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B2 ME717| 2 =4,

Agilent 1290 Infinity Il UHPLC A|A%! (B Z: Binary) Agilent 6470 QQQ MS A|AH
22y Zorbax Eclipse Plus C18, 2.1 x 100mm,1.8-Micron o|estel ESI
(P/N: 959758-902) Agilent Jet Stream X &t
Y 2% 0.3mL/& £ ZE tMRM (Triggered MRM)
2R 2% 40°C A 2= 250°C
U 2uL M EE 10L/&
N A: 5mM Ammonium acetate + 0.1% Formic acid in DW Nebulizer 40psi
B: 5mM Ammonium acetate + 0.1% Formic acid in MeOH Sheath 7t 2= 350°C
AZHR) A B Sheath 7tA R 12L/2
0 90 10 FHE2| H (V) (+)4000, (-)3500
1 90 10 E HA(V) (+)500, (-)500
1.5 45 55 =T ko|/20l2
zlciele ° “0 00
13 10 90
13.1 10 98
17 2 98
17.1 90 10
19 90 10
NEH MRM =7
NEE AEHUM = ool 2M0=2 SA0 B2 H2(27288)8 OHEHE = O|2{ot EMAS E St X} O'H £F 40 tMRM
ZAZEsoF BILICH O|m A2 M2k ol MM 2012 QA= 2 A8 (Triggered MRM) 7| &8 X E5IAELICH tMRM2 OfE 2 ERH)
MRMO| Z 23t European commission(SANCO guideline) & SRRl V|=2M, HE-E NS 28 7|2 MRM 20 =7tE{Q1 M
CHE20| 7| 50| A2 5|4 27) 0|Ao] MRMS AL SO &t2 AHEY B0|EIS SSsl0], BAXD} BO} Hete HARES o
BAISH L ASLICE OfH JHFE Al ot HEE MRM ZH==7t & A K| @Stz 7| S YLICE o mf :IHMQI MRME AlZ HEA
270 M A =[O AELICE 0|22 2410 M 271 O] &S] MRM AHE O] s = XEEH, XAl HIo|H XRIE HAOZ AsEER
HAl= = OlfE Ed &S £0/7] /IE0|H, YBHH o= MRM 71E d2E 2712 MRM A0 H| WSt 29 XS 2l SHA|
Nt Eegss =2 dERIES 7ty &= JAELCh J2Lt AGLICH ESHMRMOZE My E ATEZH2 EEENO HEY
Triple Quadrupole H2F 241710] E44F B2 =2 MRMO| SA|0]| HWE S5t g HEY = U= X SIEE F7L &84
HSY A2, Y2 AT KoL LA F|DE DA MRM A8 4 sttt
42 52 2L QBT 5, M2 HE 20| MRMS F 420l
SHOIM HUIX o2 @XPIF e TH540| ZO0IX|H, 48
EXM0M 025t @AH= 212FH(false positive) 2HIE YO 7|= 7t
2 glolo] FLict




