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Rapid determination of 56 pesticide residues in Dendrobium officinale
by MPFC-QUEChERS method combined with ultra-performance
liquid chromatography-tandem mass spectrometry
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QuUEChERS) % &4 & 2l ik 48 & 3% — & B R 3% ok B ik m)
RARE G REP 56 AFRBEGA SN F k., HRE0.1%
¥ 8 — LR 75 iR 42 B, QUEChERS 347 &4 B, 2 8k %
AL SN, R AL EERS FW#(ESD. 2 & %
B M5 (DMRM) BE X #4750 47, K R shAr ik 2 . &
B.56 AP RGAE A 1.0~250.0 pg/L KHEE NEMEX
A BIF(R*>0.99), F ik ## E IR (LOD) 4 1~5 pg/ke,
ZEMR(LOQ #H 3.0~15.0 pg/kg., 56 A R %% B k£ &
BEER1,2,10 4 mARK-F T, FH el H751%~
107.0% . A8 xF 47 4R 2 (RSD) 4 2.7% ~18.9% ., & A iz
FiEA 20 MR A EMTREZGHTAN, LERE
L5 ARG P A BRIk B O OR e AR R
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Abstract: Objective: In order to analyze the risk of pesticide
residues in D. of ficinale » a method for rapid determination of 56
pesticide residues in D. of ficinale by a kind of ultrafiltration
purification column ( MPFC-QuEChERS) combined with ultra-
performance liquid chromatography- tandem mass spectrometry
(UHPLC-MS/MS) was developed. Methods: The samples were
extracted with acetonitrile contained 0.1% formic acid, salted
out, shaken, centrifuged, and single-step purified by a MPFC-
QuEChERS purification column. Mass spectrometer was operated
in the positive and negative ion mode using select reaction
monitoring for qualitative and quantitative analysis. Results: The
result showed that, the 56 kinds of pesticides showed good
linearity when they were in 1.0~250.0 pg/L (R?>>0.99). The
limits of detection (LOD) was 1~5 pg/kg. Three levels of 1, 2
and 10 times of LOQ were added to the sample, the average
recovery of each substance in D. of ficinale was 75.1% to
107.0% , of which the RSDs were 2.7% ~18.9%. Conclusion:
This method was used to detect pesticide residues in 20 batches of
D. of ficinale. The results showed that 6 kinds of pesticides were
detected in 5 samples with the contents ranging from 0.066 7 mg/kg
to 1.872 mg/kg. The method is simple, fast and efficient, and
could be used for rapid screening and analysis of pesticide residues
in D. of ficinale.
MPFC-QuEChERS; liquid
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BRI A ME S — R 2 R SRR B M AR R 2
FAME AR TR . FEP A A it T
F O N TR L g PR TR L™ G 7 AR s AR v fe B
Jog U R PR AR B R 2 . AR B R 2, &
BUR IR, R R B A T e T

BE A AR AL R RSy
T AR 4 B A b 24 % R B, S A I B AR e AR
RRTHE. BHT. BB A R 25 5% B A 40 B 5 ik R
A AEMAGE D (GO (RIS L (GC-MS 7|
AR 8 I B 1 (GC-MS/MS) T 90 il ik A £, 1% 53 1k
JE T (HPLC-MS/MS)H0 1 EUAR T8 #Y A ik 4k 25 5%
I 7 3% v, SR 22 [ e G 0 R 24 b 28O 22, i Ak 3 O vk 4R
rp7E [ A 2E B (SPED | 43 R A 26 B (DSPE) ™, B
QUEChERS #9 if &b # 5 4% 09 2 16 . QuEChERS i 4k #
J7 ¥ ARG T [ R A ORI 43 R AR A RO vk B AT A AT
A A 24 90 BT o T R R A R R A D R A TR 4
oo T U TR A R 1 Ak 5 2 (MPFC-QUEChERS) J&
3+ QuEChERS Bilk I 1k, HIFE 2 RERR A K . 2 =
JHig-N - 3£ 5 L Crs TG 7K B0 R 6 56 v Ak b1 L 7 0 5
MR R e Al . e R A B 19 L BR 2R
A% FH MPFC-QuEChERS J5 2 X £k ¢ £ it b 2 4k 2 5%
P[] A bR SR 00 ok DL iR 3

