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Abstract: Objective

residues in Xiao'er Magan Granules. Methods

XEHS 1006 — 4931(2024)09 - 0088 — 08

To screen the pesticide residues in Xiao’er Magan Granules, and to evaluate the safety risks of pesticide
Based on the high - performance liquid chromatography — tandem mass
spectrometry (HPLC - MS / MS) method and gas chromatography — tandem mass spectrometry (GC - MS / MS) method, the
residues of 33 prohibited pesticides and 17 restricted pesticides in the preparation of Xiao'er Magan Granules and its raw herbal
materials were determined by the pre - treatment method of acetonitrile homogenization extraction / dispersion solid - phase
extraction (dSPE) / HLB column purification. Results No prohibited pesticide residue was detected from Xiao'er Magan Granules.
Residual pesticide imidacloprid was detected in eight batches of samples from four manufacturers, with the content of 0.002 -

0.019 mg / kg, which was far below the safety limit of 60 mg / kg. Conclusion The safety of Xiao’er Magan Granules is good,

but the residual risk of the pesticide imidacloprid needs to be controlled.
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Tab.1 Sample information of Xiao’er Magan Granules and detected pesticides
B T RGBS AT R i RS B T R%% EETR i HlRE
I TR AU LARAS 002113 ND I TR6 RRALEDHLKEARAS 201024 #K0.013 mg/ kg
Y TR BEEAEE LA 2005033 wLEH0.006mg/kg | 12 TFE6  ARHLERHLK I ARG 20101 #&AK0.015 mg/ ke
30OTRL AATAAHLARA 211023 wEHk0.00mg/kg | 13 JF6 AEHLERHLKSARNS 200404 #h &0, 003 mg/ ke
4 TR HATR LR 2004083 ND 4 TRT meEhE PR SARTEA 20101 ND
S OTRY ARAHHLEAARAS 210602 ND 15 TR m@ihs v SARTENS 210541 ND
6 TF3 THERALARAS 20210803 R &H0.002mg/ kg | 16 JRT  mhEEETHSARTEN 211071 ND
T TR4 BRERHLARNS 1102 AEHK00Omg/kg | 17 TRT  whHEEFPHAAARTEA 2036 ND
8§ TES  BAEBEHEARNG 201203 ND 18 TRS RREAHTABSRM)ARA 191120 ND
9 TRS AREERHBARN 210401 ND 19 TS RREAHFREHEM)ARAL 220000 ND
0 TR6 ERHLEAHLKXSARMNG 00112 w &40, 009 mg/ kg
E:ND AR B K2R,
Note:ND refers to not detected (for Tab. 1 — 2).
Fx2 ERAMERESRHRE
Tab.2 Information of raw herbal materials and detected pesticides
B TER% BER & £ BERE EREE BER %) fi Bk
B TR REEEARHHARAY T2107006 AEE ND F56  ENFERALARAY Y003-210900  FEND
T5) HHELELAMMN V2111004 Az D TET EMFREZHLARAT 20002 GESN)
T53 mlgsbHRAARM PO1-2011200  AEE ND F%8 RRLERTHLARAG 201201 HOM
TR4 EREETEERARAY Yoo FE O ND Ak TR RRENREEHRLAMAG Y0005 B ARBE0.0mg/kg
TES  EhRALERRAHMARAL 210501 REE S0 10mg/kg T2 ENTERELARA 2203030 G ARAB0.095mg ke
T56 HAEZELAMM Y055-20000  FEND TE3 SRERYHRAARM YOIS-200100 % ARHEO.010me /Ky
TET RNEHEXRELARM 210901 GESIN | T54 GRERaRhARA YoluI0n L ND
T%8  RNEHEXRELARM 190801 AgE D TES  HLARPHEHARAG 190901 BN
5 TRL AARRREREREARMAD 1220106 o AREE0.02mg/ kg F56  GNTEAELARA YO-20000  iF ASHEO.06Imelke
TRY HAFEEPERAARAY Y2030 bl ARHE0 D mg/ ke TR ZATREEALERA 220302 i ARH®0.04mglkg 3HR
TE3 &REAPAIAARA Y007-2001201 A ARBE0.05mg/kg 0003 mg/ ke, % 0. 027 mg / kg
T74 RHASEPERAARAL  YOBR00L LB ASEE0.00mg/ke T%8  BREZHTHLARAG 201101 kH N
T£5 FEERPHREARM 210301 Lh o RRER0.0mglke | EAE TEL RHENRETALARAY Y2001 HOON
T56  EHTEABLATRA Y056-210000 A ARHEO.00me/kg TEY ENTRRELARA 2003031 AZE N
T51 SHTRZEHLARM 220302 LE ERHE 120my/ke TH3 REARTHRAARA] YOI6- 20211201 b ND
TES  HAARPAHARAT 201201 i AAKE0 WS my/ke T54 GRERBROARA YOIuion - L& ND
AT EHERRAREARM 2201026 #HoN T£5 FEERYHRHARM 211001 bWk N
T52 EMFHBALARA 2001034 g N FR6 RRALEALESHALARAD YOU-2I00 hE  ND
TE3 &REAPERAARM YOI3-2000100 7% ND T#7 %W& FHLARAT 200302 AZE N
T54 ARk% m\/ﬁw Yoo =& N TR FEFERPHRAARM 2000 S EAN)
TS KAKEL(ZM)BLARAD 200000 LE ARR0Mmglky | RER TR ACEERARAEE ¥2201009 TN
T76  ERTRZRZERPEAES  V0I8-21081  TH D T2 RA(TA)RAERARAL Y2001 ik )
H A TE3 REARDHRAARAY YOI7-20011200 L& ND
T51 SMTRZEHLARM 20302 B ATHB0.08mg/kg TR4 FEEBTYERAARAD  YOIRAUO0N 4E  ND
T%8  SHTANESLARM 201202 L ND TRS KEKER(ZMBLARAD 20001 bl R0 04 mg/kg,
TR RRSRRPEMARA 2201012 AZE ND 580,09 mg/ke
FEY LE(FR)PEREAMAD Y0007 8 N TR6 FEBLRENSARA YOR2-201000  #7F ekkok0. 20mg/ kg % B
TE3 &REAPAIAARA YOI34-2001200 #% ND 0.38 mg/ ke, A0, 074 mg / kg
FR4 ERASEPRRAARAD  YOSuL0L  #F ND TET EMFREZELARA 200302 t< S\
TR EMEREPERAARAY 20001 HoON T%S  RHERHESARAS 200101 LN
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610020 - 202001) ; B2 — g (ALl B SR AT PR
A, B9 0 3241660, IL5 4 47753, &N 99. 7%) 5 L
Hh 16 B R R A 250 A 0 BRI (58454 A6058) , Z 1
T SRR AR A2 1 mL, RN 100 pg/mL)
W0 T KR RSB A BRA ] s LIE il Ak
B4R 40 M4l s HLB /VEE (200 mg / 6 mL < 60 pm > , 403
ST HARA PR F], 555 HLB210705) .

