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On HPLC-MS Method to Determine Abietic Acid in Shaofuzhuyu Pills

Zhou Ruixue, Du Juan, Shi Xianhai, Guo Jingwen™ (Shanxi Provincial Institute for Food and Drug Control,
Taiyuan 030001, China)

Abstract Objective: To establish HPLC and HPLC-MS/MS methods to determine abietic acid added in
Shaofuzhuyu pills. Methods: HPLC, HPLC-PDA, HPLC-MS, etc were used. A C18 column (250 mmx4.6 mm,
Sum) was adopted for the determination. The mobile phase was composed of acetonitrile and 0.1% formic acid
(82 : 18)ata flow rate of 1.0 mL - min"'. The detection wavelength was 241 nm. The verification of LC-MS was
carried out on a C18 column. Mobile phase was composed of acetonitrile and 0.1% formic acid at a flow rate of
0.2 mL - min" under gradient elution. Results: A good linearity of rosin acids was observed within 0.1582-1.582
ng - mL" and the average recovery was 99.8% (RSD=0.23%). Conclusion: The established method was simple,
rapid, accurate and with good specificity, stability and repeatability, which could meet the requirements for the
qualitative and quantitative detection of the abietic acid illegally added in Shaofuzhuyu pills.

Keywords: Shaofuzhuyu pills; abietic acid; myrrh; HPLC; HPLC-MS/MS

DIEALH I . RIR . ARAT RIA A FamwE gy, R4 EREs
IEFIER . By IS AR JEEAVNEF IO —Jr7 ZRR. 2GR IR S i BT A T E T
G BOT I AR P R AR (MR WU . BUAe . U, RRR AU R A T
) N, g, S0y CPEZ) ok, B EBUERRRIER",

AURZNG L, HOE IR I8, TR MR TEsE B2y i B2y, g OB B R W v 2

ST H : 2014 42N R A AR B Dh Y M L TG TR Y TAF ;s 2014 4RI 2 0 B e T A
EZ T BB, FE00; . 255, Tel:  (0351) 2028643; E-mail: zhouruixue5@163.com
WEVES : BRI, FALZ0H; Tel:  (0351) 2028643



2017 10 31 10

1193

Commiphoramyrrha Engl. BLEACEET 2RI AS -
FETRGH | BRI, FHHERZY, 56
S, BABOm 0 . ez sk, WEE
P R A A R 2R B ek 2
FilfR, HAEREBOkZ BT, A
a R R . A, HAM . IR A
ZEPA A BRNIS, WBOERE, BHE
SRS T R N A SE R . A AR AL
5k, FER S A AAE R I AN B AR, H
TEFBAH MM ERE", b TWRERNES
15, BRPRESR, BHANESFIEND AL
WAL, AT IR X JRy B 20 80 AR
L K IR rRAR 28 e 244 S R, X B
RS R R e . PRl , RE R AR
RIS R T N T AR R R SRR
FIF RN A TARIE AT /DI AL T R A
&, ZRAGMITE, AR EFRI T THEE
RS, ATRE TR AU 1 2 G ad e i A
e, BARKLH T SN ERR IS, (BB RURA
R, PRIAGRISEE Ny T RS e PE R
HPLCE A D I AL P AR R S NP B R
AR A BB AG I 2% (PDA ) #5545 S 0
HPLC/MSH LA ",
1
1.1

WATERS 2695-2996 / 2424-ELSD 25 R i HH {1,
AL S HER2010Mm RO AH B35, 2996PDA —H
BHEHIKI S, HPLC / MS—80303 Jii I FH (3% 1Y
(TSQ QUANTUM ACCESS MAX ) , BP211D HFFF-
(Sartorius ) . HPLC JHCI8EiiHE: (250 mm x 4.6 mm,
Spm; RN SEARIREZ AR ) o LC-MSH
A Accucore C184E (100 mm x 2.1 mm, 26pm) o
1.2

WEIR (HhEa 52 e i pe, 5.
111938-201201) , DEZEHILH201445 F 5K 24
i B ESAE i CA A ™, HiE5 8140408

zhgysh

B AE 7=, 5 1401015 CAank A7, #t5
F130106; DAMA ™, L5 H120114;5 E4lk
A7, S H49140301; FA AR, b5k
7280003 ) , & EHIKIN14% . SN . TUE KR
(g4, DIKMAPUREAR] ) , R (¥4l
FE 2R AR AR ), KiK.

