73% ,0.50% (sucrose — containing, n =6), respectively. Conclusion The method were simple,stable and reliable, which can

(sucrose — free, n=6) and

be used for the quality control of Shuganyipi Granules.
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LC - 20A 7 = 0 AH 8 353, f 45 SIL - 20AC H
I FELR L CTO - 20A IR A L SPD — M20A K il £ il
LabSolutions 1% T/E#5 ( H 4~ Shimadzu 23 1)) ; XP26
F1 XS204 B Hy 7 ROF (Fi 1= Mettler Toledo 2 H] ) 5 fif Ji¢
G60 T8 2 i A (F2[E Merck 23 7)) ; Elmasonicp P300H
R A (7 Elma 23 F]) o
1.2 iK%

B R X6 B8 25 81 (HiE45 R 120950 - 201608) , T Bk F
Pt FE G R (A5 R 110857 - 201815, 588 99. 7% ),
TR F B ZE X BE i (LS 110764 - 201714, & & K
99.3% ), TR T £ X B 5 (JiE5h 110765 - 201512,
TR 99. 0% ), YW [ H FE A 2 R E A B 5 T
JF %5 R B0RE (M1 A &), i ST K& S2; M2 A #] L #it s
S S3 -S7;M3 Al SR S8 - S12) 5 H ik ik 4,
AR Ry A el AR 4K
2 AEEER
2.1 TPk TLC £351

HURE S 10 (B EpERL) 8l 2 o (JOERERL) 40, Jin
FI % 30 mL, #75 (ZhZ k380 W, 4% &y 37 kHz, F[A])
AbFE 30 min, JEIT, PERIE LS £ 5 mL, B AR E .
3 WU BR X REZ58F 1.5 ¢, K 30 mL, BT 60 min, J&
i IR ZE T, BRI I B 30 mL, 8 A AL HE 30 min, JE
iF DB ZE T, BRI I B 2 mL (AR, BDASRERE 24 k4
VTR o T3 LSS 47 IR 10 S P A o, 4 At Y R 8 7 T
] 8 BF P 0 B VA W o 3 2015 AR B rpr [ 24 i (U K ) )
(38 W 0502) TLC #3580 , 7E R Ry 20 °C AHXHRE N
58% AT I b I A TR 2 ~ 4 L B0 BRZG B
VU B BRI IS 2 L, 20 0 T A —RE IR G
JEM L DARR - ZFR TR - B (5:3:2,V/V/ V)R
JEFFF, JRTF B BT, B 365 nm ERAMEIT IR .
MBI T AR A TS 7 5 0 BE 2RV T T R O o7 T
SRR TR A € 1 2 ' R B AT B X BT T T LA 1.
2.2 ERFEENE
2.2.1 BiELAN

{4, 3% #F . Thermo Hypersil GOLD Cis #E£ (250 mm x
4.6 mm,5 wm) ; s HEE(A) - 0. 1% BERIE T (B),
FREEVBENR (0 ~ 15 min B} 56% A, 15 ~ 25 min B 56% —
75% A, 25 ~44 min B} 75% A) ; 3% : 1. 0 mL/min; £
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1. Negative reference solution

3 — 14. Test solution(batch number:S1 —S12)

1. MM B &R R

2. Reference medicinal materials solution

Fig.1 TLC chromatograms
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B A T VR T 8 B X R VAR
2.2.3 FEFEE

RGeS I R IR 2. 2. 2 TUT 3 A ik &%
T A 2.2, 1 BUR S AR E o 25 R B i
LT A X8 FR G VA VR € T R AL A R Wi
BHAEXT BTG T o B AR A5 e vt FR e MG T
3000, 40 BSERT 1.5, 340 B BT R ULIA 2,

LRAMER R EE I3 AT IR I RS E AR, I
Pt il B AR T RER  HR T R R T R R T
4398 0. 250 6,0. 125 2,0. 168 9 mg/ mL HITR A Xt I8 &
TP 8 W, 5 T BSOS () JO o Wk B85 1 R 4 TR 5 %o R TR
A 9 RECBORE € 35S, AR I A o DA A5 1 00 1T R 90
Ar R (V) EREEE RS AR bR (X, ng) FEAT R 11T, 5] 1
Ji R MM I LR 1,