2 FiE54ER
2.1 BESRIEEERRESERMELE
2.1.1 GC-MS/MS ¥

%4 DB - 17MS E 404 4 (30 m x 0. 25 mm,
0.25 wm) ; PERETRE . 250 °C, A4 maEee ;s 305 4l
FE SR AR FUBE 1 A AT < 146 kPa; F2IF T
WL WAV E A 60 °CLA4FF 1 min, LA 30 °C / min 13 T}
%120 °C, L 10 °C/ min B9 R T2 160 °C,2 °C/ min
B3R T 22 230 °C, 15 °C / min BY 3 TF 2 300 °C, 145
6 min; 12 7= B R IR (BED 5 8 FIRIE B . 250 °C;
BlEARE 2 R0 R A 2R TR < 250 °C iRt 2
Jo7 W AR X (MIRIM) o Xof Rt V85 YA ) Je 25 73 ( TIC) [T AL

1/%10* cps
5.59
5.0]
4.5
4.0
3.5]
3.0]
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2.0
1.5

1.0
o'l . ‘.“M i St A .J.L.L . l/L
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Bl /NLEFEBHRHIFIERREERGC - MS/MS BE FiRE
Fig.1 GC - MS / MS total ion current chromatograms of

t/ min

matrix reference solution in Xiao’er Magan Granules preparation

Bl 1.5 E i 2833,
2.1.2 HPLC - MS/MS #

{A3%FE : Shim — pack XR = ODS [T #£(75 mm X 2 mm,
2.2 wm); FENAH A R 0. 1% H BRI (5 mmol / L 1 iR
) ,B A5 mmol / LY EREL (0. 1% MR ) - &
5 (5:95,V/ V), B EEVEN (0 ~ 1 min i 30%B,1 ~
17 min i 30%B — 100%B, 17 ~ 19 min 5} 30%B ) ; i & -
0.3 mL/ min; 3 : 40 C; BB 720 ESIC + ) 5 Al

R3 BRAULAWGC-MS/MSHMSH SRR EER . LHEEE

Tab.3 GC - MS / MS parameters and limits of determination,limits of quantification,linear ranges of various pesticide compounds

ik RewR  2ET  #Ee REET  EEe BIR RIM ANER e ReHE R2ET  mEe RMET B AR IR ARKER
(mn) il EeV)  fml) RV (glkg (pe/kg)  (pg/L) (min)  AHmlz)  EeV)  mnf) EeV) (uglky) (uelke)  (pg/L)