H 3 42E tMRM =24

siEE HA o2 M o|2 Primary Trigger HEE AZE | ZEFEY Frag. EE X 34 Trigger %
1 2,3,5-Trimethacarb 1941 137.1 TRUE TRUE 5.7 0.6 100 5 2ol 0.4
2 2,3,5-Trimethacarb 194.1 122.1 TRUE FALSE 5.7 0.6 100 29 ol 0.4
3 2,3,5-Trimethacarb 194.1 107 FALSE FALSE 5.7 0.6 100 45 kol 0.4
4 3,4,5-Trimethacarb 1941 137.1 TRUE TRUE 5.8 0.6 100 5 o2 0.4
5 3,4,5-Trimethacarb 1941 122.1 TRUE FALSE 5.8 0.6 100 29 2ol 0.4
6 3,4,5-Trimethacarb 1941 107 FALSE FALSE 5.8 0.6 100 45 kol 2 0.4
7 3-hydroxycarbofuran 238.1 220 TRUE FALSE 3.02 0.6 124 0 kol 0.4
8 3-hydroxycarbofuran 238.1 163.1 TRUE TRUE 3.02 0.6 124 16 0|2 0.4
9 3-hydroxycarbofuran 238.1 181 FALSE FALSE 3.02 0.6 124 8 40| 2 0.4
10 3-hydroxycarbofuran 238.1 135.1 FALSE FALSE 3.02 0.6 124 24 ol 0.4
11 3-hydroxycarbofuran 238.1 107 FALSE FALSE 3.02 0.6 124 36 ol 0.4
12 6-Benzylaminopurine 226.1 91.1 TRUE TRUE 3.65 0.6 119 32 240[2 0.4
13 6-Benzylaminopurine 226.1 65.1 TRUE FALSE 3.65 0.6 119 60 0|2 0.4
14 6-Benzylaminopurine 226.1 148 FALSE FALSE 3.65 0.6 119 20 0|2 0.4
15 6-Benzylaminopurine 226.1 63.1 FALSE FALSE 3.65 0.6 119 60 o2 0.4
16 6-Benzylaminopurine 226.1 51.1 FALSE FALSE 3.65 0.6 119 60 ol 0.4
1133 Triticonazole 318.1 125.1 TRUE FALSE 8.5 0.6 100 45 kol 0.5
1134 Triticonazole 318.1 70.1 TRUE TRUE 8.5 0.6 100 17 ol 0.4
1135 Triticonazole 318.1 59 FALSE FALSE 8.5 0.6 100 61 o2 0.5
1136 Triticonazole 318.1 128 FALSE FALSE 8.5 0.6 100 48 ol 0.5
1137 TZ-1E 410.2 310.1 TRUE TRUE 8.95 0.6 78 8 ko[ 2 0.4
1138 TZ-1E 410.2 107 TRUE FALSE 8.95 0.6 78 28 kol2 0.4
1139 TZ-1E 410.2 354.1 FALSE FALSE 8.95 0.6 78 4 kol 0.4
1140 TZ-1E 410.2 80.1 FALSE FALSE 8.95 0.6 78 60 20[2 0.4
1141 TZ-1E 410.2 53.1 FALSE FALSE 8.95 0.6 78 60 ko[ 2 0.4
1142 Uniconazole 292.1 70 TRUE TRUE 8.31 0.6 130 28 ol2 0.4
1143 Uniconazole 292.1 125 TRUE FALSE 8.31 0.6 130 40 ol 0.4
1144 Uniconazole 292.1 155.1 FALSE FALSE 8.31 0.6 130 40 o[22 0.4
1145 Uniconazole 292.1 170.1 FALSE FALSE 8.31 0.6 130 20 o[2 0.4
1146 Valifenalate 399.2 155 TRUE TRUE 8.14 0.6 104 44 o[2 0.4
1147 Valifenalate 399.2 116 TRUE FALSE 8.14 0.6 104 24 ol 0.4
1148 Valifenalate 399.2 144 FALSE FALSE 8.14 0.6 104 12 2Fo[2 0.4
1149 Valifenalate 399.2 98.1 FALSE FALSE 8.14 0.6 104 44 2ol 0.4
1150 Valifenalate 399.2 72.1 FALSE FALSE 8.14 0.6 104 44 ol 0.4
1151 Vamidothion 288.1 146 TRUE TRUE 3.03 0.6 100 13 o2 0.4
1152 Vamidothion 288.1 118 TRUE FALSE 3.03 0.6 100 25 o2 0.4
1153 Vamidothion 288.1 58.1 FALSE FALSE 3.03 0.6 100 41 2ol 2 0.4
1154 Vamidothion 288.1 86.1 FALSE FALSE 3.03 0.6 100 20 ol 0.4
1155 Vamidothion 288.1 90 FALSE FALSE 3.03 0.6 100 32 2ol2 0.4
1156 Vernolate 2041 128.1 TRUE TRUE 10.5 0.6 108 8 2o[2 0.4
1157 Vernolate 204.1 86.1 TRUE FALSE 10.5 0.6 108 12 o[ 0.4
1158 Vernolate 2041 162.1 FALSE FALSE 10.5 0.6 108 12 kol 2 0.4
1159 Vernolate 204.1 88 FALSE FALSE 10.5 0.6 108 10 kol 2 0.4
1160 Vernolate 2041 175.5 FALSE FALSE 10.5 0.6 108 10 o[ 0.4
1161 XMC 180.1 123 TRUE TRUE 4.87 0.6 100 5 o[ 0.4
1162 XMC 180.1 107 TRUE FALSE 4.87 0.6 100 45 0|2 0.4
1163 XMC 180.1 108 FALSE FALSE 4.87 0.6 100 32 ol 0.4
- ZEMRME2 HEE Aol et 20| 0|2 171, 0I2 1715 7|22 2 6tH, 11 2/0] 2| 2F(false positive) FHE0| =20] & = U= F7HE{Q1 FTHE 0| 20] B 2.3714
27bE|of QUELICH mak HEE Aol Aol AEH MRM(27H) thb| 281 O|Al9] MRM(BZE O 2 43702 7HX2 2 MAIZ0M 9| HE T 522 28l oA ZRtx{QiL|Ct
- A7 tMRM2 & 1163702 MRM transition@ 2 74 E|0] YO, ME tMRM HE = O E 2 E AE(Application Engineer)E Sdlf Ml gHS = JU&LICH
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of sE2[1,5,10, 20, 50ppb(ng/mL)] 44