2

2.1 HPLC-PDA

2.1.1 @SS RGuE R

ik . C18 (4.6 mmx250 mm, 5 wm) ,
WA . -0 E W —0.1% W R 7K % W
(35:25:40) , PDAJEKHMEWEE: 190 ~
300 nm, K241 nm; dERERE R HEHR S A R
20 L, XEGAFIFERIOWL, HEH300C; i
B 1 ml s min'y BEISIE AR AN AR AR B A A
WS ) BT, NAMIET 20005 FAEIRIGES
AELRIER) 7 B8 B K T 1.5,

2.1.2 XRS5

2% FREUA B R 0 BRI 10 me ¥ 10 mLi )
IR EEEA OB R, e, RIS,
2.1.3 HEE S R A

B B8 a2 AL A 1AL, e o8 0 o
PESIAEAN, BHOIEM T, I EE3S mL, HE L
FH30 min (250 W, 33 kHz) , ¥, BEIHWR,
0.45 p mEREEIELL, BT
2.1.4 X HRIES T

HUGRLZG 258, 424k T3 A5 A i 25 Fhn %
X R A A AR L SR A8 T
AFLE PR F A Yo I 3908
2.1.5 HPLC-PDAK:

W A VR T . PR S B R 20 o LS X
W0 w L, TEATRA EGEAL, 45 R APk
b A R DG AR 7 (57 B TC WAL, B PR A
SR R0 BRI R S g 1 — 5k, RBIRE
sity HH EC At 23 X P R R ) A TE T . R &5
PN

IS P &) b b



1194 2017 10 31 10
B4 s MR- DB led mAU
mAy 60 31.4067 1.00
$4Tmanm(100 ] 2 B
255 = ]
1 50]
20 ]
15% 4cﬁ
107 ] ©
1 8
5] 304
° 20]
5 ]
107 104
5] ]
T T T R e e B S B S T 0
00 50 100 150 200 250 300 350 400 min —
2000 2250 2500 2750  nm
. R '3 " . '
AT BT HPLC ([l TR RG]
Bl BEZ Bt ded A BEER- A - Lled
PO o
350
300+
250
200
150
100
50
ol
0. " Eb 10‘0 15‘&0‘ 2'1‘0‘ ‘25‘:0 ‘30‘0‘ ‘35‘0‘ ‘Aﬂ‘D‘ ‘45‘:0 mi

BAPEAHR A, (Biezy ) HPLC (kA

B b4 2 2018.1ed
FEANA DIGEEAL002

B IR SFATFERAYEEZY ) HPLC (2315

mAU
130.800/ 1.00
50

40

301

234

201

— —
200 250 350

—
150

IR BRI AN B R AR HPLC (a5 &

2.2 HPLC-MS
221 (g%

A% M Accucore C184E (2.1 mm x 100 mm,
2.6 um) ; PN ZHE-0.1% K (75 - 25)
SRR .
2.2.2 Jrigksr

BITUR: mmis R TR, B ABIESTy; M
Ftnltdr: 60 psi, TS (N,) , THEARE:
350 °C, BAEHE: 4000 V, BAHE: 100V,

V@O i iR CEUTICALA

—
450

min T

L L S B B s S B S
200.0 225.0 250.0 275.0 nm

DR LR T R A i D ]

FEfiiht: 0.2 mL - min™'; PEFERL: TpL; AR
30°C. HMETIER: 105 ~ 500 m/z,
2.2.3 HPLC-MSHill

O3 WG WL E “2.1.27 A5 AR IR R v
W10 LY “2.1.37 95 M lk20 w L,
T WAE 838 - BTk A, AT B o . g
Mr o, A A e 6 BRI M g
[M+1]"=303.30, #H & +Fm/z2h107.15F1121.20,
e 253 W2 ~ 5.