0- hefs 1019 88.0-60.0 4 880590 20 047 L5 25~500 | AREEA .09 135.7-108.0 15 20.7-2LT 10 0.9 330 50~1000
K45 12,060 157.8-9%.7 20 157.8—-138 15 033 LU 50~1000 | - 837 U0.8-205.6 25 1948-159.0 10 L1 370 50~1000
*RR 27 152.0-17.0 5 19%.0-18.0 15 13 448 S0~1000 | KA JL03 0 263.0-193.0 35 276.8—-240.7 10 0.10 (.33 50~1000
s 1339 32.0-1140 15 320-2000 20 015 0.50  S0~1000 | AEA 306 383.0-255.0 20 383.0-213.0 8 0.75 251 50~1000
PHE 13.56 260.0-75.0 50 308-1286 25 020 0.68 S0~1000 |44 -FEEE 316 46.0-176.0 30 316.0-2460 15 0.84 2.80 50~1000
a~-BHC 420 8LO=145.0 20 2871829 20 0.2 0.07 S0~1000 | R4E B33 1-1540 30 3031120 20 LU 748 50~1000
T 500 220.8-129.0 25 208-175.0 13 045 L3S0 S0~1000 | PARAE 313 168.0-109.0 15 27.0-9.0 10 0.54 181 50~1000
§- R 15,35 88.0-60.0 4 8.0-90 20 001 023 B0 [24-EEE 556 25.0-1650 B B.0-16.0 25 0.7 256 50~1000
y-BHC 1678 18L0=145.0 20 2187189 20 017 0.5 50~1000 | hEE 3.5 0L8-1387 28 828-253.0 10 0.13 0.43 50~1000
JikE 1749 127.0-109.0 12 127.0-9.0 16 117 389 50~1000 |p- A 3.60  206.8-171.8 15 194.8—-159.0 10 0.63 210 50~1000
ATH 1878 388.0-333.0 20 388.0-8L0 35 011 037 50~1000 |44 -FEH 36,60 25.0-165.0 25 235.0-19.0 18 275 9.6 50~1000
f-BHC 1891 I8L0—-145.0 20 2871829 20 0.6 220 S0~1000 |44 -FEH B0 235.0-165.0 25 23701650 18 0.47 1,57 50~1000
L&A 0,60 26271927 30 255.0-20.0 20 0.9 0.9 S0~1000 | EAHEE 0 40.87 27182267 15 2380289 40 0.89 297 50~1000
§-BHC 079 I8LO-M50 20 2A8T7-1829 20 027 091 S0~1000| &7 4178 3618810 16 361.8-2258 3 0.47 1,57 25~500
P AR 046 20311090 35 263.1-79.0 13 027 0.91  S0~1000 | ZekE B.16 208.0-18L1 5 208.0-1110 20 6522 2739 50~1000
LA -ZEAEE S B3 19.0-UL0 15 250.0-139.0 15 0.65 216 50~1000 | BEA B2M 23.0-9%0 20 28.0-67.0 20 1.8 6.31 50~1000
ALH LA WTT40.0-35L0 12 40.0-2550 20 027 0.8 50~1000 | &REE 807 WE-N58 5 E-NLE 1S 239 7.9 50~1000
Ak U9 37.0-230 3 H7.0-250 25 2% T80 S0~1000| AAHE 9.2 167.0-125.1 5 25.0-119.0 18 SL72 17241 50~1000
ot - 4.9 91.0-8L0 10 29.0-109.0 30 0.06 019 50~1000 | ARHE 478 18L0—-152.0 10 18L.0—127.0 30 4615 153.85  S0~1000
GA-ZAREE B4 10.0-01L0 15 250.0-10.0 15 006 0.4 S0~1000 | BHZEE 488 326.0-160.0 4 360-250 2
PRk 640 ULO-120.8 5 ULO-1667 20 0.2 208 S0~1000| (A4

EoHRARY, KA A RR G sm | 2 AT RAEROF

Note: * refers to the restricted pesticides,while others are prohibited pesticides,and m / z refers to the mass to charge ratio (for Tab.3 - 6).
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7 MRM U BRI TR TIC UL 2. %A vy et & 1 0
B4, 1 ‘
2.2 AkHE

AR ZIR 5 X8 Bt T U R o 1 IO TR 245 1R 6 vt
W1 mL, ¥ 20 mL &, I O E 25 A 2k
FHAR 25185 X8 R 15 T s 2 e BRI A 25 1R 5 X0 IR
AR 2 T R BRIV | mL, 20 mLAS S,
NGRS AR R R AR 25 TR 5 X T R

GG — M5/ MSE20 BT PIARREH : B IR =BT B2 /NJLRRE R ) 77 B B3 B iR il HPLC - MS / MS
HE A 10 mg K EFRAE , B 500 mL 25 NS E 2%, HETRE
R EIS00 wL, B 100 mLA A IR 2, IS Fig.2 HPLC - MS / MS total ion current chromatograms of

WA H RS RO BS AERE A (G 3 matrix reference solution in Xiao’er Magan Granules preparation

R4 BRAEULEWHPLC -MS/MSHHSHERNIR. EE2R . &iESEE

Tab.4 HPLC - MS / MS parameters and limits of determination,limits of quantification,linear ranges of various pesticide compounds

RERE  REHTH  FRVE AR THRETAH FRLE AELE BAUR ZIR AKNLH

S

S = 0w B~ L Oy = O
U T T TR SR S T TR

t/ min

2 4 6 8 10 12 14 16 18 20 22 24

=}

ot
(min) (m/z) (V) (V) (m/z) (V) (V) (pg/kg) (pg/kg)  (pg/L)

il 0.72 142 — 94 54 19 142— 125 54 18 0.62 2.08  50~1000
E L 7.62 30422171 77 31 304.2 —234.3 77 20 0.55 1.83  50~1000
FEHER 4.01 336 — 266. 1 60 28 336— 188.3 60 21 0.27 0.89  50~1000
LB LA 2.69  320.1—233 60 34 320.1—171.3 60 30 0.82 2.75  50~1000
o R B 10. 62 247—109. 1 50 25 247—137.1 50 20 2.22 7.40  50~1000
B HE 10.76 323—-97.1 70 60 323—115 70 43 0.59 1.98  50~1000
FB R 4.26  222.1—123.1 70 29 222.1— 165 70 17 0.54 1.79  50~1000
3-FELT R 1.49 238 —220.2 65 13 238 — 163 65 20 0.51 1.71  25~500