K 8 P - I R v B (RO e L R
H 2 R HOBR - & K o ok B 4300 R 49. 790, 9. 985,
14. 964 wg/mlL) X BE L, 442 2. 2. 1 T T (i 454
LRI E 6 W, 10 SR A R 45 R R RE | LR
THEMAEKTZEMN RSD 53 5%]4 0.03% ,0.09% ,
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1. schisandrol 2. schisandrin A 3. schisandrin B
A. Mixed reference solution  B. Test solution  C. Negative reference solution
Fig.2 HPLC chromatograms
F1 HUEXRERER(n=10) ARG RS 10 g(LRERE Y, it 520 S7)
Tab.1 Results of linear relation test(n =10) 55.0 g (4 e A 0 S S12) 4K B 17 ) 45 kit
0 Airi R RBRAGD e ), K 2.2 100 F G A PR R E
ﬁ"*%ﬁ%: Y1 =58508263.27 X, +28267.80  0.9999 12.7~2506.5 %jﬁj}%&*ﬁﬂﬁﬁjqjﬂ%%@%\ﬂ%%@%\ﬂ%%Z
EA < 1,=62604470.91 X,+17958.76  0.9999 7.8~1252.2 N
R ' Ko E 90 0.564 3,0.090 7,0. 141 4 mg/g, RSD 4y
Z%RFLE Vi=61782724.16 X;+13120.51  0.9999 10.6 ~1688.9

0.08% (n=6), RMIEHEHE R,

FaE MR - BURE & 1. 0 g(JCRERRL, $1L 5 S7T) Bk
5.0 g (FRERI LS Ry S12) , Mk il 25 il i B
Iy e SR R R 0,4,8,16,24,30,36 h 4% 2. 2. 1 T R
N S C ST s M N S TN N S el e |
Wk F 2 ZWETE RN RSD Y/NF 1.00% (n=7), Wit
AR IR T 36 h IWFE .

BN 1.40% ,1.40% ,1.50% (n =6); 7 FEMEBURE 5 o
R TFER LR TR IR TR ED N
0.127 9,0.061 6,0.087 8 mg/g, RSD 4354 0.67% ,
1.51% ,1.48% (n=6) KA L EEERIT .

AR DGRBS - BC RS B RE AR 29 0. 5 g (TR
RFN 2.5 g (B HERERL) 45 6 10 WG HFRE , 43 BIAE %
ATRA T B S T 50 mL, AR 3 il £ Atk i v T, R
D TR ESCR 25 R 2,

®2 MEEBRELER(n=6)

Tab.2 Results of the recovery test(n =6)

