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Quality characterization of Angong Niuhuang Pills based on characteristic
spectrum of natural musk/bezoar and four herbal medicines
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Abstract: Objective To establish an Angong Niuhuang Pills (ANP) characteristic spectrum analysis method, and to
comprehensively characterize the quality properties and characteristics of ANP, and then to apply it to the quality detection and
analysis of 10 batches of ANP, and to find out the specificity of the quality characterization of ANP. Methods The UPLC-PDA
multi-wavelength was used in the method, and a Waters Cortecs shields RP1s Column (100 mm x 2.1 mm, 1.6 pm) was used, the
mobile phase was acetonitrile and 0.3% phosphoric acid solution, the detection wavelength was set at 240, 262, 330, 360, 274, and
440 nm, the column temperature was kept at 38 ‘C, and the flow rate was 0.2 mL/min. Results The results showed that the
established analytical method can simultaneously determine 13 index components (including geniposide, genipinl-gentiobioside,
crocin I, crocin II, berberine hydrochloride, coptis hydrochloride, palmatine chloride, epiberberine, baicalin, wogonoside, baicalein,
wogonin and curcumin) in ANP, and a total of 35 characterstic peaks were identified in ANP. It included natural musk characteristic

peak and natural bovis calculus characteristic peak which can identify the natural properties of raw materials. The mean values of the
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13 index components in 10 batches of ANP were 2.87, 1.14, 0.40, 0.03, 3.17, 0.94, 0.74, 0.58, 10.01, 1.62, 0.34, 0.17, 0.05 mg/g,
respectively. The RSD values ranged from 4.19% to 20.81%. All the 10 batches of ANP could be detected with 35 characteristic

peaks, the average area values of natural musk and natural bovis calculus characteristic peaks were 0.031 and 0.003, and the RSD

values ranged from 1.5% to 26.79%. Conclusion According to the analysis of characteristic spectrum, the quality of finished

products of 10 batches of ANP was relatively stable, and all showed the specific quality characterization of raw materials of natural

musk, natural bovis calculus and Curcumae Radix; According to the analysis of the content of index components, the large

fluctuation of the index components in 10 batches of samples mainly comes from Scutellaria baicalensis and Curcumae Radix, while

the content of crocin I in Gardeniae Fructus and four alkaloids in Coptidis Rhizoma were relatively stable.

Key words: Angong Niuhuang Pills; natural musk; natural bovis calculus; Curcumae Radix; geniposide; genipinl-gentiobioside;

crocin I; crocin II; berberine hydrochloride; coptis hydrochloride; palmatine chloride; epiberberine; baicalin; wogonoside; baicalein;

wogonin; curcumin
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L B EE BOE T ABE. KA. K
ARG RT  ARHD S HEEE L RERIETT 11 BRI K,
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FEMEHLES, Empower T{EN; KQ-250 DE Y%
FE FE AN, B LU A AR A PR A F] s Mettler ML
204 BUHL T3 BT R T Mettler XP 205 2 B 13 B K
S, G EAERE - FE RIS 0.22 pm TALIERE, K
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JR 534 99.3% ) P [ o A 24 R 8 B
X} R 2R /NBERS, (LS WO6MSZ30708, i 4 E
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ANP Jift, dbm R =B ARAA, it
18017006~18017010, %5 S1~S5; Jbit A5k}
HRERGERAR, #t5 18011406~18011410,

%5 S6~S10).

RIRMBFESEFEM (S 754412010, KRR
HERE L (IS 600282556) AN L4 (L5 160304),
e FEA A R A R R, BAbs PR
= 250 R AT PR m ARG o e, o BRI RS
RS R AR B B TR b« R R s A+
BEIRA . N4 NTEE, JbBEd AR
N, 5 xx18010140004 (S1). xx1801014002
(S2); RAMEE i, BUE R KIS Z) AR A H,
L5 xx18030150007 .

