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Determination of thirty Organophosphorus pesticide residues in
traditional Chinese medicine Dioscorea opposita by ultra performance

liquid chromatography-tandem mass spectrometric

Zhang Caifeng
(Zhejiang Jiedao detection technology co., Ltd, Hangzhou 310030, China)
Abstract: An ultra performance liquid chromatography-tandem mass spectrometric method was
developed for the determination of thirty Organophosphorus pesticide residues in traditional
Chinese medicine Dioscorea opposita; Sampleing were extracted with acetonitrile,cleaned up by
BRP solid phase extraction column; The mobile phase A was 0.1% formic acid - 5 mmol/L
ammonium formate buffer solution , and The mobile phase B was 95 % acetonitrile - 5 % mobile
phase A solution , The gradient elution was used and the multi reaction monitoring model(MRM)
was used for detection, The mass concentration of thirty Organophosphorus pesticide had a
good linear relationship in the range of 2.5 pg=L"' ~75 ug=L"' ,the correlation coefficients

were 0.9974~1.0000 , and the detection limits were 0.11 ug = kg'' ~5 pg = kg! (S/N=3) , The



average recoveries of the samples at 0.06 mg=kg!, 0.10 mg=kg™', 0.12 mg=kg" ' levels was 61%
-108%, and the relative standard deviations of determination results were 0.42 % - 8.11% (n=6).
This method has the advantages of simple operation and low detection limit, and can meet the
requirements of the detection of Multiple organic phosphorus in Dioscorea opposita.

Keywords: ultra performance liquid chromatography-tandem mass spectrometric ; traditional

Chinese medicine ; Dioscorea opposita ; Organophosphorus
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B AHAEHUKE: Welchrom BRP 200 mg/6 mL, JfBRHE (B BARAR .
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B R EANT 99.5%.
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1.3 ¥EVRACH

30 PG HUBEAR Z5bRAEAT T (1.0 ug = mL") : FEHL 100 uL ¥R 100ug = mL-! 45 AL
REGRE, MOKEERZ 10mL, #E25, &,

30 Al HUBEAR ZGARUEA TR TT (100 ng = mL) = FEHEL 1.0 mL30 Fig HLBE AR 25 brit AT 1,
Mz EERE 10mL, &5, &M,

30 Al HUBEAR 253 50 S P A 0 I B AR A 1.0 mL (7 £3) 5 40 °CIK¥
FIRIRAG LT, 3 RIS AR 30 AT HUBE A 25 btk 7 1 A0 1L, F 2 JiE-7K (K7
By 11D AR ImL, ALIEROE IS A7 EAL. FTECH] 30 P HLBE R TR A dR A
TR EE LR 1,
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(3L ng=mL-1)
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1.4 7 BEFIEBREIH &
B LR ity TRk VAR 1 1) 8 D7 Ve b B 2 1 B S VA TR
1.5 A i B3R BURIEL
1.5.1 FEEHEEL
B R (2 =50 5g, FE#210.1 mg, INEILE 1g, HHIEIImg, SLRIREEL,
FIMASOMLZME, E% . Wi &2 min, 25.05min, U FIER, VOEPHEIMASOmLL
i, v WERIEA2 min, BSOSmin, A EIEW, 40°COKE . AWK RIET, H LM
EWREE10mL. $E5), Rk,
1.5.2 Bl
FELL.S5.1 BB R A TR3mL, @i BRPE M AR E I, AR MIER, RS, %
1.0 mL, 40°C/K¥. BWKGE 2L+, HOE—K ARE 1D MR ImL,
TFLUE L 98 5 A B L
1.6 ikt
1.6.1 AHZAF
43 Mi#E: Acquity UPLC BEH C18 2.1 mm*100 mm , 1.7um iRAFHEHE (R HRA
Al WiEhHH: AN 0.1 % IR-5 mmol/L WS ZZ M EL T, B N 95 % LMiE-5 %im s A V&
W, Weligr s BREEVEMG, YEMFEF WK 2; iE: 0.20 mL/min; #EFEREL: 10pL.
*R2 BERRER

A (min) Al (%) B/ (%)
0-0.5 70 30
9-11 10 90

11.01-14 70 30




1.6.2 ikt
BTUR: HmEE B TUR(ESD, 1EE TR
IR 2RI ¢ MRMD ; BIZHE: 5500 Vs g &, 550 °C; <
A A, 10psi 5 MBS, &S: 6psis HHIIS(GASL. GAS2): &S, 55psi. 30 f
WUBSA 25 1) 5 1 2 0 0,33