WK | MPFC-QUECHERS %5 & # i S80I A1 6
T — S R AU AT AR L S5 A 2020 RGP E 25 ) A 2
5% B8R SE 5 vk vh B A R 2 Ak BRI RN 28, O 25 R H i s
FAU I LT 0 AR 24, 1 o [R) I 2k B2 A i v Ak 24 5k
R B BRI LS S LA GRR I [ IR o R [ A =-VA
R B A kb 56 Fofe 25 5% B [ I ARG Oy vk L DA Ol R R A
iEH 1 o 245 5% BR W 5 B IRV 43 AT 4 A B R S 4
1 #R S5k
1.1 #eEN=E

RN il A E R A A

FHR . il 200, R R 2 R Ak 27 3R A R D

£h40.6 g MgSO, » 1.5 g NaAc, b st S4B A R A ]

MPFC-QuEChERS j# 8 ¥+ b 1T« IR 22 BE Bk 40 K &
(MWCNTSs) , & - N-N 3 RELE (PSA) | Cys F1TC 7K B 12
B 3 mL, Lt S4B A IR 7

ZORBAX Eclipse Plus-Cys & #H 4 % ## (100 mm X
2.1 mm,1.8 pm) . XEZFERBEAF;

56 Bl 2 5% B0 bR 1 S CEEUIR SR LB K B0 R 35 2K 8
WK 22 R TP 35 O B L 0 R | R i ol
LINRE SN 1 NNl G NN e N N Y D e
SR R A e | R T 22 R A TG D B L DK I
AHMEE R R W N T L TR T L S RE M LG R e | O
Tt I = I B2 T A A L AR e Y P | G L R

EEWE :MPFC-QUECHERS £ 8 BB R A B RBRAIEERENERE AR P 56 HRGERER

I 24 e FE P e TR R L RN W R I O e L R
T P 2 E L S 0 L b R LSRR L R
IR TN 8 oI o 7 VNP7 N R AN P R R A 1 2 Al ]
T e G L R R L kg R IR R - bR E(E N
100 mg/ L, 4 My #B I 55 47 47 BHIF Wl B

R B ik e ET] 24 R A PR S D

0.22 pm A HLIE WL, I % 5% 90 56 B 42 I A R
NG

TS A% A (3 A Agilent 1290 %1, 25 [{ 22 4E 1B B
BABRAF]

= DU AT I BT« Agilent 6470 QQQ B, LT %5
BT E L AR R A A

T WP R A 5 - GM200 1, 4 [ 3 3t 2\ ] 5

HLF R LT2002 A4, 5 #4071 R AR AT PR 6] 5

B AL L-550 24, i) g AL Bg O AL A R A 7 5

TANER & #%: XW-80A B, Fig Kk HF R LA R
NI

B4k Hl: Milli-Q Integral 15 B, 26 E Millipore
YNEI
1.2 KW AH*E
1.2.1 MEMATAEIE  BRECA B R SR TR L 40 H
i A TR ERE SR & . BRI 2 gCRE B E] 0.01 @)
Ol 2 IR i 2 50 mL HZE B0 & N LA 10.0 mL ##
alizk RA) IR HE 2 min, §F & 10 min, IIA 1 5 % 5 R
F.om A 10.0 mL 0.1% B B2 & N5 % W, 18 543, IR e
2 min, ### 10 min, MASH 6 g TKMMREE.1.5 g &
KT R 4 1) R 4, I U HR % W iE 4R ¥ 2 min, 4 000 r/min
B 5 min, #ER W E 1.0 mL L& W, N MPFC-
QUuEChERS(% 2% 3k 50) 8 UE ¥ fb A TUHE A, 218 4 8
FEIEFF A0 1 W 521 38 2ok e Ak 4 L, R A 58 . ¥ Ak
WA E A 0,22 pm A AL UE B AT UE RO, fE
UHPLC-MS/MS % .
1.2.2 0T hm MV I 1

(D) A br e TAER ¥ 56 Bl 4 25 5% B3 b o I T
(100 mg/L) H 3% 4l 2 15 Bl % 1.0 mg/L IR A br 1
VU I % R LAY 1.0,2.0,5.0,10.0,20.0,50.0,
100.0,250.0 pg/L IR -G F5 i TAEW , BRI BLH .