e F s 1 4.83  411.1—19.1 49 23 411.1—168. 1 49 35 0.49 1.64  50~1000
ik 3.91 382— 167 36 21 382— 199 36 27 0.37 1.23  50~1000
AT 4. 48 358 — 141 51 23 358 — 167 51 25 4.28 14.27  50~1000
L 10.22 271—131. 1 65 30 271— 159 65 19 2.08 6.92  50~1000
Ak sk 9.36 314 — 162 70 22 314— 120 70 40 0.17 0.55  50~1000
A 10.9 261 — 175 51 21 261 — 47 51 40 0. 68 2.26  50~1000
T3 TR 4.76 277 —171. 1 60 16 277—97. 1 60 44 1.06 3.54  50~1000
AR, 6. 63 293 —247.1 60 12 293 —115.1 60 33 0.58 1.92  50~1000
¥, 75k 10. 57 363 — 227 100 36 363 — 307 100 25 0. 88 2.92  50~1000
FLIREE 2,12 256.2— 168 51 3] 256.2— 140 80 32 0.37 1.23  50~1000
s 2.83 300 — 174 75 19 300 — 126.9 75 36 0.47 1.58  50~1000
%R, 2.79  213.2—89.2 80 24 213.2—116.2 80 15 2.28 7.59  50~1000
B KA 0.97 223 — 86 63 20 223 — 148 63 12 2.91 9.69  50~1000
% KB 0.77 207 — 89 51 20 207 — 132 51 10 1.67 5.58  50~1000
A A H 0.88  224.1—193.1 71 11 224.1—127 71 21 1.07 3.56  50~1000
MR 591  259.1—89.2 53 18 259.1—61.1 53 43 2. 04 6.82  50~1000
R &5 7.88 243 —97 51 41 243 — 131 51 29 1.18 3.92 50~1000
4 T AR 8.07 321 — 171 50 18 321 — 265 50 12 2.08 6.95  50~1000
4T R LR 6.45 305 — 187 52 17 305 — 97 52 56 1.21 4.03  50~1000
KRR 6.67 312—270.2 110 21 312—236.2 110 21 1.54 512 50~1000
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k4 BFRGLSYWHPLC - MS/MSHHSH SRR . EEMR . &EEE

Continued Tab.4 HPLC - MS / MS parameters and limits of determination,limits of quantification,linear ranges of various pesticide

compounds
P REEE  ZEFETH EFALE mEwER  ZRFTH AHEeER ARLE  AMNR IR ABLHE
(min) (m/z) (V) (V) (m/z) (V) (V) (pg/kg) (pg/ke)  (pg/L)

& RIK 0. 84 197.1—46.2 75 38 197.1—117.1 75 39 1.13 3.78  50~1000
GiEXi 10. 42 332.2—273 40 9 332.2—231 40 20 1.19 3.98 50~1000
AR 1.00 202.1—175.1 35 33 202.1—131.1 35 25 0.35 1.17  50~1000
SUR 0.94  192.1—160. 1 50 21 192.1—132. 1 50 40 1.27 423 50~1000
KA R 3.24 343.3—311. 1 50 15 343.3—151.2 50 27 2.39 7.96  50~1000
CE A 13.17 897.8 —449.3 176 32 897.8 —327. 1 32 71 51.72 172.41  50~1000
whed Bk 1A B 9.88 388.1—296. 1 50 19 388.1—194. 1 50 17 0.53 1.78  50~1000
kR 1.35 256.1—209. 1 100 23 256.1—175.1 100 21 0.51 1.70  50~1000
%R AK 1.50 223.5—126.0 50 17 223.5—90.0 50 43 1.78 5.93  50~1000
AR 0.84 214.0—183.0 50 15 214.0—155.0 50 21 0.19 0.62  50~1000
T 13.54 365.1—147.1 40 35 365.1—309. 1 40 16 0.11 0.36  50~1000
L 12.70 360.2—141.0 50 40 360.2 —304. 1 50 26 0.19 0.63 50~1000
4 0.77 114.1—98.1 35 20 114.1—58.2 35 20 0.57 1.90  50~1000
2 &N 6.16 294.1—165.0 50 31 294.1—125.0 50 52 1. 16 3.87 50~1000

i) 10 g A5 B AR E , IMSAALEN 1 g, SLEVERST, FRIA 2
1 50 mL, 52K A3 2 min, B0 (%3 4 4 000 1/ min) ,
BBV DUTE , BN 21 50 mL, 213 A0 78 1 min, 250
(%3 k4 000 v/ min) , BV, A IF LI W, R IR
A3 ~5SmL, A HOIERBEE S mL, #2857, 115

ST T /N LR H SO ) 300 R s 11 BE T« B
25 L JTRE AL (G 3501 10 g, KRR e, NG 1 g,
S BIEE, B 50 mL, 23 AL 2 min, 2.0 (5
#4000 r/ min) B IEW, DUVE , BN S 50 mL, 2,
JALFE 1 min, B0 (5533 K 4 000 v/ min) , B W, &
It FVEWR L BRI A Z 3 ~ 5 mL, i 2R E 5 mL,
FEA], LS mL, B AL H [ 300 mg B R EE L 100 mg
2 — N — INFERESE (PSA) (100 mg +/\ i L4 4 1k
JBERE(Cg) JHRFE 10 min, B35, BIA5: .