®3 30 MHENBRRBRESH

{5 B 1) BRT/ DP/ CE/ 5 BH 5} 1] i DP/ CE/
WE WE
/ (min) (m/z) V) (V) / (min) (m/z) Q%) (V)
1.21 142.1 > 94.0* 65 20 451 411.0 > 196.1* 80 22
i Jri AT
1.21 142.1 > 125.1 65 18 451 411.0 > 168.1 80 40
1.24 207.2 > 89.0* 65 17 4.63 277.1 > 199.0 * 65 15
DRI PR B IR
1.24 207.2 > 132.1 65 10 4.63 277.1 > 171.0 65 19
1.39 2242 > 193.1* 65 11 5.43 259.1 > 89. 0* 52 11
RS PIVE T
1.39 2242 > 127.1 65 22 5.43 259.1 >61.1 52 45
1.54 2232 > 76.0 * 75 12 5.72 305.3 > 187.1* 65 16
T HRBE LR
1.54 2232 > 86.1 75 22 5.72 3053 > 97.0 65 50
P
1.54 2402 > 223.1* 40 11 5.83 293.1 > 171.1% 70 16
R
1.54 2402 > 86.2 40 25 5.83 293.1> 247.0 70 10
1.98 197.2> 117.1* 120 40 5.87 3122 > 270.0* 70 20
Uk NiTR
1.98 197.2 > 46.1 120 43 5.87 3122 > 236.1 70 22
2.18 238.1> 181.0* 75 17 6.45 3043 > 217.2* 100 31
3T R LT
2.18 238.1 > 1632 75 18 6.45 3043 > 234.1 100 25
2.84 256.1 > 140.0 * 85 35 6.75 2432 > 131.0* 70 30
TR KT
2.84 256.1 > 168.1 85 22 6.75 2432 > 97.0 70 40
3.11 3203 > 171.1°% 110 31 6.77 3212 > 171.0* 75 16
AL I T HRBE
311 3203 > 292.1 110 21 6.77 3212 > 969 75 50
3.32 3002 > 174.1% 80 20 7.63 3142 > 162.1* 80 22
3 ST
3.32 300.2 > 127.1 80 25 7.63 3142 > 120.1 80 35
KB, 3.4 2132 > 89.0* 30 24 e FE 8.22 363.2 > 227.0* 100 35




34 2132 > 116.0 30 16 8.22 363.2 > 307.0 100
34 208.2 > 89.0* 30 24 8.27 3322 > 273.1* 50
HUIESH %
34 208.2 > 116.0 30 16 8.27 3322 > 231.0 50
3.95 382.1> 167.2 % 100 25 8.28 271.1 > 159.0 * 65
I Bz
3.95 382.1 > 199.1 100 30 8.28 271.1 > 131.1 65
4.04 336.2 > 188.2* 100 37 8.44 247.1 > 137.1 % 60
SELERL s
4.04 336.2 > 266.1 100 30 8.44 247.1 > 109.1 60
4.27 3582 > 167.1* 120 25 8.5 3232 > 171.2* 77
S s
4.27 3582 > 141.2 120 25 8.5 3232 > 115.0 77
4.36 2222 > 1652* 70 18 8.6 2612 > 75.0* 45
R HRE RS
4.36 2222 > 123.0 70 30 8.6 261.2 > 47.1 50
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2.1 FhEBBOERE

LA 30 R WS A 24 bRt VI IT A RFIARE &, 2 52 5% b 36 v FF R B PR R T BE /%) 30
A HUBEIE R R . 25 R, M RRAFSECN 00 HRREEE/RIKEEN 1 mmol/L B,
W 5 FLWA AR 2 FRIAFA - 20N 0.1 % FRREREE/RIK B S mmol/L i, WERNFR. 43
BRI T s H IR BN 0.5 % HIRRERBE/RIKFE A 10 mmol/L I s &L 1 4y B U
T RHE, LREHE, 158 0.1 %HIR-5 mmol/L W IRELIE NG MR »
2.2 PRSI PR

LA 30 R US4 24 bRt VR 1L RIS i, 9 0.1 % F R -5 mmol/L FREL I U 2%
EREIR, B R AT AR AR H05 9018 90 Yo 70 Yo 50 %ol 30 FhAT LA A HR T
SATRCR, G5 RFH, M ERIEAIIRRAR S HON 50 Yol AR S I 4 43 4 43
JO7 R B B AIG, WA BR . 2 b ER VAR A8 R AR 73 80 90 %ol , P8 45 J5 7 H 26 40 i
JLHR S REAR, WETEARTE o DRI PR i R T AR AR 0 B0R 70 %,