2 FEEHER

2.1 R

200 S0P RE AR o0 T P R ) e
A FH BR 0 HERA VR, RO 8 P R IESURE | HE 1
FELAEHF 1. PHLLAEHF 1. SRR . S5, SR
DS SR ShIR/NEEm . EhER Tk
FNBERG . ERRELYT. BEEMNENER, B
FRAE, R RS2 5 e P RIS 15 ug/mL
Mo+ 70 pg/mL. PHZIAET 1 7 pg/mL. PHLLAEH
111 pg/mL. Z¢JER 9 ug/mL. 365 80 pg/mL. ¥
XEK 7 pg/mL. WFEEH 15 ug/mL. DEEER S
png/mL. THER/NEBEDK 75 pg/mL. EhERIEIEDL 14
pg/mL. FHIRF/PEEGL 9 pg/mL. HRE LT 16
ug/mL. ZEIKEK 2 pg/mL FIVRAIEWR, B IR 5
RS

2.1.2 HEHASER PRI B ANP BT BTRE, L
24 g, KEERRE, FEMNEEERE U, %
MEL 0.9 g, BETHEZMIEH, FEMAN 70%4
BE 50 mL, FRAEfiE, A (D)% 250 W, 50 kHz)
AbFE 45 min, JRZA, FHIRBGE AN IS BT,
F 0.22 um fSLIEREE T, HUSpgiR, RIS LA
B

B EFE D2 45 mg, FEFE, BT 10 mL
S, A 70% L0, A (D% 250 W, 50 kHz)
APE 20 min, A, EEBZIE, A 0.22 pm AL
JEMEDEL, ENSRIEMR, BDAS B R SAW

AR BERE D2 50 mg, FEEFCE, BT 10 mL
S, A 70% L0, A (D3 250 W, 50 kHz)
AbPE 20 min, A, EEBZIE, A 0.22 pm AL

JEFEGERT, ERSLUEM, B SEAES I

2.2 ANP $FHEEIE S

221 IS4 @iy Waters Cortecs Shield
RPg £ (100 mmX2.1 mm, 1.6 um), #£iE 38 C,
BN CE-0.3% B KT, BEETERE: 0~5
min, 8% ; 5~6 min, 8%~ 13%ZfiE: 6~24 min,
13%~15%Z.fi%: 24~30 min, 15%~20%Z fi&; 30~
35 min, 20%~23%Z.MiE; 35~40 min, 23%~35%
ZME; 40~44 min, 35%~40%Z.f5; 44~47 min,

40%~48%Z.fif§ ; 47~50 min, 48%~55%ZfifF; 50~
57 min, 55%~95%ZMfF; 57~61 min, 95%ZJif;

61~62 min, 95%~8%Z./IE; 62~65 min, 8%ZJE;
ARG 0.2 mL/min, AEKATI, 23 7 7RSI
KN 240 nm (1. 2. 17, 32, 34 S1&). 262 nm (6
SRR ERFAEIE) . 274 nm (8~16+ 18, 20. 22.
23, 25, 28, 29 SAifE). 330 nm (3~5. 7 5
EiEIE) . 360 nm (33 SRR AIEIE ). 440 nm
(19. 21. 24. 26, 27. 30. 31. 35 Sifg) F
30T, A O B T ) DL ER R /N BE AR 4 1 0y 2 L

ANP FHIF B35 K i g5 DL 1.
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73 ANP BER SV TCREAE B 35 AMREAF I8 OR B B
() FHUE TR AR (PR 2 FE 4 SR, 2% C il e £ B i [ R i
TR RSD {H 351/ T 5%, R NG T FERT G 23K
223 FaEtEEE HUA— ANP(S3) AR AW,
O E, ol THE A LS 04 3. 6.
9. 12. 24 h#HEE, 103 ANP 4FAEEIRE T 35 M
fIE Bl i T AR CR BA INF ], 75 ANP Al i 3 v s
TEPIRE R 35 ANFRAIE U6 LR B sl i) A0 T A P s e
iR, S ukIE ORI AN RSD (EI/N T
5%, RHHEREEMRFEGER.
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XPUE T AR AAR KT R B B[], 15 ANP AR 5 I VR
TEPERE rR 35 AN DA A tof U T AR AR Xt £ B4 B )
(1) 5 ST PE 45 SR RSD {HI /N T 5%, REJEZ R I .
2.2.5 ANPFHEUEFRIN 207l HC ANP AbJ7 11 R



° 3316 °

b 2]