(2) BRbRE TAEW = FAE ML IR 12,1 #F
b B 5 B HCHE BT AR B W BiE il 1.0,2.0,5.0,10.0,
20.0,50.0,100.0,250.0 pg/L F&FTHR M TAEW , I FHELAC .
1.2.3 YA &M

(1) WA 3% 4% FF : ZORBAX Eclipse Plus-Cys 2 Af
{4384 (100 mmX 2.1 mm, 1.8 pm) , JEIH A N 0.1%
R KW s A B S LG S W 0.3 mL/min, A IR A R
JE A0 C L HEREIRTR 2.0 pL BRE VR IE W FE 1.
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x1 HEXRKERERF (2) FEiGA&ME  mE B FIR (EESD . ah & 2 R i
Table 1  Gradient elution procedure AL (DMRMD , T4 S 10 L/min, B 40 & # %
BHR/min i/ (mL - min D) W A/% e By 40 KV FEHERIETS 2.7XX107 Pa, TRATEEE 300 °CH
0.00 0.30 95 5 S 325 °C LA 11 L/ min, HAth B3 A 4 W3 2.
0.50 0.30 95 5 L3 HimsbE
3.00 0.30 80 20 KH WA o 3E—FR O B Y B A5 Agilent
7.00 0.30 10 60 MassHunter T34 837 7 i BUH6 R 5 B @ = A BE
13.00 0.30 9 98 Excle 2010 #1704 8 3 537 .
14.00 0.30 2 98 2 RS0
14.50 0.30 95 5 01 NESBHRA
16.00 0.30 % > 2.1.1 AR U ShHIXT B AR A o A R A

R2 6 MRAKRBRESEME

Table 2 Mass spectrometry of 56 pesticide residues

atg?] PRI/ min - BT Gn/2)  BRETOn/z)  EKBEHRIE/V  RHERER/ V

FURR 1.74 214.1(+) 183.0/125.0" 80 5/25
VDY MR 2.11 207.0(+) 132.0/89.0* 90 10/10
9 R 2.71 223.1(+) 148.1/86.1* 80 5/10
DES 2.90 163.1(+) 106.3/88.1* 50 10/10
AR 3.04 224.0(+) 193.0* /127.0 100 5/20
FH 5 34 3.29 227.8(+) 168.0* /109.0 90 15/25
WGE H R 3.52 292.0(+) 210.8* /180.9 90 15/15
B 0F 3.78 238.9(+) 182.1/72.1" 90 15/15
ACEYUIN 4.28 256.2(+) 175.2* /208.0 95 15/15
IR 4.40 230.0(+) 199.0* /171.0 80 5/10
SE 4.47 262.0(+) 181.0/122.0 80 20/20
BE 1 Jpk 4.59 223.5(+) 126.1* /56.1 100 15/15
i FR 4.86 256.0(+) 228.0/140.0* 100 25/10
WE 5.16 253.1(+) 186.1/126.1* 90 25/15
19 K 5.19 213.1(+) 116.2/89.2* 80 5/20
AR 6.05 222.2(+) 165.2% /123.2 80 5/10
2R 1 6.29 202.1(+) 145.2% /127.2 60 20/20
A3 e 6.33 302.1(+) 123.0* /109.0 100 10/10
= g 7.11 296.2(+) 99.2/70.2* 70 10/10
EZ 7.12 294.2(+) 125.0/70.0" 90 20/10
75 Tt 1 ol 7.13 388.3(+) 301.2* /165.1 120 25/30
UNRiS 7.30 376.0(+) 308.0% /266.0 80 10/10
RN 7.34 303.0(+) 145.0* /85.0 80 5/10
HLR W 7.51 303.9(+) 233.9" /217.0 95 15/15
i TR s 7.55 289.1(+) 124.8/69.8* 100 20/20
6% T T 7.60 404.0(+) 372.0% /344.0 120 10/15
TR 7.86 316.1(+) 247.1% /165.1 90 10/10
i R g 7.94 337.1(+) 124.8/69.8* 100 20/20
ALY 7.95 313.8(+) 158.6/70.0* 100 15/15
T = s 8.01 338.0(+) 269.1/70.0" 90 10/10
b 37 7 1 8.04 331.0(+) 127.0% /99.0 80 5/10
00 8.08 314.1(+) 286.0/162.0" 120 20/10