JREE AT R MR RS R A s
3L TR (3 3450 ) 10 ¢ RSB B, I AL 8 1 g, 57
BIRE B, TN 235 50 mL, 2) 3 AL 2 min, B0 (s
94000 v/ min) , BB, TUBE , TN 205 50 mL, 2%
AEFE T min, B0 (434 4 000 +/ min) , B FVEWR L &5
VWL R AR E 3 ~ 5 mL, A I IE R RE R 5 mL,
LA, B05 mL, i HLB /ME 2 7%, BIAS .

FE IR A R RS TR < o0 RS 9 HUER T AR 251R
B X BV TRORT B FH AR 24 TR A BRI 45 10, 20,
50,100, 150,200 wL, & FEFE /N, 53 50K % A 2
FIE R4S 0. 5 mL, N ERBEZE 1 mL, BIA5 .

WA H B S AT BORE S G 3507 5 g, HE

92

TR, NG ALEN 1 g, 37 RIFEHEL, BN A 2 50 mL, &)
WAL B2 min, B0 (B4 34 K 4 000 v/ min) , B3, UL
TE L, T G 50 mL, 2) 3K AR B 1 min, B0 (R
4000 r/ min) , U EIEW, A7 FIHWR, R 23 ~
5 mL, 5%, OB R 10 mL, $55), Bl .

ST /N LR SR ) 50 A R VR - T
FE (G350 )5 g, KB AOE , IS eh 1 g, s B %
B, B Z G 50 mL, ) 3 AL H 2 min, &0 (5 E
4000 v/ min) , BT, DUUE, BN ZE 50 mL,
AP BE 1 min, B0 (% 344 4 000 +/ min) , B E 5,
GBI LWL R E 3 ~ 5 L, A B R E
10 mL, #£5), U5 mL, B i§A0 4 1 (1% 300 mg B R EE
100 mg PSA (100 mg C o) J&F% 10 min, B F W, RITS

JREE AT R B M B T A BURE
(1 355 g, KB IS 1 g, S BIEHL, FHINA
50 mL, 238 A 2 min, B0 (553 S 4 000 v/ min) ,
B WS W, UTHE , B A 25 50 mL, 27K AL P 1 min, 55
O (B34 4 000 v/ min) , R IE W, A 97 B IE W, I8
WAE 23 ~ 5 mL, 0%, HZHER FE 2 10 mL, #2457, L
5 mL, & HLB /M2 ¥k, BT .

2.3 MEFIZE

GC — MS/ MS ¥ : 43 HIPHE % 10 B L R FE o TR 5 %) i
PRSI IR TS 1 mL, K I A N FRIA 0. 3 mL,
WATE T AT, B AT, BRI R B L 1 L, A GC -
MS / MSAY, ¥ N b e it e T

HPLC — MS/ MS % : 43 58 % 1 B b 5L iR
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Xof BRI RN S R4S 1 mL, A 26 I AK 0.3 mL,
AT TR A), IRt BRI R % W 1w, 7E A HPLC -
MS / MSAY, &5 Mrbrifk th ki1 5
2.4 HEREEE

LRPESC R A AL 2. 2 01T A VR I L IR A 0T A
VRIS i, #2210 T (385 55 Bk 2% A AR 2, 25 1 B
T 4R 45 R 5 AR 2146 A W 1 HE DG R EHE 0. 990 ~
0. 999 Z[] , WA 2% R A 245 4k & WU HE & BT vk 2 3
FEIN I R R TR R 3 R 4,

o R 5t R A« FH s o ot 00 B (IS 5
AN LR H 00k 35 S TR A o BRI B P AR A 2 1 24
FXFEYS /N, LA A5 S 8/NES T X0 S 1 N RUE,
3FFEMEEL (S / N)IFEAIRR, LA 1065 S / N5 e mhR .
S5 50 P 25 ARSI BR 7E 0. 02 ~ 65. 22 pg / kg Z 1], 22
FHBRAE0. 07 ~ 217. 39 wg / kg Z 0] TR 3 FiFe 4.

PIRE RSB0 - BEIBURR 8% B 5 V00 F L R R
IR A B Bz 2468 /N JLIRR HBURLAE &, 40 5
TIAZE F AR 2518 5 %k BRI R T A 245 TR 6 0T R it
VWA 100 WL, 4% 2. 1 300N @38 5 B3k 45 440 647 e
L3 B0 o 45 SR B 43 A 25 4k 5 1 ) LI 3R 7E 50% ~
120% Z ], [a1 e 2 2 i A 2R TR LR S R 6.
2.5 RHBZRBENE

XF 8 ANAL T R /IN LR H OB AE S A 700 5, 25

SRR A AR 24, rp 3 AR = ) gk R R AR 24
M e kg B (6 1), G HE i e mbk MRM & DL T 3% 8 A
TR R IERL 2R RR B S T R R
B AT R R AT A A SR R A AR A 2
ERR A 2 S AR Hh 4 &2, A B ik ik SRS g L5
HUMG WE HUBKEE 5 #5245 7 T RGBS 2G4 p G H SR
BT 5 HbE K 28 R AR 2 R 22 A i bk
WE HUKAE TR L 2,
2.6 RZGHRBRKEITR.