Chinese Traditional and Herbal Drugs

H50% F 143 2009£7 A

240 nm
\
2 ‘\
[ |
‘ \
|
\
| — |
\ ! L “‘“‘ | I 3234 AN
LW TN P 1.6 N Y o [ D B
‘ 262 nm
\
\
|
|
| |
\
| | ‘
| N
I “‘ " \ “\ ““ I “ I\
O v I u“.“xr.\‘ \ ‘L‘H‘\ J\ yHu\,,rJ"‘ I v ‘L [ DY N S N / —
18 23 274 nm
15
\
|
“ 25
‘ 20 22
Jl 16 | “‘ 28
1
| ‘\ ™
| v | ‘29 [\
| N it \‘ ‘ “ I AV ol “xMJJ\»L;J\JLJL,\ ,,“l'u 1 ST B S | T
330 nm
57
| 34 ] \‘
I N e B Y L Ry L o
|
“ “‘ ‘ 360 nm
| ‘
\ \
\
N
I Il
o M ! -
U NUUL WVANE “M_%m‘mv;,d“wim‘;\ . «‘l‘»w‘»-,w‘\-y,,«,ww\w_ o J.’% S
‘19
440 nm
‘\‘ 24
|
| \ 21 27
|
™ I ’ 26
 — s UL « N \
L L) Mw__ﬂ )
10 20 30 40 50 60 70
t/min

1 ANP BIFHEEE
Fig.1 Characteristic chromatogram of ANP



¢ $# Chinese Traditional and Herbal Drugs 3£ 50 % 25 14 3 201947 A

* 3317 ¢

M UL ki, 4z B AR 7 tufel, SR S LR
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ARG 2P RRIE G 4 4, A-SERREDE 2 A4S, RARBEE
FREIE 1A, RN 1,

P “2.1.27 U BEEFE SIS T8, AbEE
RREA . NTBEEFES, KAHCHET ANP 4F
TE RS Sy A s b RE I 5, 7EAS I K 210 nm
THRRARBEMAN TEEEERLE, LE 2.
2 WA, fEGRER 10 min &b RARESEREM A 1
AN R KR 262 nm [IRHENE . BT T %5
RIREGFA . AR ANP 477 C LU i) ANP B 45 [
PEFE L, KA LI AT 5 ELER I K 262 nm
TIE, 5 ANP BEfxFEL, BB 3 WA, ERAR
B A RHEE T A S T4, PR ANP B
AR BE AT 25 TR AIE U o

IR “2.1.27 WUR AR s be i i 7%, 4b
RN AMEE SR, N TAEER, RA
CUEESL I ANP HRAE B o b vkt ieil e, 7EkG
M KN 210 nm N R RIMEE iR
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ANTAw ek R R, WE 4. BHE 4 75, 1E
3% ] 53 min A RAR AR BEAE A 1A ORI K
N 360 nm [FIRFEIE . TS50 RAR . MRS
ANP 45 BC ELECH] ANP R4 35 BHERE S, KA B
AL, TERIE K 360 nm NAR, 5
ANP FERLSTEE, B S ATAL, 12 R ARAE BRI T
HABR A TP, ATEA ANP FE & R R AR A5 4 51
FRAEIE

23 RS RENEERMHER

BB “2.2.17 T,

F 8 ANP AT BCEE, 43 T ECH] ANP SRAG T
BREEES . BREEE. GRS IIVERE S, B ANP fit
RABACFE 7y AL P4 ANP BHPERE FHIEW, 7 240,
274, 440 nm FEHTRI. 7E “2.2.17 Dita kst
T, KK N 240 nm F, HE T2 AR AR K
IYHE T 5T e S IR XS T € ni i i o BH A
Ry 440 nm T, HEFZ6 RERbatE R o) 7
ZIAEHT 1 S b JE R BT AR 274 nm
N, BEEM R IRAR R SRR N Eh R P
B TRERELT YT R/NBERR i 0 Ab TE A S5 T30
Ay 440 nm T, ARG 2 ARARPE Ry 22
R ARG AL E I BT R 274 nm T,

ANP 4FHEEE b 35 MHEEER

Table 1 Information of 35 characteristic peaks in ANP characteristic chromatogram