TN A 8.18 342.1(+) 205.1/1559.1" 100 20/20
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EEWE :MPFC-QUECHERS £ 8 BB R A B RBRAIEERENERE AR P 56 HRGERER

i 2
k& PRE WA /min - BB T On/2)  WERETOn/z) EHERIE/V BHERER/ eV
ST 8.40 314.1(+) 162.0* /120.0 100 10/20
FLIE 8.52 434,9(—) 329.8* /249.8 90 15/30
BN LB 8.54 406.2(+) 337.2/251.1" 100 15/20
I 4 TR 8.61 368.2(+) 205.2* /145.1 100 10/10
I 8.72 386.9(—) 350.8 /281.8 100 10/30
I W ) 8.73 306.0(+) 201.0% /116.0 120 10/15
i & W 8.80 271.1(+) 159.1%/97.0 100 20/20
TR 8.87 305.1(+) 169.0* /153.0 140 20/20
FH 3 i 1 8.90 306.2(+) 164.0/108.0* 120 30/30
P2 S 8.93 354.1(+) 312.0/253.0* 120 20/15
b B 9.02 247.1(+) 137.1/109.1" 80 5/15
FEL L R 9.06 450.9(—) 282.8* /243.8 125 30/30
EENC AT 9.06 418.9(—) 382.8/261.8" 125 30/30
W W 9.08 323.0(+) 171.0* /143.0 120 10/20
GiERR0~ 9.16 261.0(+) 199.0/75.0* 70 5/10
PR B 9.18 368.0(+) 322.0/182.0* 80 10/10
IR 9.37 303.9(+) 233.9%/217.0 95 15/15
Bl HU 9.38 528.0(+) 249.0/218.0 " 120 20/20
Ji5 TR 9.45 409.3(+) 206.2/186.1" 100 10/10
g o g e 9.63 384.1(+) 197.1% /145.1 110 20/20
ZHRR 10.27 282.3(+) 212.2* /194.2 80 5/15
Ik i 52 11.17 365.3(+) 309.2% /147.2 95 10/20
02 i P 11.31 411.1(+) 313.1/71.0* 100 20/20

toxERET.

HARKA S m, T 0 i sh M kT % 58, ST AR 2538 W
R B TR] Bt it AR 56 AN [R] o 245 1 T B G L 5 2R T UK A
A gL R R ST EH bR B TR R R
Wi, &b SR AR SO 0.1 % BY PR VA WO H AR B9
Sy BT R, FR AR DL BRI LG O A LR 3
AR S5 SR WG V8 A AL Sh A X B AR 4 10 5 5 R AR
W, UL 26 2 R RV T (0190 i sh A . SR
M6 B R B AR T, 16 min P 58 UK I B B R IR P L FE 1.
2.1.2  JRIGAPEERE X 56 Bhofc 25 5% B AT R B A 1
AL L 3R IE 97 B8 45 2[R B s, — 2% B i 4 F L O
DAl 25 9 v A5 B AR R H A5 0 00 HE 2 F 55 g, 3k A
OF TR T g B BT EAT TR B SR AR AT BE B T
R0 g N = o AN O D - S B e S
W 3 P Ak B A0 LR SRR T R AL R R
TR R R SORE R S S I B AR
W 187 {35 B 0 K . Je KB S & B AR Y S e s )L R
B2 2 % W I (DMRMD £ 07 SR 8 4% H dx 978 785
SRAENT ], A0 5 1 56 Fhofe 25 5% 8 B3 Ak 0 A I
Tk UL 1,

2.2 BURREMA

2.2.1 BRSPS mTEEORAEZ Al
P FE T PRI T R RN v A i S O B B A R
PrRg e, Hob MR IR SR 253 pH (B UK 7R
P ST BERLE BT A1 T 25 50 40 e TR G T S A TR 1
FAF T AT RBOSE . T LA HULBE A HLUE UBR
B IR M 2 3k W TR I SR AR 25 A AR 4 1 4R ORCR - X

150 0001
@5 100 000
-y
= 50 000F ‘
0 .IJ“ M‘\ .’\ ‘\ |‘ H’| L N
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I [a]
Time/min
B 1 RRisgLAFE &Y DMRM &% B
Figure 1 Chromatograms of MRM of pesticides in

matrix standard solution
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Jig A 2 M HR B B T L B A 0.1 %
W2 2 MV WXt 56 Fh AR 2 5% W Ml S s, 25 B B,
W, 56 B 25 5% B LGRSy 50% ~105% .
EJHO.1% W R 20 I 75 W F . 56 Fh A< 26 5% 51 1 ol g R Ry
70%~120% ., UL, SRR BE RN 0.1 HRR 2
W