zhgysh



2017 10 31 10 1195
(00000 - 30330
My =«
i v 75
I ol 127.70 17_25 . 43130
o H‘H\“IHM‘I\ L | 2??\;“-3\5 | ‘ H\ L ‘I‘- . M“ | H\ﬂ?\-m
3\0» 150 200 250 300 350 400 450 miz
H — B T B TR Ml
M ‘ W:n
} 12120
1 . o7hs
\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\“ 50
L O T | I/ B N/ | ¥ ‘ i " 37_25
N 1 ‘ ‘ ‘ ‘ ‘ ‘
{4 B o £ T P o Y Y :
P X R TG A
2
iy ) o
I g o] 303.30
0
"_ 754
iH «] 439.30
%:122.35 3730 4}7.30
| ﬁ T \18?'9ﬁ. | ‘\‘n u‘\ ‘ mﬁ\ﬁ Ll Lol
" \‘ — G T T
\ -
- e
HH‘HH‘HH‘HH‘HH‘HH‘HH‘HH‘HH‘HH‘HH‘\\H‘ :
I S o
.\ X 1 P ‘
A BRI TE] el A A0s A0 MAs-raas-rags-.
DB IFE R A PATRR YR
3A LC/MS
o 10520
(00
FALCCI P
351 3 307.40
% 303‘35
144.90 _ 8635 47140
" i ”1|9\1h\\3? i mm‘ HIH Iy H\M‘Ih\:ﬂﬁﬁs\ ?\’mlsﬁﬁl.ﬂu 1l Iwu\‘ HH \l
25
— G T T
2H en
™ 12120
107.15
15
13530
e e e e e 146.70
00 25 50 15 100 125 150 15 200 25 50 a5 mn A |‘ ‘ ‘ ‘T"‘ I ‘
i R S ) YR
DB AFE T B AR
4 B LC/MS

zhgysh

chnese piavaciuica i Rl s



1196 2017 10 31 10
(x10000)
o 2TIC[) §
8 i
0]
604
504
40
304 o
2 w 12115
" § 107.10
UU‘ " ‘2.‘5‘ B ‘5‘0‘ " ‘7‘5‘ B ‘10‘0‘ " ‘12‘.5‘ B ‘15‘0‘ B ‘17‘.5‘ B ‘2{‘!0‘ B ‘22‘.5‘ B ‘25‘0‘ B ‘27‘.5‘ ‘ ‘r‘nin s
=] ‘ 137.20
JEEA £ i [A] o ‘ |1£u|| | I|‘5L.n = PR ~ Ty 7 P~ A g
HEBIRALFE T B IAE TR IR
5 C LC/MS
2.3 HPLC Il R SL R 6, DIE I 2H 73 i D T AR

2.3.1 X BRIV T 1 il 7

R BRI B 0 B 10 mg'E 10 mLE )
o, I B A ORI, RS, RIS
2.3.2 SR A H A

B B8 i AU A 1AL, e o 0
PRSIWFAN, FE®FREL0.3 o, BEHEIEMA, JinH i
35 mL, #A AP0 min (250 W, 33 kHz) ,
B, BRI, 0.45 pmIEMEELT, RIS
2.3.3 Mk

W AR AR VA TR . X IR TR A5 20 e LS %)
WRIARIO W L, FEABAHETE, W, BT,
234 LMRAFEE

B A xRS &5, KPR, InH
Ml SRl mL750.1582 melfiA, #2251, RIfR. 4%
BIECL, 2. 3. 5. 10p LIEA R AT, jdRf
T, LIS E A0 B R (mg ) DEFTZR
PERIE, 7R
Y=5977.4X-5157.3, r=0.999
ZERLHIAE0.1582 ~1.582 w g - mL ™ WA R I I FH
HHFEERIFEELXR,
2.3.5 HEmEE

i 2 O BRI A 10 g » mL7™', 5 Bk

V@O i ARV ACEUTCAL AT

RN EFIRIEEFAIRSD (n=6) 40.97%
2.3.6 EEMIAE

BOE — e (45 140408 ) dhefy, F%
“2.1.37 R A S, A
20 g - mL™, WE AL, THERE A AR AL
oy fra OHRSD, 45 R S TP A AR IR 1Y B
(n=6) “4917.8 mg/FL, RSD}0.95%.
2.3.7 fapR

TEFIHERES (415 7280003 ) HoRs#5hn A&
W PEM0.9562 g+ mL™ AR F IR X HEIR VAT,
R T TR A Tl 2 v, AR 0 vy LA M L
SIN=3ff E FA T TR A FR M 0.64 g - o'
2.3.8 IR

FeHE “2.1.37 5N S R S T AR
FRIBCEESS (H1E% 140101 ) FIRE#E 19 o, $oAbTT &
A3 NS BE AP T R R AaR 600y, FRAMR Y
VSR ) ) 8 i g 60 DRI W, e
PR N, A GRS 99.8%, RSD=0.23%
(n=6)
2.4

