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Method of Test for Pesticide Residues in Livestock and Poultry Products -
Test of Chlormequat, Cyromazine, Diquat and Paraquat
1. 1&’3* %[ﬂ N -3 /;lﬁ'a Té«;% A2 VU s FER- R 9;‘;5; L ;u;j—%
(chlormequat) ~ # /= i (cyromazine) ~ = Y| #(diquat) % = 4|
(paraquat) & 4% B &2 § 2 # % ©
2. & E CRBEFEZELG > Rk TR B F ¥ R (liquid
chromatograph/ tandem mass spectrometer, LC-MS/MS) 4 7
2. E o
2.1 ¥
2.1.1. AR A 78 B K
2.1.1.1. 3=k = JF 43 1 (electrospray ionization, ESI) °
2.1.1.2. k45 ¢ * SIELC ObeliscR > 5um > p f£2.1 mm X 15 cm > & 2%
Ll
2.1.2. # 748 (Grinder) °
2.1.3. #1275 F(Blender) °
2.1.4. *z kR & F(Vortex mixer) e
2.1.5. & i ~ #7% & (High speed dispersing device) : SPEX SamplePrep 2010
GenoGrinder® » 1000 rpm1z + 5 8 & 5 o
2.1.6. .o 8 (Centrifuger) @ # 25000 xgr2 > B BRI 47 F15°C —‘F'? °
22, FRE IV RLZ U RLASIORR Y BB T fRE o M08 APk 47 %
octadecylsilane (C18)4x * & 475 ; 4 35+ K (W* 7 L3 25°CV £
I8 MQ-emy2 b)) 5 5o % & ~ FiRE ~ 2 V2 T PR 4L
5
23, BE 2R
23.1. &g P 15mL% 50 mL - PPH T -
232, €% - 10mL > PPH T -
2.3.3. A< ¢ (Ultrafiltration filter) © 15mL » & 7 # F10kDas + & 2
o> PPHE -
2.3.4. Jg¥: 3472022 um » PTFEH T -
24, #FE2 DY
24.1. 7 1% paz " AR5 %
Be® BeSmL o 4 ¥ fg i =500 mL o
242, 705%% paz2.50%" Fgi% R
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B1%7 B2 7R3 %500 mL o e 33 oK @ 21000 mL -

25 B ApA R A
25.1. B ARG RA

B ? B2483.16 g0 142 B3 kiR f2 7 21000 mL o 2 P e EpHE
33.00 BIEHFARRIRA

252. B tpBiRB LA

2.6 Hlip i et
PrioE A o R A VIEZ T R VIEEY R R 910mg M
Fa A E 1% R T pRR R RE R 210mL 0 1F S R
Rt o AR o Tor PRl R LR RIR 0 1 F 1% L "
R R AR L 0.5 ug/ml > i IR IR % o

27 W2 AH

2.7.1.

2.7.2.

LIS 1 i S

MR RIS B2 MR kA2 % B > B
B FF RS B2g HREALE ) ENS0mLge F ¢ oo i
B2 83 kOep 4004 mL; 3405 mL) LR ERE-kAS ZED
2mL s £ 4e > 20.5%7 fe2.50%" f5A:% 10mL » 2§ ik A H0E
% >1000 rpmim 54 48 0 £ 3080°Ckin P A2 AIRIT 154 48 0 4
Fris o BB AETE R Y1000 pmiR T 14 48 0 »-20°C 0 4k T
904 48 0 B0 {5 2 115000 xgies 5 48 o P FR2mL (a) 0 B
15mLdt (7 ¢ #2mL(b)% CI18100mg)® » M B i~ g %
*+1000 rpmdk 7 14 48 > 1213000 xg3ps 54 48 0 B~ ik 0 g iE
e Bk 0.8mL(c) > 4r > 50.5% 7 2. 50%" FEiR o 0 R AR S
ImL(d) R £33 » Hivkir o

FLEONR

R WP B N2g 0 HREfT . EWS50mLaps g P > R E
2 33 k(F44c0.3 mL ; #%4c0.6 mL ; T %40 0.4 mL) 7 3 £ 48
KA ZEI2mL s £ e x 30.5%7 f2.50%7 fEiAR10mL - ko
B i A ETER Y1000 rpmiRIFSA 4E 0 £ AT80°C K Y A iR
154 4854 §ris > £ 01 % @ 2 75 E > 1000 rpmdk i 14 48 0 3+-20°C
AR D090 48 0 B {8 2 05000 xgdes 54 48 o B~ F iR 2mL
(@) > B> 15mLirw (% ¢ %2mL(b)% C18100mg)? - 11 & & A
FCHE B 311000 rpmik F 14 48 0 113000 xgdfr s 54 48 0 B b FiR3
mL > B 3T AZ s g ¢ 0 115000 xgdEes 54 48 0 P ik 0.8 mL (c)

%2F 0 X6F
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der 505%7 Fi2.50%" fEar 0 @A S 1mL(d) REHES
TR
28. ATk E R HiT:
Pezo fetl o 278 WL bk o 2 B2 P08 mL (¢) 0 A A 2
A RI~100uLE 3 £ 5 0.5%7 B2 50%7 fRid ik @ 84 5 1mL
(d)REHY > BITAF T RBERB R RTIEREREA ;I»u
LRE2 G oL L RERRE > E170.0005~0.05 ug/mL 2
APt R -
AR R AT B B RS A TR wiE 2 (D)
R +7 ¢ : SIELC ObeliscR > 5 um > p j22.1 mm x 15 cm ¢
HEAAR CAREBR T AEEEFHRA