Bk B2 AT BRSO TR R 7E QUECKERS J7 12 42
W 7% BEAE S P OR R — S K 4 BB AR AR S B AR I
PRI, A K &t 2t 4 B BOK B P60 R 53R
P, K, R T nA 0.0,5.0,10.0 mL KXt H
Ty IR A2, 25 53R W), A 10.0 mL /K iy 56 Fh
A% 25 5% B8 1 7 35 [l 2 (75 % ~ 105%0) # T H AW 4l
(60%~85%,73%~89%) . K, 5L 5 ¥ L i jim A

BE 2618 | 2023 F 7 B | RAEHMH

10.0 mL #B 4K,
2.2.2 JEFRRC  RW 1.2.2 B 5 VTR A4l % AL g 2
AR I 2 B BN (ME) IR AR

ME:<%~1)xum%, o8

A

M g——FE UM . 6 5

A B JFT VT FC b o gl 2R

B—— 4l 5 b e h e AR

WL Mg | <10% B, ME 7] ZU0% R ifs | Mg | 4
1096 ~20 Y0 I L 55055 Y 28 I T 400 5 | M | =20 06 I, ik 5 J5g
T, 56 PR 25k B 7E Bk K2 A0 AR TN R i i 280 L
% 3.

R3 56 MARAKRBERYM
Table 3 Matrix effects (ME) of 56 pesticide residues
BR KA fiv o R A
T ok T R Ay
EFIES \ ME/ % RS ‘ ME/ %
Wt 2 AbR W AR

AR 1952.42 1.825.88 —6.5 SR 88 822.93 64 893.04 —26.9
1o AR 665.82 585.42 —12.1 TS = s e 3107.64 1 956.29 —37.0
o IR R 1702.19 1534.63 —9.8 ' DRTR 4 078.90 3590.98 —12.0
KZ 6 929.91 5073.89 —26.8 = 23 654.90 19 363.71 —18.1
AR 5 804.60 4 325.51 —25.5 [SEZRS 5 886.00 3637.61 —38.2
FP B B A 22 934.18 18 282.88 —20.3 AW 10 280.93 9 475.29 —17.8
19E oL % 2 867.71 1301.07 —54.6 AU 383.83 398.21 3.7
B oF 1 1303.12 1163.43 —10.7 24 Tk R IR e 11 165.30 5 673.64 —49.2
g Ha b 1 382.47 895.11 —35.3 IE 4 T TR 5 484.52 3 474.52 —36.6
SRR 8 305.52 2 944.09 —64.6 9 882.06 799.84 —9.3
S E M 2 190.82 637.74 —70.9 5 WA ) 18 988.47 19 105.68 0.6
I o bR 2 365.45 779.92 —67.0 i 2 W 6 262.51 5516.22 —11.9
7 R 1025.43 706.89 —31.1 " 37 26 935.66 26 052.65 —3.3
WE 8 712.07 3 674.53 —57.8 FH 2 e e 21 072.98 20 424.52 —3.1
18 K, 591.68 512.34 —13.4 FH O 55 A0 326.22 325.43 —0.2
B A 10 980.30 8 602.01 —21.7 by B 800.36 554.98 —30.7
28 4 797.54 2 011.26 —58.1 IR 1401.42 1167.85 —16.7
e 369.46 171.60 —53.6 FEL LI B 391.62 377.59 —3.6
=R 14 182.72 10 029.68 —29.3 R IR 1261.11 1 469.00 16.5
EZ L 10 143.42 6 725.60 —33.7 CiERRT 4592.21 472.27 —89.7
s Tk e b 6 798.13 4 986.11 —26.7 R B 1002.85 438.46 —56.3
DK i e 16 047.41 371.78 —97.7 T VR 898.39 549.27 —38.9
RN 2 627.34 1708.71 —35.0 i U 825.56 576.30 —30.2
LR 4993.98 7 585.94 51.9 ¥ v TR 19 403.00 19 761.61 1.8
i T 6 243.78 5 370.90 —14.0 e eft i iz 2 814.23 1 130.56 —59.8
% P iR 23 184.53 18 657.80 —19.5 ZIRR 1081.68 823.63 —23.9
(R 3 518.96 191.56 —94.6 Ik i R 47 241.33 45 817.52 —3.0
i A 3 982.85 3169.43 —20.4 UER i 1507.23 1232.78 —18.2
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ML REY A 32 FRZGEBI [ Me [ >20%,
HHIX 32 Fhfe 2% B B AT B I L T4k, Rk, e &
43 M1 v A FH 3 S5 DG e b of il 2%