L2020 45 i € i [ 24 i (YR ) )3 T 0212 B
{4 R o BR A 33 Fh A AR 24 11 2 4 B i 5 ARl ADIL %
17 F B A 26 19 22 4 PR 0 I B O & 4 B R b i
GB2763 — 2019 £ it ' 4% 24 d5c K A% B B it PR 1
ADI, # BUAE NS 35 1 e 60 kg 11540 I TR v 25 1K A
H IR A4 2 B [ 25 M (—38) ), 25 g 2015 PR H i
R T AR R, SR b 2415 PR B 48 T R 0))
250K f K LR Ak D 3L i 300 g /E R R KA O
A PR /N LR E EORL AT F 1 % DL L,
PL1 %L AR R 10 kg 178 0 br o M 5 &, I
GB2763 — 2019 H KL 1158 ADI, /N JLRK H 80k 22 5t
HPRERLE Y ADT 10 g, 718 2 2B 45 B/ LK H
TR 1) 390 Th R A HH A A 24, B AR 24 H ik ek
{H 24 A R o 40T 19 %2 42 BR 18 60 mg / kg, K5 1 PR A%

®5 GC-MS/MS EneEmPHRE LR
Tab.5 Results of the recovery test by the GC — MS / MS method

Halds FEOWFR RAE RO RE O HE ERT A HRS X OWFR BEE RaR R HE ERT A
0- HRB 16,97  30.24 3516 35.48 49.80 5474 46.70 23.60 2,4 - FHE 95.04 103.02  68.01 81.73 117.01 63.72 83.05 83.43
R &H 93.25 10323 86.69 89.82 105.66 67.69 8228 82.56|4,4'-ZEAHE 9877 9568 7529 8236 117.96 66.02 68.94 70.30
B 10215 106,43 90.09 94.01 13313 60.85 84.92 3452 | PAZARA 106.29 9478 96.07 95.59 114.50 67.96  45.66 84.63
* kB 25.60 3450 2740 36.80 36.90 26.50 45.60 37.60 | KAesiAE 99.23  100.90 9417 96.66 96.25 86.12 9430 9L.97
a-BHC 11209 97.59 9298 9131 8420 67.10 74.05 42.57 |e-Hf 86.50 128.36 108.87 202.89 84.01 58.75 19.52 61.05
ik 97.98 6130 88.77 89.43 56.16 67.42 29.15 34.03 | FEA 9256 93.17  90.47 86.10 83.40 66.43 7148 79.92
T A 97.68  66.32  89.18 9434 5551 69.43 3534 70.42 | KK 9417 117.50 7817 90.02 133.19 68.86 67.00 S8.12
B-BHC 10266 99.72  85.48 92.01 99.46 65.81 83.64 68.92 4,4 - HFEF 98.72 111.78  72.57 80.51 90.83 68.97 65.67 82.96
S- Wk 1590 3650 37.60 36.50 38.50 37.40 25.80 33.50 | ALHEM 130.53  107.06  95.27 98.20 40.75 64.95 48.55 75.08
KAk 90.22  140.53  73.06 79.82 765.28 69.26 93.80 41.50| A& 7423 99.63  98.04 77.92 26,02 66.80 45.60 41.90
ATH 150 2L71 9219 8529 108.61 48.38  80.05 169.50 | ¥ AmRAH 90.87  91.36  86.24 83.89 129.12 60.29 76.20 53.97
y-BHC 104.24  101.58  87.83  86.52 90.03 70.17 80.08 127.02 | ek 278.40  92.68  74.83 156.68 179.71 57.58 9311 43.68
KA 87.43 10440 7575 89.29 60.24 69.45 7127 67.87 |24 -ihEH 100.07  103.02  76.49 86.30 197.20 52.22  66.03 80.92
§-BHC 100.91 10505  87.42 85.61 92.93 68.52 101.68 56.24 |4,4' - & 96.46 105.38  74.84 87.60 165.39 63.22 68.00 81.54
AR 76.60  75.60 116.74 123.60 118.40 95.60 76.80 87.50 |B-# S 79.90  67.46 9168 95.89 146.87 50.60 77.32 67.27
E3% 9338 95.85  87.78 88.98 104.32 63.97 76.33 8145 |44 -i#EH 96.30  109.19  75.91 91.63 206.37 53.66  78.01 75.60
ZH 92.88  90.45 8606 85.80 79.54 65.67 7499 69.40 | ASfAEE 91.48 107.11  88.44 85.56 159.23 59.32 103.67 66.01
HE 1022 96.02 104.54 109.96 87.63 105.04 95.15 99.86 | AFHE 99.60  94.50  93.70 94.70 92.40 87.50  75.60 96.50
AkH 104.25 117.37  83.28 163.58 122.24 59.17 69.65 83.28 | ®&A 90.88  108.65  87.49 94.86 172.58 60.31  86.34 76.46
A BB LA 99.52 13554 9454 106.78 125.38 60.61 6278 78.67 | AKBE 76.50 7120 85.50 1 93.70 84.60 76.40  83.40 74.20
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%6 HPLC - MS/MS &I E Bk 16 25 R
Tab. 6 Results of the recovery test by the HPLC — MS / MS method