SR JHIVBUAH 233 IR T 06 5 5 A 7 TR A R o
HE, RILEL

zhgysh



2017 10 31 10 1197
1 n=2
I3 5 WEFRR SR/ (mg - AL ™) RSD/% P45 RSD/%

A WA 140408 917.8 0.30%

B A HIE” 140101 270.3 0.71% 0.48%
CANwIAEE 130106 4351.4 0.44%

D AFA ™ 120114 ER Y / /

E 2w 49140301 ER oA / /

F A 7280003 A / /

3
3.1

B FIWATERS 2695-2996 25 20 i Al A 1% 4
#Z C18 (4.6 mm x 250 mm, Spm) R M
S H2010 0 SOBAH AL . BHECI8 (4.6 mm x
250 mm, Spum) @A, % “2.1.17 FpENE
HE5 4 140408 (A LI S I T . 245 SR IR (AN ] A
SR TR [R5 1 G A S BE IR AR A0 40 5
RR FAS IR E B I e 45 SR — 3
3.2

VROAH (o % - S T A R LR
HAiaCy A B A BN A 2 FB, Ak
6 P FIBOAR AR B ] ( RT=15 min ) FIFA TR IE
BT ([M+1]"=303.30 ) #5XT AS[] Alf4E AE & =
B2 AE T8 1 (107.15F1121.20 ) KA1 2 75
TR, AR TS R A
SR UER I 25 R e, RO, Xt
HPLCA I i) #7512 BH A R FHHPLC/MS/MS
PEATIGAIE, 56K FHEST 7 stk A et [l
P — G A . e, PR .
105 ~ 500 m/z, Fet I A Hb w4 45
3.3

DB L R 20 144 [ 52 24 it W B b 4
air, SEMBCRE 2 1R, W6 R A Ak, Hor
A3FAEA, SEBHEUCRE SO H R PHERE O
oW RAERIA, A BE50%, diRE R
ALK 14%
34

D AL 1L, ek e 138

zhgysh

PRAIAIAN, EHIEH T, INH B35 mL, AL
FH30 min (250 W, 33 kHz) , #&, BEIEW,
0.45 p mJERFEpELL, BIFS.
35

MR EZE R AT, ST B0 D I &
Ju, A% CrhEZ5 ) HATIA RN e , &
ANRETE RS W i . W2 IR 2 AN F R 1M #h 7T
K riEdr, EEHE AR . AT
R it A e i o) R R0 I VR € 5 A A R € 1 U
{4 U v ) R 3 JL My, RIAR 35 A A R 1) 5
WHRNITZ—8, RN ERR, 1E %
TR R

ASLHE ST 1)/ B R ALH A A TR HPLCAG A 1%
SRR . Jrka AT, BARGFSERE, AT
SRR AL PR R AR, AEZ 2 Y
W OL R

[1] FEZ. —3B[S]. 2010: 514.

(2] REEEN. A BFALIRT TR AT AR 258805 5T
[J]. B2 EEEREZS, 2003, 14 (10) : 595-596.

(31 rhAe N R 24 il PR 2575000 . v 2 iy o) 4
[S]. 2010.

[4] VEORHTEES B, 2y RERI: BIUHM]. B BigAR
HRRAE, 1977 1167, 1255, 1379.

[5] Effafe, EHIZE, 1R, . FLAFR 0 ENLE
KM GC-MSA T[], BAR P 25058 5 92 .
2011, 25 (2) : 31-34.

[6] HEIBGY, b, S22 PSR SR  RL)]. EE

criauaciunicaL i IR



1198

2017 10 31 10

BERE 2, 2008, 19 (6) : 1502-1503.

(71 #FE, ANE. —Fis i I LA BRI 1095

hEEzl, 2010, 42 (5) : 65-68.

(8]  XUAW, w7l —Fhfh i L& B RIDIE ] 22

%k, 1999, 1 (3) : 33-34.

(91 ARSA, AOREE. B Jr A MG )], B g 2

#4, 2003, 21 (6) : 37-40.

[10] Ef. A TR ML AEST: Az Tl Rk, 2000. 881

882.

[11] 5K, WFEHEIE . FLEMBLGPARERIRNE
TR B 5T 51 e 25 4%, 2013, 28 (2)

133-136.

V@O s CETICALATARS

[12] B4, Geffisc, B FL7A AR A5 B Ay

[13]

[14]

[15]

EWFFED]. T E AN 25,2012, 29 (5) : 409-
414.

A B R BRI R IR ). 25725
IRBFFE, 2010, 18 (5) : 499-500.

] R it 24 ity B ) 20 RS A S A 50 A
IS0 H AL AEF2011006: BE24[S). 2011.

SRV XL, PR, /NG 2% AL HR AR I IR IR 75 R (1 G A
JrEERRFE. k2, 2013, 35 (4) . 867-869.

(s B 1 2016475 F24E k% RAA EEH)

zhgysh