2.3 HEFWIE

45 GB/T 5009.1—2003¢ & & DA K8 3k BifL
Ay RODBESE A rh R 56y R R S B A A
R, ORFH 2 R W 3 I R B A o TPV U DL A
4143 (W AR (o) X B B WR B (o) il dn e i 2. 56 Fh

EEWE :MPFC-QUECHERS £ 8 BB R A B RBRAIEERENERE AR P 56 HRGERER

RYFREBHTEFIE R N LR R X
RBUR>0.99, 7E2S HRE G B I B AR AR v W LA
3R MR L (S /N = 3) %t B 1 4 2 4% BH Wl J8 S Oy 5 A 1 B
(LOD), 10 f5{5Me L (S/N = 10) % 7 1 4 25 5% B Wk i
R 7 2 14 52 5 B (LOQ) 5 25 1R i W38 JIn A o 35 9, 4% B8
1.2.1 B AL 28 7 1 4 FRAE &, OF BEAT 10U 8 IR 1A
SBT3 & HE®RM 1,2, 10 5, &
AWK EE 6 KR IE 4,

R4 SOHRARBNEEABREXRZR AHR . EER . OKERRENIRERE

Table 4

Linear equation, correlation coefficient, limit of detection(LLOD), limit of quantification(LOQ),

recoveries and standard deviations of 56 pesticide residues (n=26)

A1 RUERRR BN 2 g R TR 10 £ 2 iR

LA/ \ i H FR/ FE R/
[iatg7] LT R? [/ RSD/  [EIg#/ RSD/ [EIgH/ RSD/
(pg+ LD (g kg ) (pgekg D
% % % % % %