Xl = ko) I ZHo 2| 1F 2k
CHE OHE 350 Chot sttMRM 3 Z0tEJ-M S 12 13 Z&L ot
$40|(Hulled rice) ZXt(Potato) Z=(Chili)
10¢ Cpd 1: Methamidophos 1.803: +ESI MRM Frag=101.0 10 Cpd 1: Methamidophos 1.834: +ESI MRM Frag=101.0 100 Cpd 1: Methamidophos 1.787: +ESI MRM Frag=101.0
12 12
1.2 4
1 1
08 0.8 0.8
Tppb 06 06 06
0.4 0.4 04
0.2 0.2 0.2
0 0
T T T T T T T T T T T T T T T T T T T T T
2 4 6 8 10 12 14 2 4 6 8 10 12 14 2 4 6 8 10 12 14
100 Cpd 1: Methamidophos 1.803: +ESI MRM Frag=101.0 100 Cpd 1: Methamidophos 1.850: +ESI MRM Frag=101.0 10¢ Cpd 1: Methamidophos 1.791: +ESI MRM Frag=101.0
5ppb
T T T T T T T T T T T T T T T T T T T T T
2 4 6 8 10 12 14 2 4 6 8 10 12 14 2 4 6 8 10 12 14
105 Cpd 1: Methamidophos 1.803: +ESI MRM Frag=101.0 108 Cpd 1: Methamidophos 1.815: +ESI MRM Frag=101.0 108 Cpd 1: Methamidophos 1.791: +ESI MRM Frag=101.0
10ppb
T T T T T T T T T T T T T T T T T T T T T
2 4 6 8 10 12 14 2 4 6 8 10 12 14 2 4 6 8 10 12 14
108 Cpd 1: Methamidophos 1.803: +ESI MRM Frag=101.0 108 Cpd 1: Methamidophos 1.826: +ESI MRM Frag=101.0 108 Cpd 1: Methamidophos 1.791: +ESI MRM Frag=101.0
20ppb
T T T T T T T T T T T T T T T T T T T T T
2 4 6 8 10 12 14 2 4 6 8 10 12 14 2 4 6 8 10 12 14
10 Cpd 1: Methamidophos 1.803: +ESI MRM Frag=101.0 10> Cpd1:Methamidophos 1.791: +ESI MRM Frag=101.0 . Cpd 1: Methamidophos 1.791: +ESI MRM Frag=101.0
50ppb
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1. CHEE 0§ tMRM overlapped 2 20tE 12,

1ppb SZOLEIH0A0 2T HO|ARIIT 10% 7S] 2HS2 ALBE J17]0) TYUE H5S HOIFD YO, 5T 5
M 8PS oI 4 YALIC
S20E0Y B LELEE & 292 tMRMO| S EIRIA B7b5i0l Hlo|e EQIES BS e EXSeLITt
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Improved LC/MS/MS Pesticide Multiresidue Analysis Using

5.

Triggered MRM and Online Dilution, Agilent Technologies

Application note, 5991-7193EN, 2017.

6. SANTE/11945/2015-Guidance document on analytical

quality control and method validation procedures for

pesticides residues analysis in food and feed. Supersedes

SANCO/12571/2013, Implemented by 01/01/2016.

7. Triggered MRM: Simultaneous Quantitation and Confirmation

Using Agilent Triple Quadrupole LC/MS Systems, Agilent

Technologies Technical Overview, 5990-8461EN, 2013.