W5 m/min  WEASTEER B Am CRIE | B5 w/min AERSEEER BBEKAm SRIE
10152 R FRAHIUHEH 240 T 19 1519 PELAEH 1 440 BT

2 0222 METH 240 T 20 1537 A 274 B
30239 Pk 330 HIE 21 1619 FHLAEH I 440 BT

4 0290 M (FEE 330 WoaF/3&E | 22 1.680 T 274 B
50417 Wk 330 IE 23 1.686 AT 274 B
6 0445 KA 262 KIREEE | 24 1.821 —ffk 440 BT
70467 WK 330 IE 25 1.844 XK 274 B
8 0.543 M 274 HE 26 1.897 ik 440 BT
9 0.578 T 274 e 27 1944 ik 440 BT
10 0.650 T 274 g 28 2,029 PUEHEE 274 B
11 0.673 ZREREE 274 WIE 29 2078 A 274 B
12 0711  F/NEERR 274 WIE 30 2228 EHER 440 il 4x
13 0758 L4 274 WIE 31 2248 EHHEHEZEEER 440 il 4x
14 0793 LN 274 WIE 32 2330 K4 240 il 4x
15 1.000 EEER/INEEDR 274 WIE 33 2352 KA 360 RIRF 1
16 1.058 EREIYT 274 B 34 2398 KK 240 A4
17 1.336 Mk 240 T 35 2565 JHAR 440 B
18 1374 X 274 B
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Fig.2 Chromatographic comparison of natural musk and artificial musk (210 nm, T is a characteristic peak of natural musk)
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3 ANP SREEPMHERS ANP HiXREIEEIEE (262 nm)
Fig.3 Chromatographic comparison of ANP musk-deficient negative samples and ANP samples (262 nm)
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Fig. 4 Chromatographic comparison of natural bezoar and artificial bezoar and cultured bezoar in vitro (210 nm, N is a

characteristic peak of natural bezoar)
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Fig. 5 Chromatogram comparison between ANP deficient bezoar negative samples and ANP samples (360 nm)

UM IRPRE R B DO AR,
NG R N N 0 S ST w7

24 BT EENEREFER

241 BMEXRRFEHE s ERE 1 H
1.606 mg/mL. 5% J&~F HAHAUFE T 0.740 mg/mL. 2k
PR BN 0.694 mg/mL. FR/NEERK 0.376 mg/mL £
FR/INBEDR 1.127 mg/mL. B 57T 0.812 mg/mL.
NESAF 0378 mg/mL. A1 0.164 mg/mL. %~
% 0.576 mg/mL. HE R 0437 mg/mL. EHE
0.052 mg/mL. FEZAEHE 1 0.051 mg/mL. PHLLIETH
11 0.050 mg/mL [f1Xf K& SVt &, RAH 70% 2.
BV REERE,  DUBERE R BALER (X0, XF R
WETRUNART (YD, SeflbrdEdhZl. Hor ik

AT FER BT (R 2), RKRH, &l
SIEARTIN ) T B FE VO W 2R R R R, & &
E AR FH MR — RUEIIE

242 KEHEEES B ANP FEML (S3) 1 4y, %
“2.1.27 DU P IS R S T AR A, 1R 92.2.17
TS AFIERE 1 pL, JESEFE 6 £HllE, id3%
ANP FHIE BT 13 AN 48h5 R 73U T AR E AT R B N
6], THEAESRE R . AREFH. 5e PR
PEE . ERERANBER . ERPREE . RDEE. R
By, A, JOESH. BER. WHES R,
POLTAET 1. PHLLAETE 1. 23 RIS THIAUE RS %
RSD 1843 54 1.22%-+1.50%+0.71%- 1.98%-0.35%-
0.37%- 1.83%-0.98%- 1.16%- 0.15%+ 0.39%- 1.10%-