AR 1.0~50.0 y=1 825.88z —202.45 0.996 1.0 3.0 94.3 6.4 96.2 18.9 96.1 4.1
BRBEM  1.0~50.0 y=585.422+97.20 0.990 1.0 3.0 80.6 7.0 87.9 7.9 90.7 7.7
758 KB 1.0~50.0 y=1 534.63x—53.97 0.996 1.0 3.0 76.6 7.0 88.6 9.5 89.5 4.9
DES 1.0~50.0 y=5 073.89x+573.40 0.999 1.0 3.0 84.8 9.9 94.5 5.9 99.2 4.3
A B 1.0~50.0 y=4 325.51x+54.87 0.999 1.0 3.0 79.0 127 85.0 8.2 86.6 4.8
B 1.0~50.0 y=18 282.88x186.82 0.997 1.0 3.0 79.9 5.9 87.0 7.2 96.9 3.1
W9 1 % 5.0~250.0 y=1 301.07x+18 187.77 0.993 5.0 15.0 88.1 4.6 84.8 5.7 94.7 4.3
BT 1 1.0~50.0 y=1 163.432x —57.83 0.996 1.0 3.0 94.9 6.2 89.8 4.2 97.8 5.1
AN 5.0~250.0 y=2895.11x+13 266.08  0.998 5.0 15.0 84.3  10.6 91.1 9.9 1016 9.8
R 1.0~50.0 y=2 944.09x+44.43 0.998 1.0 3.0 85.0 8.8 99.9 2.7 94.1 8.9
S ETH 5.0~250.0 y=637.74x+11.38 0.996 5.0 15.0 104.7 7.1 98.5 8.8 95.0 8.2
BE 1 Jpk 1.0~50.0 y=779.92x+766.48 0.994 1.0 3.0 78.0  10.6 89.9 7.6 93.9 6.9
iR IN 1.0~50.0 y=706.89x —58.29 0.997 1.0 3.0 84.2 129 96.4 7.7 102.9 4.4
18E 1 fl 1.0~50.0 y=3 674.53x—76.04 0.994 1.0 3.0 95.8 3.6 97.9 3.3 86.5 5.6
6 K 5.0~250.0 y=512.34x+246.87 0.999 5.0 15.0 83.7 8.1 91.1 5.4 94.2 9.3
AEp 1.0~50.0 y=8 602.01x+16 255.56 0.991 1.0 3.0 93.7 11.9 82.0 6.1 92.3 4.6
28 1.0~50.0 y=2011.26x+2 055.83  0.994 1.0 3.0 83.8 7.6 88.8 7.2 1017 5.8
AR I P 5.0~250.0 y=171.60x—8.14 0.999 5.0 15.0 96.8  10.1 98.6 7.5 94.8 7.6
I 1.0~50.0 y=10 029.68x+1 989.82 0.998 1.0 3.0 82.7  11.0 96.2 6.8 93.0 2.7
EZ U 1.0~50.0 y=6 725.60x+5 691.47  0.991 1.0 3.0 86.9 11.0 91.2 7.2 90.3 4.7
I TR N bk 1.0~50.0 y=4 986.11x+560.76 0.995 1.0 3.0 84.9 8.5 88.5 5.9 90.3 3.9
R Tk i 1.0~50.0 y=2371.78z+1 854.91 0.991 1.0 3.0 79.8 9.5 85.9 6.5  106.3 7.7
EEN 1.0~50.0 y=1 708.71x+47.10 0.996 1.0 3.0 83.2  14.0 88.0 10.1 94.7 6.4
AR 1.0~50.0 y=7 585.94x —205.32 0.999 1.0 3.0 85.9  11.9 94.5 4.2 94.4 5.3
JIfs g s 1.0~50.0 y=5 370.90x+4 995.32  0.996 1.0 3.0 789  10.5 94.3 5.9 91.1 4.7
5% TR T 1.0~50.0 y=18 657.80x+217.68  0.998 1.0 3.0 85.9 9.2 90.0 6.3 93.3 3.8
SRR e 1.0~50.0 y=191.56x+524.63 0.996 1.0 3.0 83.9  10.0 90.9 8.8 93.7 6.9
i 2 s 1.0~50.0 y=3 169.43x —74.05 0.993 1.0 3.0 83.9 9.1 89.5 5.8 91.3 3.9
L e e 1.0~50.0 y=64 893.04x+1 094.62 0.997 1.0 3.0 83.5 9.8 86.1 3.9 95.9 5.4
B = 1.0~50.0 y=1956.29x+3 541.11  0.994 1.0 3.0 83.7 124 87.6 5.6 91.1  10.5
E=E R TR 1.0~50.0 y=3 590.98x +248.09 0.992 1.0 3.0 79.4 7.7 86.0 6.3 99.0 5.8
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k4
W 1A ERR AN 2 e R R 10 e AR
LA/ \ At B/ FE R/
[iacg7] LT R/ RSD/ [/ RSD/ [/ RSD/
(pg+ LD (pg+ kg™ (pge kg™

