gty "r (ﬂ ;;f; Y 2024 45 J1 5 H 55 33 45 9 W)

Inspection and Test China Pharmaceuticals Vol. 33,No. 9,May 5,2024
th[E 4y 252 R932;R284.1;R286.0 XEFRERD: A XEHS 1006 — 4931(2024)09 - 0106 — 04

d0i:10.3969 / j.issn.1006 — 4931.2024.09.022

K BBRBBRERETRR
MW T KEE B B, 0 W RAE
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WE: BN 22 EABFLIREORTAAFE KRR EESEAFH A P 2K O 2F e 8 i 5 A AT 2R R A & 2k Ae
G kM F ABrER B 696, 634 % Eclipse XDB — C,, £ (150 mm X 4. 6 mm,5 pm) , %3048 % T - 0. 1% #a 5% (23:77,V1 V),
Ak 1.0 mL/ min, ARk K A 286 nm, AR A 30 C, A 10 pL.ER HEE SR SFN, LIRS BATH. B B W
HHFLE0.0624~1.248 ug EE A HS EREML X RZRIF(r=1.000,n=5) ;B E ALk TEMLKIELRE RSD ¥ )T
2.00%(n=6);FH=EKEA 107. 61%,RSD A 4.28%(n=6) .5 b P AME BAEFAH 1.09~1.32mg/ g & #7xt 5
WAF R A, TR T ERATEFAG R T8 T KA FLBE P AR B 94 F 8 RMET 1.0mg/ g.
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Quality Standard of Qilong Huoluo Granules
WEI Ling',DING Xiaofan',ZHANG Heting',CHEN Hao’,LIU Chang',XI Yongkuan'
(1. Fuyang Hospital of TCM ,Fuyang,Anhui,China  236025; 2. The First Affiliated Hospital of Anhui University of Chinese Medicine ,Hefei,Anhui,
China  230031)
Abstract: Objective To establish the quality standard of Qilong Huoluo Granules. Methods Thin — layer chromatography (TLC)

method was used to qualitatively identify Cyathulae Radix, Astragali Radix, and Spatholobi Caulis in the preparation. High -
performance liquid chromatography (HPLC) method was used to determine the content of salvianolic acid B in the preparation,the
chromatographic column was Eclipse XDB - Cj column (150 mm X 4.6 mm,5 pm),the mobile phase was acetonitrile — 0.1%
phosphoric acid solution (23 : 77,V ] V), the flow rate was 1.0 mL / min, the detection wavelength was 286 nm, the column
temperature was 30 ‘C,and the injection volume was 10 pL. Results The TLC spots were clear,and the negative control had no
interference. The linear range of salvianolic acid B was 0.062 4 — 1.248 pg (r = 1.000,n = 6). The RSDs of precision,stability,
and repeatability test results were all lower than 2.00% (n = 6). The average recovery of salvianolic acid B was 107.61% with
an RSD of 4.28% (n = 6). The content of salvianolic acid B in five batches of samples was in the range of 1.09 — 1.32 mg / g.
Conclusion This method is specific and accurate, which can be used for the quality control of Qilong Huoluo Granules. The
content of salvianolic acid B in Qilong Huoluo Granules is temporarily set at no lower than 1.0 mg / g.

Key words: Qilong Huoluo Granules; TLC;HPLC;Cyathulae Radix;Astragali Radix;Spatholobi Caulis;salvianolic acid B
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% 2 W R TF ST 2 0, V8 TS IR T i 2 v T
G PRI R, PSS A RO S R IR ) 1
FHL L6 R BLLTAE 2 A B 32 F TR T I I 4
kel RS — PRSI 2GR T B A A ) 2
XF I PRI S G 15 Ay B b s i i 700 o, AR5
SR 2 55 (TLC) 36 38 18 )1 40 T X9 Il e E A 7
PRSI, R FH R 800 (3% (HPLC) 35300 2 112 vh 7
MR B Y& BLARGE AT .
1 5%
1.1 {Xs8

Agilent1260 11 78 =5 24 AR €515 1 (55 [E Agilent 2
Al BL A A RSN ZS (DAD) s MER ) MESS 7 it
F43 T K- (B Mettler Toledo 23 1), K B R+ T 43 2
—) 3 JK - DY300 %8 75 1 38 ks (A I8 4 vd JE ML
A BRI R 300 W, 4% 40 kHz) .
1.2 X%