HRS % Rak HE FRE AR OREE ERT AR BlRA 5 Raek HE R AR REE ERT AR
kil .00 95.15 8242 8541 4273 7188 79.97 28.36 | HRALM 79.98 8470 83.96 9420 48.20 6538 7LS8  47.79
R4 79.73 6335 6417 80.50 15.08 30.17  23.77 9356 | AstE 98.07 55.01 4718 92.68 18.06 20.53 11.38  41.47
RLH 9151  80.89 69.12 47.40 38.43 6536 S55.17 45.56 | MR 99.80  73.20 70.29 98.04 35.61 67.42 472 5127
REH LA 3,60 11531 7938 47.05 26,56 78.03  79.11 40.35 | R&# 9.61 85.23  80.26 9244 4171 6783 6426 56.84
W h A 89.34 8451 8125 9245 4493 5971 6035 6268 | HTEAM 84.56 8244 67.00 89.17 5286 101.19 5451 3578
CEel 92.48 8164 7358 9770 36.97 68.37 8166 66.05 |HTHEBEA 122,07 14271 215.81 33.37 128.62 13493  66.73  98.03
LAR 88.14  78.82 80.15 8741 3918 76.80 43.43 §3.58 | Amesa 100.74  48.78  66.86 6215 19.93 63.54 103.99 3435
J-AAATA 9L64 85.01 7398 8736 3516 60.75  69.57 44.56 | A& 112.87 7084 7269 100.14 3467 83.88 56.16  76.33
BB §3.23 8491 73.05 8188 2184 6460 65.35 4495 | WARME 8200 9515 8242 85.41 4273 7.8 79.97 38.36
Tl §7.81 8468 68.33 8L62 3877 6124 3880 5523 |REE 84.36  50.60 79.39 6143 18.36 40.66 56.06 56.64
1 97.18  75.02 7393 80.59 36.94 85.25 46.23 T4l | FHE 10423 73.63 8238 90.53 27.83 4711 6235 53.82
REH §7.51 8168 7251 88.40 3712 TL6l  59.82 60.48 | FAHERE 2762 2185 23.64 3180 1866 20.13  20.04  53.87
Fok 95.47 4305 39.03 11816 1647 3333 79.19 69.71 |M4EE 57.90 187.62 3334 7273 5717 2453 118,25 299.89
ke 97.67 9446 3282 9244 50.97 10255 63.41 S0.80 | kB AR 86.37 85.89 68.45 9477 39.23 49.92 38.06 73.31
A LA 84.16 102.13  64.96  89.44 4471 7333 15447 5038 | ma 83.00 7711 7520 8429 3615 76.69 46.74  39.81
T HE 95.95 88.91 70.27 8529 39.07 67.76 61.24 7351 |REH 86.05 126,61 76.82 8411 4231 67.49 29.48 45.01
BAR 106,81 77.78 5443 84.60 4207 6215 47.50 45.23 |AKR 80.29 79.51 7479 100.00 33.07 68.75 75.47 59.07
R 83.50 63.50 74.05 8177 3710 65.74 .70 5513 | REHE 9223 77.80 70.58 9459 47.67 7487 63.25 107.29
B 28277 33.65 7318 120.88 119.44 3735 5732 65.87 | L 103.56 89.23 72.87 86.74 57.05 77.41 70.82 9103
BT 79.49 14592 78.65  87.18 3230 69.56 77.40 5310 | &K 84.02  78.69 8262 S5.00 33.94 7442 76.69  50.65
HRAM 11218 86,92 9519  49.53  79.68 135.78 100.47 45.17 | $at’ 8129 77.56 68.00 98.62 4285 58.78 65.07 36.62
1/%10% cps 1/ cps 1/ cps 1/ cps
161 11.33 s 000] |1-30 16000] |1.31 1000 [1.34
12! 6 000 11 12000f | ! zgg 1
i ol o 0 o Lk
0 J‘kZ 4 6 8 1()1214]6]82022241/"‘{“ 0 J‘Z 4 GIS I()12I4]6182()2224“min 0 J2 4 6 8 ]012]41.6I8202224t/min 0 HIZh 4’”6“8 l()!121‘14I(u1A812|02|2|241[/mill

A B C D
1. v kok

A - B HBRER(EEE T EW®SE T
&3

C-D BRARBEER(ZEHTH THET)

AN JURR B )7 A AR R 253 R iR R 5 #HK MR iR & R R i

1. Imidacloprid

A - B. Reference solution (quantitative ion pair,qualitative ion pair)

C — D. Test solution (quantitative ion pair,qualitative ion pair)

Fig.3 Multiple reaction monitoring chromatograms of reference solution and test solution of the pesticide detected from Xiao'er Magan

Granules preparation

2y MR 2 R TR IR T

3 3tig
3.1 BT ERERE

ARHIFFE X /N JLRRH0RE B HL TR 24 4 1 A 2 5%
B SR AR IEAT T O AT, A 2020 4 R E 245 8 (PR ) )
33FAE AR 25 A SEAE b G0 T 17 A ER A 24 R L
SRR R R R EE AR U 4G TR L SRS R R
GC — MS / MS L i R BB E R 2w R H
FEO PR 2 AT B2 L I e kA R b R K AR
SRAL WA R | 2 A5 e 280k F HPLC - MS /
LS 20 7 14 28 50 A v o [T, SR FH B i 32 0 4 245 %