Al |=|k| | -|0| oORS A I- |
U AN 2Mof|Mel RETt ME A2 1
H - = = 5 = (=] o L o
BitertanolO| 8187|& X1t2 A EE[UX| B, O|M[EE RT 2XH0.058)2F F40|2 |2 B[t Hojt 22,
QlH}E L ™MShe HMSH O M2 o8 Al L= TAMEX =2e o|les H=Q| QS
- LU O 2= Mol e= RXe By S flot e £ = 1Y SHH|(QTOF) 52 0l&8¢t P S0 EReLCt
Agilent MassHunter Quantitative Analysis (for QQQ) - 20200605 - tMRM_Ginseng analysis-1.batch.bin — O X
E Eile Edit Miew Apalyze Method Update Library Report Tcols Help
iD= H | ‘*| Analyze Batch *| @ : layout fF [ B B Restore Default Layout
Batch Table - x
Sample: [#] Ginseng - [ ‘ Sample Type: <All> ~ | Compound: [@] Bitertanol v (=] ISTD: ?l
Sample bicyclon Results Benzoximate Results Bitertanol Resuits Boscalid Results Bromacil Reslts
@ | ¥ | Name Data File Type | Level Acq. Date-Time Di. hc.| Area | RT |FinalConc.| Area | RT |FinalConc.| Area | RT |FinalConc.| Area | RT |FinalConc.| Area | RT
O | v | Ginseng | Ginseng Cal 1.d Cal 1 6/5/2020 11:28 PM 1.0388|  2259( 6.581 0.9570|  7567| 8.860) 11224 7067| 8768 06263 9377 6421 07778| 458|455
O [ ¥ [Ginseng | Ginseng Cal 2. Cal 2 6/5/2020 11:48 PM 1.0p0s| 4575 6.582 2.2873| 15110] 8.862 21921 10004] 8.783} 2.2835] 18856| 6.423 2.3951 979 4.55
O | v | Ginseng | Ginseng Cal 3. Cal 3 6/6/2020 12:09 AM 1.0792| 8927|6582 51098 31113 8.876 4.9557| 17590| 8.796) 5.1846] 35452 6423 49100 1788 455
O [ ¥ [Ginseng | Ginseng Cal4.d Cal 4 6/6/2020 12:29 AM 1.0)36] 18083| 6.581| 10.3224| 60669] 8.861] 10.4467| 32664 8.795 10.8405| 67806] 6.422| 10.1656| 3480 4.5§
O | v | Ginseng | Ginseng Cal 5. Cal 5 6/6/2020 12:49 AM 1.0/54| 34359| 6583 20.2006| 117138 8.862] 202319 59526| 8.797) 20.0305| 120376| 6.424| 21.0206| 6975| 459
@ [ ¥ [ Ginseng | Ginseng Cal 6. Cal 6 6/6/2020 1:03 AM 1.0j21] 67860( 6.582| 39.7828| 227707| 8.876]  39.8012| 113247 8.809)  39.7846| 233377| 6.423| 39.4609| 12919] 4.59
» | @ | ¥ [Ginseng | Ginseng Sample 60.d | Sample 6/6/2020 9.53 PM 200 49,3835 [EIVEY 8.741
<
paur rmation = X [Calibration Curve - X
leo s AT mu EEA[EL S AL S0 Aahhis L © 3 2 @ 3| peli - Orgin:lg - Weight N ~ 7
+MRM (338.0 > 70.0) Ginseng Sample 60.d 333.0-»70.0 .338.0->99.0 Bitertanol - 6 Levels, 6 Levels Used, 6 Points, 6 Points Used, 0 QCs
25102 8.74)min. & x10 2] Ratio= 20.0 (24.1 %) © 510 57y = 2745.183828 * x + 3985.947278
2 s 2 R"2=0.99963087
8 15 g 1 S 19 TypeLinear. Origin:Ignore. Weight:None
125 £ o8 £ os
5
1 2
2 06
075 = 08
Z 04
05 Z 0.4
o .
0.25 02
0
\ \ T \ \ \ T T \ T [ e —
86 8.7 83 8.9 LI 36 87 33 89 9 ) T o B % 2% 3 3B 4
Time (min) Acquisition Time (min) Cancentration (ng/mi)
Processed  Ginseng  Bitertanol 7 Samples (7 total) AGILENT\jeehokim
M= (@] XKXIJIXO AlS] of A I = = 5 = ohed =35t
- tMRMO| HE &l Z2tH, =7 Ql T aled §lo| AHEZ H| WS Sot0] HA| THE 7hs LTt
Agilent MassHunter Quantitative Analysis (for QQQ) - 20200605 - tMRM _Ginseng analysis-1.batch.bin - O X
File Edit View Analyze Method Update Library Report Tools Help
b =~ e ‘ Analyze Batch '| @ Restore Default Layout
|Batch Table - %
Sample: [ Ginseng - 1| Sample Type: <All> -| [ MRM (& 782 808 min) (338 0-) Ginseng__|] ISTD: I rEE
Sampl f £ X10 Lo Meteh Scorc=100.0 Boscalid Results Bromacil Resulls
ample | )oscalk \esu| romacil Resul
; I HE o 70 269.2 A2 AHER :
@ % | Name 1521 | Conc. | Area RT |FinalConc | Area RT)
@ | ¥ |Ginseng | Gf 05 . 338 TTZZ37US/T B.768] — 0.6263] 9377 6.421 07778 _ 458] 459
MAFAHO| ZHZE A =5 O:"
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