P % (min) A (%) B (%)
00—->1.0 20 —> 40 80 — 60
1.0—>40 40 — 80 60 — 20
4.0 > 6.0 80 — 80 20 > 20
6.0 > 6.5 80 — 20 20 — 80
6.5 —>10.0 20 —> 20 80 — 80

#F e 4pinit ¢ 0.4 mL/min °
A rE 1 2ul e
£ LIS SE TN D) LA ': A
£ g 7 & (Capillary voltage) : 3.5kV o
#r 3+ JhR & (Ion source temperature) : 150°C o
% 4247 R & (Desolvation temperature) : 450°C o
i HR4E F 18751 (Cone gas flow) © 10 L/hr o
% WA Fon ik (Desolvation flow) @ 900 L/hr o
dIpIHo ¢ % £ F & 1 R](multiple reaction monitoring, MRM) © 4 j|
33 ¥~ B4R 487 /B (cone voltage)®E i 42 it & (collision
energy)4rtit £ o
L PRI EAER AT R GERE  VRTR Y 2 RE R TR &2 BT
o
29, FWERE 2R T
HATPRRE AT TREERZRE2 L A 8L~ R 4p & 47 8 T
TGy > B28 FiF e adt iR A AT T RRERZ R TE

%3F 0 26F
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pOE 2 FGRERE SR RS R O o XTS5
FRRMRWY L RELZ E(ppm)
CxVxF

WY EREZ 7 E(ppm) =

Cid AF et BRREFRRY & LF2 kA (ugml)
V:iWARSz ka7 £2 55 M2 20.5%" 2.50%"7 3%
2 88 F% (12 mL)
M: Atz £ 2 (g
F @8 8#(2.5) > ¢ (atb)xd/(axc) ¥
SRS R AR TP E T ERFIHZ A E R Fa F
(£100%) » % F & F4oT -

0 HH A 5 7 (%) % ¥ # R(%)
> 50 + 20
>20~50 + 25
>10~20 + 30
<10 + 50

MRl ], AR 22 TR TUcrH & o
2 WA G RBPRBRR R P TR B AR
SRR
1L w2 ARJI30-2019° & 5@ AT R Efedk = 2 —HIH " P2 &k
(TFDAP0014.00) - 1088 5p =% o
2. Anastassiades, M., Kolberg, D. 1., Eichhorn, E., Wachtler, A. K.,
Benkenstein, A., Zechmann, S., Mack, D., Wildgrube, C., Barth, A.,
Sigalov, 1., Gorlich, S., Dork, D. and Cerchia, G. 2021. Quick method for
the analysis of numerous highly polar pesticides in food involving

\

extraction with acidified methanol and LC-MS/MS measurement. I.
Food of plant origin (QuPPe-PO-Method)- Version 11.1. EURL-SRM.

3. Anastassiades, M., Wachtler, A. K., Kolberg, D. I., Eichhorn, E.,
Benkenstein, A., Zechmann, S., Mack, D., Barth, A., Wildgrube, C.,
Sigalov, 1., Gorlich, S., Dork, D. and Cerchia, G. 2019. Quick method for
the analysis of numerous highly polar pesticides in food involving
extraction with acidified methanol and LC-MS/MS measurement. I1. Food
of animal origin (QuPPe AO Method) - Version 3.2. EURL-SRM.
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54 & 47 Bl
1.81
100 5 m/z 122 > 59
Chlormequat
=
D' I I 1 1 1 1 1 1 1 1
1.90
100 m/z 167> 125
Cyromazine
X
o ] PEEL AR PR U RS S P S I R P S PR O P S 7 PR LR S T LR R R
4.32
100+ m/z 186 > 171
Paraquat
a?\.
0= T I e e e i o | [ e S o oo S S B e o e S 2 R P Pl e
4.53
100 m/z 183 > 157
Diquat
o)
0= T L P T L L e e (e ey T I L ) L R By e L I GO N T o
2.00 4.00 6.00 8.00 10.00
Time (min)

Bl ~ M LC-MS/MS 4 t7chlormequat ¥ 478 B %1% % 5.2 MRM ] 3#
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pEryn T TS Z £ & '(ppm)
38 =X — , T SRS (m/z) > ;ﬁ?& ﬂ E" T SRS (m/z) > j zﬂ H ii" - - -
B~ L Pt A3 3 (m)) IS A B A ¥ 4T (mz) & B At B Ll PR I Fu
— M V) | V) | (eV)
1 |Chlormequat |5 # % 122> 59 37 20 124 > 65 32 18 0.05 0.05 0.05 0.05
2 |Cyromazine |F =% 167 > 125 30 18 167 > 108 30 20 0.01 0.05 0.01 0.01
184 > 156 20 20
i T
3 |Diquat JB= 183 > 157 50 18 184> 106 20 17 0.01 0.01 0.01 0.01
4 |Paraquat | 186 >171 10 15 186 > 155 40 36 0.01 0.01 0.01 0.01
%6F > X6