PRI IR B X RE i (L5 4 111562 - 201916, 46N
96. 6% ) , X Ifil fif XoF FE 25 4% (H1L5- 2k 121173 - 201805) ,
JU A= e BE 2544 (L5 K 121065 — 201707) , B 16 X} 18
2kt (A5 21462 - 201705) , ¥ F b [0 5 25 ke
FE W 9T B¢ 5 B e T 45 ORE (IS Be i ), iS5 4 ok
220501,220502,220701,220702,220801) ; it i G ¥ )=
i (5 S AL T A FRA WD 41458 20220406) 5 18
kgl AR o ali.
2 HEEHER
2.1 TLC %3l

JUZF Jle =70 BURE 5 3 o, BIFAH, in Y 30 miLL, 8 A5
AR BE (TR 300 W, 55 2R 4 40 kHz) 20 min, 3§53, I8
KT, BRI K 10 mL (% , FH R < TR 3R 7 $2
2K B0 mL, A IF OB LB, mSCE I 2= 1, sk
TITER 2 1 L A0V A, VE SR 3 T 8 o BB T 2 T R 24
1 g, IR 15 mL, e A3t V5 Ao 8 D 3 il 4 o) TR
PRV I F A T T2 OR S 1 A= R R Ak T 254, il 4%
FFIPE X B2, e A3 ot Y8 W o) % 1k i 85 B o) TR
i VS VR o 4% 2020 AF R (1 24 M (DU ) )3 ) 0502 TLC
Pl , W R 3 R4S 4 pL, AT Rl — R G i
JEA L DA 2R - W e - TN - H R (8:4:1:0. 1,
VIVIVIV)REIFF, EIF B BT 8L 10% iR
LBV, 105 “CHNHR E BE 55 0 07 0, B 5L AT
(365 nm) T ARG o 25 F A i I (0 3% v, 7 S5 0 2y
HF VA YR T A I 67 S A ) € 1) S S B, L
XFHETC T LA 1 A

B RS 100 IORE i 10 o, AN, i B SO mLL, A RS
A EE (TR 300 W, 4R S 40 kHz) 20 min, 3§, 38
Z5T BRIEIN/K 10 mL A g, FK A IE T BEdR

1. BT PR S i iR 3 - 5B RIER

2. 3R MR
AN B #HE C Bhjk
E1 HEERIEE

1. Negative reference solution 2. Reference medicinal materials

3 — 5.Test solution
A. Cyathulae Radix B. Astragali Radix C. Spatholobi Caulis
Fig.1 TLC chromatograms

PREC2 W, BR 10 mL, A9 0F T B, i vk ik
3K, AR 20 mL, 372 2000, FHIE T B B 5 21,
B I PR I 1 mL el A A A AL A BB T R
2504 1 g, IV 15 mL, F A5t v VR A 8 7 12 i 8 XoF
PRI AL A T T A BUR & B e i Ay 241, il &
RF Mk XoF R 2 b, 42 L 3t s YR ol 85 12k ol 45 B e X R
ATV 4% 2020 4F hig r 1 25 #iL (PO )id ) 0502 TLC 7
TG, W I E AR 3 R4S S WL, 20 B S T — R G
R L A= e - HEE(10: 1, V/ V) R JRIFH, J#
FELBGE BT B AR R RS B S AMEKT (365 nm)
TR 4 SRR S S 7R S IR 2 M T
T IV S R (] € 1) 5 S BRE A, FLBA X R TG T
Yo TR 1 B,