Fz2 13 NMEFRMERSEMERESTE

Table 2 Linear regression equation of 13 index components

B4y 5] =175 r LG /ng
R B, Y=20 187 868.395 8 X—12 334.176 0 0.999 7 2.78~27.77
FNBET, Y=18 689 667.642 5 X—7 172.694 8 0.999 5 1.50~15.04
ERTR/NBEBH Y=20 178 395.685 8 X—34 790.159 7 0.999 6 9.02~180.32
HREoyT Y=21760615.762 2 X—11 125.073 6 0.999 1 3.25~32.48
HEH Y=18 171 058.599 3 X-+21 388.205 2 0.999 6 32.81~164.05
WHHH Y=233333794.178 5 X+4 112.721 2 0.999 4 0.14~1.36
WER Y=24 471 989.655 3 X+3 259.806 2 0.999 4 0.58~11.51
WHER Y=31339264.137 0 X+1 878.298 9 0.999 5 0.44~4.37
5B U Y=3 783 434.337 3 X+2515.160 5 0.999 1 5.92~59.21
MaF 1 Y=7718 134.839 0 X+3 527.211 2 0.999 7 6.64~106.17
PHLAETF T Y=17 589 783.780 5 X+2 320.277 3 0.999 2 1.22~10.19
PRLLAET 1T Y=35 246 402.039 0 X+1 948.153 9 0.999 6 0.20~4.98
LHR Y=42 904 109.085 2 X—2 518.793 3 0.999 4 0.21~7.31
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1.17%, PREAETTARE 2 RSD {H 5514 0.22%-
0.30%-0.31%- 0.25%- 0.29%- 0.32%- 0.31%- 0.34%
0.18%-. 0.13%. 0.11%. 0.12%. 0.08%, %t itklg
PR B ] [B] AU AR RSD B3/ T 5%, 45 K 1%
TERGE ERFE 2K

243 FaEtEEE L ANP FESL (S3) 1 4y, %
“2.1.27 WUR IR & T E R A, iR “2.2.17
TS AFERE 1 ul, 290 TR 05 04 1. 3.
6+ 9. 12, 24 hidxUgmAR, THESIRIRERN &
o SR T e PRI ShIR /N EERR
IR BERL . RANEERR . ERRE LT, EETF. W
CET . AR, DUEE R, AT 1L Ak
H 1. EHERTEREME RSD H AN 1.85%:
1.50%- 0.70%- 1.62%- 0.39%- 0.48%- 3.45%- 1.22%.
1.59%-+ 0.55%-. 0.35%-. 1.56%-. 1.07%, 4aFrtE
B B A e 1 RSD HI/N T 5%, 25 F R ik
AVATIAE 24 h RS EME R UT

244 FEEMEHEZ  HEANP FEM (S3) 6 45, 705l
F242.1.27 TN s i & 7 1R A, 7292.2.17
a1 S5 AR ERE 1 pl e , s, A
FIRbRVER Y O . SRR B IR
B BhBR/NEEG. HRERTOENL. RANEEN. HRE
Oy, EEH. DUESH. mER. OES R, 1
LIAEHF 1. PHLLAETF 1. EH R TR E S 5N
248, 1.05. 2.99. 0.85. 0.46. 0.69. 7.30. 1.29.
0.23. 0.13. 0.32. 0.02. 0.04 mg/g, RSD 1H% 5 A
1.11%- 1.46%- 0.99%- 0.76%- 0.59%- 0.60%- 3.45%-
1.30%. 1.66%+ 0.94%. 0.85%-+ 1.10%- 2.00%,
RSD fH#5/NT 5%, SRMHZEEEE R
245 IFEREEREL IO HFRFRER S BT
A LB R 6 1y, BT 450 mg, f&iE
i 3 NMREWRE, BAREIRETAT 3 MM,
NAR R, N 70% 2.1 50 mL, R 5E i &
HFE (250 W, 50 kHz) 45 min, 0%, H 70% 2.1
TRV R IR, 0.22 pm FLFLIE B,
EREEDER, BERE 1 ul W58 o AR 7510 45 B 40 1) i
THE o R InEE IR AT RSD, 45 RME T =2
JE P RAEXUE L . ARG /NBERR . ERIR L. R/
BEGR. EERETYT. WEE. S, SR
DS F . PHLAEE I PLE 11 £ EEHK P
W3 IN 95.37%. 100.58%. 95.55%. 96.54%.
101.54%. 102.30%-. 98.39%-. 90.12%-. 97.67%-
99.94%. 96.36%-+ 98.00%- 96.11%, RSD 184} 5N

3.34%. 4.65%- 2.52%- 4.96%- 2.93%. 2.58%- 4.80%
2.98%. 5.04%-. 2.84%. 2.63%. 3.27%- 2.71%, 13
ANFERR RS ISR ] 90.12%~101.54%, RSD A
BINT 5%, 25 SRR E Tk o