TELZ 70 ER V) G R AL HON T0%0S 30— 2525 SRk B RR Fp 5t 40 A 45 B s o E
0.5min P, ZZMPERIETRIARFRN i 70%0% 28 10% M SRR R FE T, BBk, &4
G (K153 B BE WY SRS, TSR S M /NG e B AR AR 23 B R S AR e, JEERP RS, &4l



SRy BRI, AL ph E AW EOR 10% 5 E o i, LR BEh R, TN, Kk
PR AR LT, b R LR FR S B0h 10%. fESLERRE b, 230 0B 427E 8.00 9.
10min P4 2% b SR IERARAR 2 Bl 90% K 55 10%0, X %W IR gEm, 45 %W, £ 9.0min A,
R IR B T0%46 2 10%0, WEff) oy B RESE AR, BelRE T Ak 45 R4 1.6.1.
2.3 MIEMILFE

A 30 Fh-E LA 25 bR HEVA VR TT AR UL &, 558058 0.15. 0.20+ 0.30. 0.35 mL/min
bof S 3 A 4 SR, 45 R, IR 0.15 mL/min B, 20506 SRR, 43 B 1)K
MYE KT 0.20 mL/min B, {REFESRIAEEL, #2501 B BE/IN, SR UL H R 4 3 W AR
PR, B FRR E Y 0.20 mL/min.
2.4 R FARIERE

PA 30 M HLBEAR 25 Br VAW TN AR S, 20l LR (DP) . fili i LU (CE)
MBI (GASI. GAS2) AT S HOAT AL, RN T EREE 40, R B4,
i 30 Fif LIRS e 3R A5 50 o mm A48, ARALSE SR 1.6.2.
2.5 MR H R

TE 1.6 IR LAEMT, % 30 A HUBE AR 25 R 51 BE TR A bR il O AT I, A A ML
BRI IR EE x (ng'mL) #EAds, DLE S BT IR y NN AAR, BEATEAIERDIA, iF
BN RERMIDE R A, DL 3 SR CS/ND S AR AL 1 JoR e S8 A 7 v H PR
30 i HUBE AR 25 (M e MRS R R A 7 R . A OR RASAG R W% 4.

R4 30 MENBEMEE. &MER. BXRBZALIR

AME X RHR [ e &n MR AR
&
Fil/ng = LRI A/ pg- & Fil/ng = LRI 8/ upg-
L7
mL! /r kg! ) mL"! /r kg!
72 y =3.02¢+004 x +
HH 2.5~75 y=111e+003x +-279  0.9996 5 2.5~75 0.9995 0.54
Tk -1.35e+004
GiEis
WK y =1.79¢+003 x + y=2.43e+004 x +
2.5~75 0.999 2 7313 2.5~75 0.9999 0.44
TR 9.58¢+003 1.73¢+003
i
y =1.43e+004 x + 2L3
AR 2.5~75 0.9999 1 2.5~75 y=310x +-359 0.9986 4
-1.29¢+003 73
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2.5~75
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2.5~75