XL -2 BORE B 5 g, BN, K 30 mLL, A
ARFR (TR 300 W, 4% 40 kHz) 30 min, 250 (5% 34
A4 000 r/ min)5 min, ;U FIE W, FH R OB IR 7 $E B
2K, B 30 mLL, A3 LR R, FH 2R £ BRI
HIZE T BRI 2R 218 1 mL AR , 1 kit i v
T o3 BOXS I B X BB 2584 0. 5 ¢, JilZK 30 mL, 7 30 min,
YT, UE W R TR BRI $E R 2 YK, 48 At i Vs A
B 7 Tl £ o R 2 b VS o 4 Ak Ty TS BUAS B R 1f
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B4 T7 24 il £ B X B 240, 4 A4t 3k o T R ) 45
12 1 £ BF A XoF B 0 9 T o % 2020 4 R Crp E 25 8 (g
#B) )i ] 0502 TLC 73R4 , W HL b3 3 P45 2 pl,
A3 5 F A — R G R b, IR Ot - IR TR -
VKBERR — HR — SENEE(5:5:0.5:0.5:1,V/V/IVIV/IV)
SEFER, I B BT L 5% B B G R VA VL
A 2R R A €5 I o s SR R VR i rp R S
HE 24 R V5 R € 1 A O 57 8 Sk L [ B € ) G BRE A, HL
B BT T PR LR 1 C

2.2 HPLC :MEABE B &2

2.2.1 @iEEMHERAEA KRR

{4+ : Eclipse XDB — C g #£ (150 mm X 4. 6 mm,
5 um) ;s WETH : 20 - 0. 1% BRI W (23:77,V /1 V) ;
W 2 1. 0 mL / min; K74 - 286 nm; #E7 : 30 °C; HEFE
210 pLo FISHEGE FH IR B 1T AT T 4 00012 - 14,
2.2.2 BRHE %

WP R B I G 12, 92 mg, K B PR E L B 200 mL
A N 75% WESEZS, H TR EE A 62. 4 pg / mL
A X6T i V5 U o BBURE it (4154 220801) 2 o, BHF4H L G 25
FRoE , B EIEHEIR D R %A 75% W BE 50 mL, %
ZEFRAE R, AL 30 min, Y, FEARE B R,
75% W BEAN AR IR 1 0 o, AT BB BRER R 1R N
PR AR AL T T WO & PS04 T7 258, il 4%
AN PSR B RE S e At T VR & T vk 4 B
PEXT BT
2.2.3 FH¥EFE

LIRS 20 B B 2. 2. 2 351 F o HE SR VA TR
MG T A T TP I A G i, 6 2. 2. 1IN £
TSR S o 2 R A R D AP R B
X HEG it Y5 VR A ) 7 B B ) Ak R R € 335 0, L 9P 2 ko
WG, R R L B R Ar . g B LR 2.

LMK RFE G W E AR, 50 5 W
2. 2. 2550 N PHBR B XS HR AR (BTt 62. 4 pg /mL)
1,2,5,10,20 wL, % 2. 2. 1300 A% 2 - UERED 22,
PERE B (X, wg) A AR bR TR RN (V) AR bR dE AT 2k 1
[, A3 m 5 Y = 815. 52 X + 0. 27(r=1.000,n=5) .
SRR, PR B HEAE R TE 0. 062 4 ~ 1. 248 pg JU [
PS5 AR L O R R A

WG 2 B 08 - B 2. 2. 2 TR X A R RGE L R
2. 20 VI (38 25 A B2 e RE I A8 6 YK, T s D T AR 45
B RSD 1 0. 36%(n = 6) , WL AAE % KT

e R < B[R] — it (it o 220801) # 44, 4%
2. 2. 200 Ry ikl A R i A T, 0 TiE 0,2,4, 8,
12,24 h 42 2. 2. VI €038 S5 A R AR I 2 , 90 SR D T
FLEERIIRSD A 1. 85%(n = 6) , RIS A WAE 24 h

108

U/ mV U/ mV
16 16
1
12 12
1
8 8
4 4
0 0
t/ min t/ min
0O 5 10 15 20 25 30 0 5 10 15 20 25 30
A B
U/ mV

16

12

8+

4

0

t/ min

0 5 10 15 20 25 30
C
1. 8RB
B. BriXeniaik  C. MM R SIER
B2 SHHHEBIELE

1. Salvianolic acid B

A, 3R SRR

A. Reference solution B. Test solution C. Negative reference solution

Fig.2 HPLC chromatograms

P ReE M R A

A MR HUR]—HE (L4554 220801 ) F i i 1,
KPR E AT 60y, #52. 2. 230 F 7 1 i 45 3l A o
WL 42 2. 2. 10N gk A R R |, T SR AR, I
B AR R B & N 1.26 mg / g, RSD
H1.92%(n = 6) , FW Ik E MR