94

B I 5 TSSO 2 X 2 7 A TG, 5 ) e P R
HPLC — MS / MS ¥ 3R A £ B 55 2400, GC - MS / MS
T I Ay L MG SR AN, AN R A R 1) o Ak P
7‘5?%[11—12]0

BT /N JLJRR T J9URL ) 5500 R0 D Ak 245 44 i Ak 38y 3k
[ ELAEARHUE: (HLB /I A3 S A ZE B (ASPE ) 4 |3
Al 2 5 T e o 1) E PR BOE HORE & (G
35015 g AEEFRAE , INAILEN 1 g, 37 BIFEHEL, FImA 2
& 50 mL, 23 A FR 2 min, B0 (3532 4 000 r/ min) , B
EVEW L, ULTE, N 50 mL, S 3E AR FE 1 min, B0, BL
W A LW R 3 ~ 5 L, R T S
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RT INLREBRE T PEHRAKAGRERE
Tab.7 Safety limit of prohibited pesticides detected from Xiao'er

Magan Granules preparation

FOAFRN O LERAR RARE(mg/ke)

5 4k _———
% (mg/kg) Z(mg/d) it kil
1 %HR 0.1 1000 3.333 100.0
2 SHR 0.03 0.300 1000 30.0
3 FAEAR 0.09 0.900 3.000 90.0
4 WM4HHE 0.001 0.010 0.033 1.0
5 ke A 0.03 0.300 1.000 30.0
6 ki 0.03 0.300 1.000 30.0
7 REA 0.1 1.000 3.333 100.0
8 bk 0. 06 0.600 2.000 60.0
9 EMR 0.07 0.700 2.333 70.0
10 #xn% 0.01 0.100 0.333 10.0
11 &KR 0.0003 0.003 0.010 0.3
12 fRHss 0.02 0.200 0. 667 20.0
13 AfHe 0.02 0.200 0. 667 20.0
14 a3 0.01 0.100 0.333 10.0
15 T 0.05 0.500 1.667 50.0
16 ¥k 0.195 1.950 6.500 195.0
17 % 0.1 1000 3.333 100.0

E R B 10.0 mL, #5240 2) HLB /M BURE & (3
34505 ¢ KB FRE NS ALER 1 g, 32 RIFRHEL, B m A
ZME S0 mL, A3 AL PR 2 min, 2.0 (54344 4 000 v/ min) ,
BEVWEW, DUEBIANE 50 mL, 213 AR BE 1 min, B0,
B LMW, A DWW, R R 45 2 3 ~ 5 mL, i,
MO TE# B2 10 mL, #2593 U5 mL, &f HLB /T, B
5 .3)dSPE 32 JBURE 5 (B 3 50 5 o, KAk 2, I ak
1 g, 7 BIFEEL, A G 50 mL, 2) 3 AL P 2 min, &5
LR R 4 000 v/ min) , BUE WS, DUTEFINZNE 50 mLL,
ASPIRAREE T min, B0, BRI, A 0T LR, O e A
B3 ~5mL, % HONERBEZ 10 mL, #55]  HU5 mL, &
HHEE (5 150 mg AR EE .50 mg PSA .50 mg C o) JRF%
10 min, BB VE W, RIS 256 25 i iR i A s %
2. 235 R R ol 5 2 S TR ORI A T
3.2 KAKRBRE TR

XF R H B BIR R AR 2, 3 18 v B Rk B PR
FUE B9 ADLPEA /N JLIRK H FIURL 14 A 24 5% B3 LR, 45 %
Kz B PR FH AR 24 it A e k) o M A T e PR
2 WA 25 58 B 22 A4 AU B AR o (R AR YR £ 1 8 /N L
JERH R A 7 A lb v, 4 5 AR P A b S5 K HE L R o AR
B AR O, HLHH T 5 6. 4 2020 4F 2 2022 4F 4 LR
T FAVRE A ARG LT e R AR B, R B S e He bk
A 25 5% BR B 3 AR 25 5% BRI ORI T HZGM T &K 6
X IO7 B SR 24 R Ml B Bz A RS H ke e, 2 E i kR
e 23 B B B2 25 68 B B 31 /8 D LRR H 80k i 5700 o i

B R R A AC BT S M AT B T ERAR R SR I A
K E T L 3D MRS A K R T R G A2 W
S U A28 2 R 28 BRI o e Sk oA 5 FH 6
FE Y SIS P R U, HLA B A P S E A
PR I & SEAEARTR 150 SR RIE /N LR H JoURE il 551
B O, T R Y R R 24 b M B B R A, SRAB SR e B

FEL, a0 it HR b A5 R 245 P R4 B B AR 24 i A v

KRB, SR TR AR SR 2 o R A Hh R A e (Y

ARG B /N JLRR H O i 70) v, S0 46 1 RN B2 SR LY

W AN B FTEAI AR N, Hor 250 3 0 Lol 550 1)

PECEE T RV DA 25 5% B i FH AR PR 250

PR A 245 T B 2RI A% 280 i ) b g U o

5% 3k
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