2.5 LR ANP RENELER

2.5.1 ANP 13 MV S EIES R KA
CVESLHI S NT 78, o FTillE 10 fikik ANP 13
MEPRERY &, SR IE 3.

2.5.2 ANP $RIEEERGISE B R S &L
M5k, [EIREXE 10 7k ANP #EAT 0l 5E , 0%
FHAIE B b 35 ANRRIE I TRIARAE, 10 kX ANP
35 ANRFAEUER PR H o DA SRR /1N BE AR 20 135 Ueg Ue T A
RZLE, HHE 10 #ER ANP RS 35 ANEFEIEAR XS
W T AR K RSD 18, W3 4.

2.6 SR ANP RENH

DAFE BRI RS & AT 400, 10 #EIR ANP 1
13 ANEFRPE R & & RSD {HAE 4.19%~20.08%, H:
RSD {EMN/DNEIRAR IR ERIR ST (4.19%) <#h
PR /NEERR, (4.39%) <3LJe~VRIHAFEE (4.71%) <
ERRTEL (5.20%) <PHLAEE 1 (8.00%) <HE
TH (8.99%) <WHEH (8.62%) <K/NEE
(9.56%) <INHEHHR (942%) <FETF (10.00%) <
VELAAET 1T (14.87%) <ZFEFHE (15.08%) <HES
% (20.08%), Hr RSD>10%HFEARE 52> A 7
LLAET I, ZEER. HER.

DURFAIE € B W AR DO W T AR AL IR AT 20 A, 10 HHEIRk
ANP 1 35 MEFAEIEAR XTI I AR RSD fEAE 1.5%~
26.79%, . RSD<5%MHFFEIER 8 A4 : I 16 (3
H-TERE DT, 1§ 14 GEE-AWED. 18 9 (3
AL W19 (WEF-PHLfety DL g 11 (BEi%-
R TR W 31 (fif&-LHEEEEF. 1B 7
(BEIE- ). g 10 (-3 ; o RSD {H7TE
5%~ 10%MFFIEIER 11 /> 0§ 3 (BE-B ). g
18 CEX-BXH) . g 1 (WEF-HETH). 1§13 (X
HEYO W 24 (BEF-H5J). 1§ 28 (-
POEERZD 17 (BET-M8). 1§21 (BEF-PA 4
A 1D, 0 22 GEZ-TED . 1§ 4 EF/3ER
25, W26 (MET-i2); RSD>10%[MRFIEIEA
11> 0§30 CAR4-ZE3F). 1§ 2 (ET-HEFH)
g 27 (FEF-ZmiZ). W 20 (HEES-3EMED . 1% 34
(AR G-ARHD . Vg 29 (BEEF-IEMED. W 25 (GHE-3
HE). W35 (FE-HA ). 6 (RREEF).
I 33 (CRARAEFE). U 32 CHBG-RED.
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Table 3 Determination results of 13 index components in 10 batches of ANP
e AR E/(mg-g™)
HE5- R B, R/ NBERL IR /INEE HRE ST W PO
S1 2.55 1.02 0.65 3.27 0.77 9.72 1.52
S2 2.69 1.00 0.65 3.29 0.77 10.08 1.60
S3 248 0.85 0.46 2.99 0.69 7.30 1.29
S4 2.64 0.99 0.62 3.24 0.74 9.80 1.52
S5 3.02 0.93 0.55 3.26 0.74 10.54 1.70
S6 3.03 091 0.57 3.03 0.72 10.49 1.70
S7 3.03 0.95 0.56 3.02 0.71 10.52 1.71
S8 3.23 091 0.59 3.04 0.70 10.40 1.70
S9 3.06 0.94 0.57 3.37 0.78 10.57 1.73
S10 3.02 0.93 0.55 3.26 0.74 10.54 1.70
HMH 2.87 0.94 0.58 3.17 0.74 10.01 1.62
RSD/% 8.99 5.20 9.56 4.39 4.19 10.00 8.62
.- iR/ (mg-g ™)
[IEARACE VOLLAET 11 WER POHE R ES B XU
S1 0.44 0.03 0.41 0.16 0.06 1.08
S2 0.43 0.03 0.39 0.16 0.06 1.12
S3 0.32 0.02 0.23 0.13 0.04 1.05
S4 0.41 0.03 0.47 0.19 0.06 1.09
S5 0.41 0.03 0.30 0.18 0.05 1.16
S6 0.40 0.03 0.35 0.17 0.05 1.19
S7 0.40 0.03 0.34 0.17 0.05 1.19
S8 0.40 0.03 0.33 0.17 0.05 1.19
S9 0.41 0.03 0.31 0.17 0.05 1.21
S10 0.41 0.03 0.30 0.18 0.05 1.16
HME 0.40 0.03 0.34 0.17 0.05 1.14
RSD/% 8.00 14.87 20.08 9.42 15.08 4.71
3 i IS T NAE, SR ANP 2 ARFR R