TR ST < B 60 25 s AR i (L5524 220801)
2.0 g REBFRE AT 60, INTHE R B X R 75 T (i
R E 62, 4 g/ mL)25 mL, # 2. 2. 230 F J7 i 4
PO AR, 45 2. 2. 1 IR 3 SR AR AR 5 T SR U
TR, IR R S5 R L 1,

F1 MEEKGREER (n=6)

Tab.1 Results of the recovery test (n = 6)

HabE(ng) MWAZ(mg) NEFZF(mg) wkE(%) X(%) RSD(%)
2.5290 1.56 4.1724 105.35
2.5290 1.56 4.2062 107.51
2.5290 1.56 4.0829 99.61

107.61  4.28
2.5290 1.56 4.2521 110. 46
2.5290 1.56 4.2728 111.97
2.5290 1.56 4.2570 110.77

2.2.4 BHHEENE

WS4 (5439128 220501,220502,220701,220702,
220801 ) #F: i A5 i, RS B PR AE L 4% 2. 2. 230 F Jy kil 45
P TIA TR, F2 2. 2. T I T (gl SR R R 52 | 1 SR 0
T AR, JFH0A B it 4 SR i b PRI R B A 5 = 43 Ry
1.09,1.24,1.27,1.19,1. 32 mg / g. i & % &, IIT 1€
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T % 2 FURE H PHB R B Y AR T 1. 0 mg / g0
3 iTig
3.1 TLC %3l

BRI BR AR T /N IS T B R A T R 4T
16 A1 B 2R, HLB X IR OE T8, AH i 6 S Y
o 6 H ARG Y o A ) SCRR R B, 2R R PR
FRILLTALH AR A KD o) 4 B[R] 7 i L ER
35 v 2 B RS T () S T A P R L7 - 180 B R
PEYI A RN 2R IS 9 28 B4 A v 2 100 3R e ol 391 & 1Y
PR A5 AH X WR 1H S BOEE B R) A2 K, B B B
1, AL HEAT TLC %00 IR Rg B 1EAT TLC %50 Bsf [ 44 X6
I R 7S N CAR SR S =B AN SRR =S T N7 AN N iy
bR

TLC % 51 25 PR £ - B 5% v, 6 88 e i 445 Johr
IR PSS e s A Hoe AR A A
B AT TLC 200, A BN AR T 3 ES A9 IffL 7 TLC 3
S 03 BT, L BA M X R TE T B A G ) o) 7
o I A T RS X e 24 A o b L 2 ) b i TLC
S 0 T ¥ e R b S ) 0] A R B RS L (H R T
FELOL Ty B BB, MOk B AT S 2. 1 IR ik AT
Y o 38 3 2 BN R S A ek R Al ke B, v RORE G G i
550 A G AR BB 43 B 1 A I B A I
HFIPEXT BETC T4 . 2020 4F pR (b [ 25 3 (—3) ) 1|
A S R IR AR B O3 5 wL 5 ~ 10 pL.5 ~
10 L2073 3 2 58 s A R B, 16 e 3 4 ks v )1 4
T X0 LT SRR AR 3 ~ 4 L I LA B B B 5, M
5 WL B S Ak B i B RN EO AR R R R
2~5pls
3.2 BIEKGER

F B 5% ob 38 5 6 B 2020 4F Ji ¢ R 24 i (—
FYHPES M AR, IS % Sk (12 - 13] R4k
52020 4F pg b [ 25 M (—3) ) e P2 0 3 250, OF
VRSN ), B 2 2. 2. 13 T g5 A
3.3 EENEERASH

BC e 25 OB 8 IR T 2GR AH T, 2R BT TR
Y 22 o vh 25 52 J5 R R AR e AR B 22 A2 SO
5GP A SO E B T o & O A A
T PEAY 24 i 1) JBT 2 o oA B 0 R 4 ) 7 ot o o, T 5 2
rh O R P T IR B SR RIS AT 5 A
A T AR 25 5 ORRI il 2 200l SRR A B i
SERATHL SRR B SN 1.09~1.32 mg/ g,
PIE A 22 0. 23 mg / g, il S A& B LA 10 5%, & AR
M ROAE —EER, KSR A i
Bk

3.4 FHiEEM
AHFFE ST T IE R SRR A R, oI T

B 4 R 1 o e A

5% 3 Hk
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