2.5~75

2.5~75

2.5~75

2.5~75

2.5~75

2.5~75

y=2.3e+003 x +

-2.11e+003

y =2.32e+004 x +

5.87e+004

y =2.03e+003 x +-694

y =4.63e+003 x +-836

y =1.98e+004 x +

-2.12e+003

y =1.04e+004 x +

-5.92e+003

y=2.73e+004 x +

2.09¢+003

y=282x+-654

y = 1.44e+003 x +-544

y =6.92e+003 x +

-3.3e+003

y =8.26e+003 x +

-4.59¢+003

y=226x+-253

y =2.36e+004 x +

-2.32e+003

0.9993

0.9982

0.9997

0.9998

1.0000

0.9998

0.9999

0.9983

0.9983

0.999

0.9998

0.998

0.9999

2.5

0.42

0.87

0.56

0.77

0.77

0.77

’T

T

RIAT

i

R

N3

T

i3

w

e

S

UL

i3

2.5~75

2.5~175

2.5~175

2.5~175

2.5~175

2.5~175

2.5~75

2.5~75

2.5~75

2.5~175

2.5~175

2.5~175

2.5~175

y =3.62¢+004 x +

1.21e+004

¥y =5.9¢+003 x +

3.28e+003

y=949x+175

y=4.36e+004 x +

3.01e+003

y=1.78e+004 x +-112

y =8.04e+003 x +

-2.23e+003

y=5.27e+004 x +

-1.13e+004

y =1.58e+004 x +-69.3

y=4.93¢+003 x +

2.57e+003

y=7.77¢+004 x +

1.16e+004

y=1.23e+004 x +

-4.32e+003

y =2.39¢+004 x +

-5.06e+003

y=4.98¢+003 x +

-2.9¢+003

0.9995

0.9996

0.9998

0.9997

0.9996

0.9992

0.9998

0.9996

0.9974

0.9998

0.9997

0.9995

0.9997

0.18

1.67

1.67

0.45

133

0.91

0.11

0.49

0.61

0.8

0.23




2.6 IntrEI SR B R K

EROLZRE S, IR 259 0.06 mgekg'. 0.10 mg=kg™'\ 0.12 mg=kg™' ¥] 30 FlfF
PDUBER 2GR G FREIEI, 1% 1.5 PR AL BT, AN IARIR B FCPAT I8 6 I RE sV, 72
1.6 A TAERAT T 0 AT I 2, R TE SR Rl A0 2 25 R AR bR 22, 4521 I
5. R 5 EAL REGAEIR. P 3 AINARIR EEKT IR RS 2 B O 61%-108 %2 18],
52 25 B A PR R £ 0.42 %-8.11% (n=6) , IR W B i 26 AR N 7K 1 Bk [l g =R
AR Ah, FoAts 20 Mo HUBE Y B A B R BERURE 2 B2 . 30 F HLBE AR AL & B an p 1.

B 1 30 #MEHBEMEHEREE (0.06 mgke-1 )
£S5 30 HENBRANFERSERERGSER

WhnE/ (mg=kg') WinE/ (mg=kg') WhNE/ (mg=kgh)
0.06 0.10 0.12
ST E
et ARRME P EE 4 RN P A A T SRR
&
RSD/% RSD/% RSD/%
/ (mg=
/ (mg=kg") /% /(mg =kg™) [T U2 /% /%
kg
EHis N 0.037 2.13 61 0.073 1.06 73 0.094 0.64 78
BRI AR 0.051 4.74 85 0.091 2.35 91 0.111 1.89 93
N N 0.054 1.86 91 0.094 0.95 94 0.116 0.52 97
AR 0.054 2.59 90 0.094 1.21 94 0.115 0.7 96
T K RIA
AR 0.051 6.21 85 0.09 32 90 0.109 1.49 91
Atk A 0.055 2.97 92 0.093 221 93 0.116 1.91 97

BRETIEB KA 0.053 1.66 89 0.091 1.36 91 0.113 1.07 94



TR ARAr 0.057 0.98 96 0.096 0.8 96 0.12 0.75 100

LB RATH 0.059 1.13 98 0.101 1.1 101 0.124 1.54 103
W% ER oAl 0.061 1.4 102 0.097 1.38 97 0.118 1.38 99
ER oAl 0.056 3.74 93 0.097 3.98 97 0.119 6.48 99

i
A 0.057 4.9 95 0.096 3.78 96 0.114 2.98 95
T A 0.052 2.58 86 0.093 2.11 93 0.114 1.98 95
RERBEN RAH 0.061 1.4 102 0.1 1.15 100 0.123 1.41 103
SR AR 0.049 8.11 81 0.091 478 91 0.096 4.29 80
5 E B ARA 0.06 0.89 101 0.096 0.92 91 0.118 1.56 98
JoRTRE  REH 0.052 2.68 86 0.093 1.67 93 0.112 1.35 94
FREBEIE R 0.065 0.5 108 0.104 0.69 104 0.127 0.8 105
PR AR 0.06 2.37 99 0.093 1.58 93 0.114 1.01 95
BT RBEER ARAH 0.064 2 107 0.102 1.92 102 0.134 1.61 103
FFREBEIN REH 0.064 1.7 107 0.101 1.56 101 0.124 2.64 103
KEERRBE  RAH 0.057 3.53 95 0.097 225 97 0.117 2.16 97
LR AR 0.063 0.98 104 0.099 1.25 99 0.117 1.46 98
Kk ER oh] 0.064 0.84 106 0.102 0.51 102 0.12 0.42 100
FETERBER ARG 0.064 4.77 106 0.105 2.79 105 0.126 2.35 105
ST ER oh] 0.062 1.21 103 0.1 1.09 100 0.121 0.86 101
Ui AR 0.059 227 98 0.099 1.9 99 0.117 1.68 97
FIERAIBE  REH 0.06 5.97 100 0.089 6.22 89 0.106 7.18 88
Lk ER ofi] 0.059 0.96 99 0.093 0.24 93 0.112 0.36 93
HREEE R 0.958 293 97 0.094 1.04 94 0.115 0.17 96
TR ER ofi] 0.961 0.78 101 0.099 0.66 99 0.119 0.35 99
FHERE AR 0.058 1.34 97 0.093 1.6 93 0.113 1.45 94
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