3.1 ANP$HEEIES SRR S BUNEFE
FESP T TE SRR, B8 T AR GG,
ANFERSIAE RS AFEERE . AFEERRE. A
FRFE . AR B A 254, K I Waters Cortecs
Shield RP;s Column (100 mmX2.1 mm, 1.6 pm)
P o B R R B e, AT e A R P AT 43
I, CIE-BRKIRANE R G0 BRSURE T, IR
PR ELTIREBOR, PrUEBEER K iR shld; 1£
LR 34~45 °C, e HMMEER 2 Mankigr
FEBRA AR, BAHEN 38 C, FEik
W BSJIE BRI 73 B BOR s 1E 024 0.3. 0.4 mL/min
ANFEAEBRE FHEZKI, 0.2 mL/min PR E

IS HER I s A TR R B B 8 R I 0.25%~0.30% 5 R
KR 2 BT UG 43 B 2% At s AR R B SRR ILK
T 1 pL B R VE IR S, S i I I
3.2 ANP RENH

Zia Ul EE ST ChEZG) 2015 FEhid,
Xf ANP 477 JERIZMAR T BEE . BUEMT TR
PR S B, AR R AR PR R & BN
FaE . DT IE- “BRIE” TR R3] T /NEERR . 75
B EYT. R/NEER 4 NSRS, R
ANP R T 355% 250 (R AR 1R 20 5 B R AR U
FHXS S BB E : O T A I L8
PG T R S R NS E, BRI A A
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Table 4 Ratio of characteristic peak to peak area of 10 batches of ANP characteristic chromatograms