% % % % % %
30 1.0~50.0 y=19 363.71z+1 383.59 0.997 1.0 3.0 82.8 7.9 94.9 6.0 97.5 5.9
T FRms 1.0~50.0 y=3 637.61x—134.31 0.993 1.0 3.0 81.9 9.3 87.0 6.0 89.3 4.8
SAE T 1.0~50.0 y=9 475.29x+1 072.05  0.995 1.0 3.0 84.9 4.6 87.4 4.7 94.3 4.5
FAE 5.0~250.0 y=398.21x+738.17 0.995 5.0 15.0 78.5 8.6 75.1 154 107.0 6.8
SREEH AL 1.0~50.0 y=05 673.64x —279.46 0.994 1.0 3.0 75.9 7.2 84.9 6.1 88.3 5.1
I 4 A i 1.0~50.0 y=3 474.522+70 853.83 0.998 1.0 3.0 84.4 9.8 89.1 6.6 86.9  13.0
B 1.0~50.0 y=799.84x+377.15 0.992 1.0 3.0 76.6 6.4 91.1 4.4 97.1 7.8
W 1% ] 1.0~50.0 y=19 105.68x+1 888.52 0.998 1.0 3.0 84.3 9.1 94.6 4.2 96.7 5.1
T 1.0~50.0 y=5 516.222+664.66 0.994 1.0 3.0 83.3 9.1 90.3 7.8 97.3 4.6
R 1.0~50.0 y=26 052.65x+2 722.94 0.997 1.0 3.0 85.2 9.9 90.5 4.4 99.5 4.8
FEMEIERE  1.0~50.0 y=20 424.52x+119.61  0.995 1.0 3.0 83.6 7.4 89.9 5.0 95.4 3.9
RS 5.0~250.0 y=2325.43x—72.10 0.996 5.0 15.0 85.2  13.7 88.9 8.6 81.7 8.9
BB 1.0~50.0 y=554.982+949.88 0.995 1.0 3.0 84.8 11.7 81.1 6.7 83.6 10.4
LR 1.0~50.0 y=1167.85x+1797.67  0.994 1.0 3.0 84.5 3.6 91.9 3.7 95.7 5.4
FAENETM  1.0~50.0 y=377.59x+112.36 0.994 1.0 3.0 86.7 7.2 89.1 6.8 91.6 12.4
TR IR 1.0~50.0 y=1 469.00x+82.28 0.994 1.0 3.0 80.5 7.5 86.8 8.1 92.0  11.2
CEE T 5.0~250.0 y=472.27x+11.81 0.994 5.0 15.0 79.1 6.1 84.8 8.0 90.2 8.8
RSB B 5.0~250.0 y=438.46x+159.62 0.998 5.0 15.0 85.0  11.9 96.8 8.2 104.4 7.9
[SRLY 1.0~50.0 y=549.27x+23.45 0.992 1.0 3.0 837  10.3 84.6 7.3 89.8 6.1
i 1.0~50.0 y=576.30x+46.74 0.995 1.0 3.0 78.1 5.6 85.0 4.7 96.6 6.6
Ji5 T 1.0~50.0 y=19 761.61x+3 809.59 0.998 1.0 3.0 89.6 6.3 95.1 3.6 95.4 6.2
14 13 i 1.0~50.0 y=1 130.56x+406.16 0.993 1.0 3.0 86.8 8.4 87.9 5.7 101.9 6.3
TR 1.0~50.0 y=823.63x+285.59 0.995 1.0 3.0 86.4 8.1 93.2 8.3 96.2 6.4
ik il 1.0~50.0 y=45 817.52x+4 825.83 0.997 1.0 3.0 83.5 3.5 84.4 4.9 96.6 4.7
i T 1.0~50.0 y=1232.78x+2 285.48  0.998 1.0 3.0 81.7 11.6 90.2 8.6 94.3 6.3

Hi 3 4 TT0,56 Rk 25 5% B ZE R VR 1.0~
250.0 pg/L BHEEPER R BIF(R*>>0.99), J7 ik RIA R
$91.0~5.0 pg/kg. E RN 3.0~15.0 pg/kg. 56 MK
R BTEA HE R 1,2, 10 M5 mAR K E T 2 [\ i R
75,19 ~107.0% , AH X 45 g 22 (RSD) S 2.7% ~
18.9% . W HE T (14 224 ok IR B I 52 O o B A 38 4 1 o
0 FORS 2% 1E
2.4 EZERERSH

RIS B ah 2 L K% kLA
fib 20 HLYRBE AT E LA 5 088k A fBERE A A
o6 Al A 25 AR BRI 2), Rk 25 AT M B ok
1.872 mg/kg WS 0.440 mg/kg JEAME 0.129 mg/kg.
PIFAIE 0.277 mg/kg 7R ik HH BRI 1,556 mg/kg . I 4 14 BR
0.066 7 mg/k; Y& [Fl— AL U A R 5 o [ AG: 3 1 A 24

Shy T 2 e TR Tk PR TR A ) AR 24 v e T T T AR
PRERIE 2k T Rl 2020 RRQ A [ 24 i ) 45 I e ) B
SE R 1Y) 8 A, HLB A O R I R
3 e

WF5E 3T MPFC-QUEChERS FY i Ab 38 )7 vk, @ 7 T
R e RSOV R i —— P K T o PR U 4k R A et 56 i
A 25 5% BRI 5 vk . 3E O ik 9 QUEChERS i Ab #8
Jruk SR T £ A 2 5% B IR R B A, SR 3 R I A
b o il 26 %2 B T A KPR IE S B B0 VE R R L 56 b AR 2 A%
FATE R B A b i IR Sy 75.1% ~107.0% . %20 £33
B R A LR b b 56 Fiefe 245 8% BRI L o 5 5 kB A A
FERRTI 6 Fhge 24 5% B L A9 B AL 45 R . A PRC-
QUEChERS(E 43 5t ) #8 Ik i 1k B 2025 v 4k 25 B A AL
B EW R BT B, Ak T AT b HE S IR,
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Figure 2 Chromatograms of MRM of some pesticides in D. of ficinale
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