. H o4 E (mg) AwAE(mg) M3 Z (mg) BB (% ) X (%) RSD(% )
4
Z
RERBE  AEBE AESE AEBEEY AEBEY AEBY AEEBY SEBEY LERY SERE  AERE AERY
AvkFET 02828 0.3207  0.2834  0.3208  0.5669  0.6356  100.25 98.16
0.2827  0.3201  0.2834  0.3208  0.5674  0.6351  100.46 98.19
0.2831  0.3200  0.2834  0.3208  0.5637  0.6326 99,01 97.44
99. 68 98.09 0.85 0.43
0.2832  0.3201  0.2834  0.3208  0.5675  0.6337  100.32 97.76
0.2839  0.3199  0.2834  0.3208  0.5664  0.6354 99, 68 98.35
0.2865  0.3200  0.2834  0.3208  0.5652  0.6364 98. 34 98.63
EkFPE 0.0454 01544 0.0456  0.1631  0.0914  0.3166  100.88 99. 45
0.0454  0.1542  0.0456  0.1631  0.0914  0.3184  100.88  100.67
0.0455  0.1541  0.0456  0.1631  0.0907  0.3180 99.12  100.49
99.96  100.62 1.06 0.73
0.0455  0.1542  0.0456  0.1631  0.0915  0.3179  100.88  100.37
0.0456  0.1541  0.0456  0.1631  0.0910  0.3191 99.56  101.16
0.0460  0.1541  0.0456  0.1631  0.0909  0.3198 98.46  101.59
Z%FLE 0009 02201 0.0710  0.2345  0.1429  0.4559  101.41 100. 55
0.0708  0.2197  0.0710  0.2345  0.1427  0.4546  101.27  100.17
0.0709  0.2196  0.0710  0.2345  0.1420  0.4556  100.14  100. 64
100.73 10060 0.85 0.50
0.0700  0.2197  0.0710  0.2345  0.1430  0.4541  101.41 99.96
0.0701  0.2196  0.0710  0.2345  0.1427  0.4568  100.85  101.15
0.0718  0.2197  0.0710  0.2345  0.1423  0.4570 99.30  101.19
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2.2.4 HEEEINE
12 AR, FEHEIRC 1 48 AR A s i A
PEREINZE , LASMRETH I & B 4R 3R 3,

®3 HRMEENELR(mg/%,n=2)

Tab.3 Content determination of schisandrol, schisandrin A and
schisandrin B in the samples(mg/bag, n=2)
5 ARFRT EAFTE ARTLE | KT ERTERY E4FPVE EhFld
S1 0.28 0.02 0.03 N 111 0.18 0.28
92 0.28 0.02 0.03 S8 0.27 0.41 0.76
S3 .22 0.22 0.36 89 0.32 0.52 0.91
S4 1.08 0.19 0.33 S10 0.34 0.43 0.97
S5 1.06 0.19 0.32 St 1.67 0.66 0.95
56 .22 0.20 0.35 S12 1.21 0.64 0.91
3 ifig

PR A T 2 BURORL 5 v R 24 4B H RS Al AT
v P 38 6% 25 R 9 S 003 H L 2015 4F R [ 2
(— 305 ) ) v T 288 47 IR 0 Ay 400 T4 W R 6 47 I o i 300 38
SER IR AT A 0 A B BR AR S R T
20, X BRZGA R UK 2 J5 BEFR A A By vk R IR
AR, R E R T AR KR
A (B PR REIR G AR I AR B R G AR FER e
fiE S Geo B, AS AR BE (5,20,30 °C ), A [a] AH X 18 B
(32% ,58% ,88% ) XF 45 I FE M o 245 F BN , 76 (O AR
Tk E P X BE A AR — i AR A, AR T vk R i A i e
SR PR AT

T 5 H 43 01 5 5% Tﬁgﬂﬁ/j&(ﬁfﬂ%m [H] 7 42
B, $REE T (R E0R 100% 75% 50% B H AN
=), SRR A (30, 45,60 min) X 3 Ff A S R K
B AT FE R BRI 25 SR R, L P SRR 75 R 30 min (1)
RCRER i, FLPE U [B) 38 B, 50 2 B 1 Jr i o % 1
A

2015 4F i Crfr [ 25 i (— 35 ) ) Tk 75 I 1T
0 3 K A 250 nm, BOAS T B0 R B AR B S A D
#i, 1E 190 ~ 400 nm Y B HEA T34, 45 R R, 3 Fh
X AR AE 217 nm F1 250 nm KA S R, H T
TR 2 R T 2 R AE 250 nm K AR i R AE S , ik
ST SE 217 nm VAR K

F T B TAR T Aol o 428 1) ) 1850 2% AN A ] el
S LR TR N R 3 i 2 S K AR S T Y
HPLC 7 ] F T[] B 0 2 7 i 4 RSOk 3 AR g 2=
K&t I I TR ERS N T LR A8 R K
S3HCE A R TN O LR Y 4 TR BT 40
— [ WD HE A5 FE PP 2 it ol B o 1 — Bk

g5 kR A5 T A Sy I R R A oA
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