E3=3 FAT WA ¥ME  RSD/%
S1 S2 S3 S4 S5 S6 S7 S8 S9 S10
1 0.062  0.064 0.063 0.063 0.064 0074 0074 0073 0067 0.067 0.067 7.08
2 0296 0311 0309 0309 0311 0379 0381 0403 0344 0351  0.339 11.18
3 0.047  0.048  0.047 0.047 0.048 0.054 0055 0.053 0.049 0.051  0.050 6.14
4 0.006  0.008  0.007 0.005 0.007 0.007 0.006 0.007 0.007 0.008  0.007 10.30
5 0.042  0.043  0.041  0.041  0.043 0.048 0.047 0.045 0.042 0.045  0.044 5.47
6 0.027  0.024  0.024 0.024 0.023 0036 003 0035 0038 0039 0031 22.03
7 0.049  0.051  0.049 0.049 0.050 0.054 0.054 0.053 0.049 0.049  0.051 4.51
8 0.032  0.033  0.031 0.031 0.033 0034 0036 0035 0.033 0030 0.033 5.42
9 0.081  0.084 0.082 0.082 0.8  0.084 0.085 0083 0079 0.078  0.082 3.16
10 0.062  0.062 0.061 0.061 0062 0061 0066 0061 0056 0056 0.061 4.92
11 0266 0260 0260 0260 0265 0257 0269 0257 0239 0245 0258 3.60
12 0.160  0.160 0.154 0.154 0.152  0.153  0.150 0.156  0.137  0.136  0.151 5.47
13 0.107  0.109 0.111  0.111  0.106 0.096  0.096 0.096  0.093  0.098  0.102 7.14
14 0.078  0.081  0.082 0.082 0.8 0078 0079 0078 0076 0.077  0.079 2.80
15 1.000  1.000  1.000 1.000 1.000 1.000 1.000  1.000  1.000  1.000  1.000 0.00
16 0237 0237 0231 0231 0232 0240 0236 0232 0232 0229 0234 1.50
17 0.028  0.028  0.029 0.029 0.028 0.032 0025 0030 0.028 0.034  0.029 8.45
18 2135 2202 2174 2174 2186 2488 2502 2458 2273 2323 2292 6.23
19 0.133  0.129 0.124 0.124 0.133 0.132 0132 0129 0122 0126 0.128 3.26
20 0.114 0125 0.118 0.118 0.119 0.161  0.158 0.161  0.149  0.151  0.137 14.65
21 0.019  0.019 0.018 0018 0.020 0016 0018 0.017 0015 0016 0.018 10.04
22 0.189  0.199  0.190  0.190 0.194 0238 0234 0236 0222 0230 0212 10.11
23 0.461 0481 0463 0463 0461 0554 0561 0553 0507 0517  0.502 8.36
24 0.032  0.035 0.033  0.033 0.033 0032 0032 0032 0027 0028  0.032 7.71
25 0.158  0.150 0.183 0.183 0.194 0.146 0.139 0.135 0.113  0.116  0.152 18.38
26 0.006  0.008  0.007 0.005 0.007 0.007 0.006 0.007 0.007 0.008  0.007 10.30
27 0.033  0.033 0.036 0.036 0.034 0033 0033 0032 0025 0024 0.032 13.01
28 0.069 0.071 0.082 0.8 0.08 0079 0079 0078 0071  0.079  0.078 7.73
29 0.023  0.021  0.026 0.026 0.023 0031 0031 0031 0021 0.029 0.026 15.63
30 0.040  0.038  0.039 0.039 0.032 0031 0034 0031 0030 0032 0.035 11.07
31 0.007  0.008  0.007 0.007 0.008 0.008 0.008 0.008 0.007 0.007 0.008 3.83
32 0.024  0.029 0.034 0.034 0034 0054 0054 0050 0.047 0.047  0.041 26.79
33 0.003  0.002  0.003 0.003 0.003 0004 0.002 0.002 0002 0002 0.003 23.90
34 0.061  0.054 0.076 0.070 0.077 0.094 0.085 0.078 0073 0077 0.075 15.22

35 0.014  0.016 0.015 0.013 0.016  0.023

0.021 0.019  0.015 0.015 0.017 20.04

Bl AT, HE 258 e B2 B, 2%~ 6%
L, AEHE T 2504 100 TR A A5 O IR 3% S T R A
WV 578 LR RS B B % PIAR U, [
I 10 #EIK ANP AT 25 THALAEH 1 & BB

SE s WETAM B PEONTRE ; OME 2
TR 32 SUWERAN Y, BRTFURINTE AL G
AR, AT DX T At IR A U, B AL
{195l S S NCIRSE NS €kl LA B i)
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FRAE LAy AT & B WA OE, e R A 10
ALK ANP TS Al & SRR N T 22 il 4, 5 AR
s @B P RIS RS, 20, 29 SIS R
RS 1) B AR X B sh O, B AT A 7T
RIMZ MR EBS M DES T HER, DUESR
TEEREK, HTESEMNHESZNESH.
DUHE S () 0, 35 508 M0 1) 75 280 78 il 28 ) o
BRI, MRS EMMNESRTETREA —
5E IR

AT T A IR BT LM R W 1 IRALE B2
HIFIOR I, T N LA SR oA, 1%
TR G A B3 I 24 B B Ak 2 SCRR AR AR 2 B, 7 ANP
H R AR B B RRE I 1) B = AR L. 9 ah, SE
BT ANP HHZL 2 B oy AT T WA E , BT ANP
FIHL R & B 5 AR & B E R R K, ik
[ 5 DRI AR e A 7 956 24 24 P 0 A DN
FER RN HAFEIE R S0, WP R AR %
e 5 SRR IE A — 2, A P el

2 LRHR, BT ANP RS 11 M52k,
BT A%, B R ZE R IOR, fEE R AH %
TR AE LA BT 5E , A S50 R ) UPLC-PDA 2K
ik, XF ANP R B RIRBE . RINF 3
PET S, HIE. AEHT T ROV AT RN 2
Br, BRHEVEE I HEBR B4R, SEELT XS ANP
BT AT R R B AT, T IRSEIL T BAR
SR B 9 ORI 8 24 i 77 o s 114
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