] sSHIMADZU

Excellence in Science

LC/MS

No. C21 0

TIVRY 22— B EOT U RY— Md IERIREBREAIT.
BRA 5 —MREF CLLERAINTVWERETY, FIic
BEINTHNTCE NEODFEZ RS TENTERT S L/
—ARX MRELLTEAITNTHY . SETRIEC &Ik
BEENREINTOET,

) R — METBROKPTREEN. 7=/ AFIVY
B (AMPA) &Y ET, JURY— b JILRTYR—Fb
BXTAMPA 1. WITNEBD TBEDZMEEW TH Y.
HPLC ® LC/MS ICEWTIEERRTE— RTORIFHE L <.
FMOC S8 MMLIC K 2D O —MRBI T T,

TT)r— 32— C181 TlE. FEMFLEEE.
ERRIKRD T ) R — b« IR R— b - AMPA B E#S
W L1eflE TN LE Lz, RIRCEHRRICEEMRbIZEE
L. BEIIPREL VS ERERZ. EURL 72 Yy bAIL
b RAY) ITTREE Nz QuPPe (Quick polar Pesticides)
EICTRNLEL, BEITLIEAECBALET,

M. Kawashima

BEITHIF ZFRHE
EBEIRETRBEENREINTOEITH. TOELEE
ISEBIEMTEIE YT, Codex. EU. US. BARDT U RH—
FDERATZRERFAE (MRL) &% 1IckEDHE LIz, (0195
10 BEER)
£ 1 Codex. EU. US. BA&®D MRL (mg/kg)

Country Wheat Oats Soy bean Grape
Codex 30 30 20 =
EU 10 20 20 0.5
us 30 30 20 0.2
Japan 30 30 20 0.5
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[Flour, Whole grain flour,

Oats grain, Soy bean] [Grape]

Weigh 1 g of sample
into a 50 mL centrifuge tube

Weigh 10 g of sample
into a 50 mL centrifuge tube

Add standard mix
(1 mg/kg in sample)

Add standard mix
(0.05 mg/kg in sample)

Add 9 mL of water
and wait for 15 min

| Add internal standard mix |

Add 10 mL MeOH containing 1 % formic acid
+ extra 100 pL formic acid

| Shake for 1 min |

| Add 1 mL 10 % aqueous EDTA solution |

| Shake thoroughly for 15 min by a mechanical shaker |

Refrigerated High-Speed Centrifugation
(13,000 g at -9 °C for 10 min)

| Filter supernatant with 0.22 um pore size filter |

Transfer 2 mL of raw extract into
a tube containing
2 mL acetonitrile

| Vortex for 1 min |

| Centrifuge at 3,000 g for 5 min |

Ultrafiltrate supernatant
through a 3 kDa cut-off filter

| LC/MS/MS analysis
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[HPLC conditions] (Nexera™ X2)
Column : RESTEK Polar X (30 mm L.X2.1 mm I.D., 2.7 um)
Mobile phases : A) 0.5 % formic acid in H,O
B) 0.1 % formic acid in Acetonitrile
: B60 (0-1 min) =B 5% (2-7 min)
-B60% (7.01-10 min)

Gradient Program

Flow rate : 0.6 mL/min
Column Temp. 1 35°C
Injection volume s 5uL

[MS conditions] (LCMS™-8060)

lonization . ESI (Negative mode)
Probe Voltage :-3.0kv

Mode : MRM

Nebulizing gas flow 1 3.0L/min

Drying gas flow*! : 20.0L/min

Heating gas flow™*! : 20.0 L/min

DL/Heat Block Temp. : 300 °C/500 °C
Interface Temp. : 400 °C

CID gas : 325kPa
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Quantitative Qualitative
Compound MRM transition ~ MRM transition
(m/z) (m/z)

- AMPA 110.00>78.90 110.00>62.90
Q

grab Glufosinate 180.10>62.90 180.10>85.00

- Glyphosate 168.10>63.00 168.10>78.80

[C, 2H, "N]-AMPA 114.00>78.90 114.00>78.90

& [1,2,3-G, *H)-Glufosinate  183.10>62.90 183.10>85.00

[#C,, "N]-Glyphosate 173.10>63.00 173.10>78.80
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Sample (bg)  (hg/mL)  %RSD  %RSD (%)

AMPA 25 05 109%  91%  963%
Glufosinate 25 05 94% 93%  102.6%
Glyphosate 25 05 72%  81%  1039%
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Sample AMPA Glufosinate Glyphosate
Flour <0.025 = =
Whole grain flour 0.080 - 0.98
Oats grain <0.025 = =
Soy bean - - -
Grape = = =
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Sample AMPA Glufosinate Glyphosate
Flour 95.1% 94.4 % 97.4 %
Whole grain flour 94.2 % 92.4% 96.6 %
Oats grain 94.3 % 93.9% 92.7 %
Soy bean 91.8% 94.0 % 95.8 %
Grape 96.0 % 94.8 % 97.3 %
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European Commission, QuPPe Method. http://quppe.eu
(2019 7 A 10 HER)
Commission Regulation (EU) No 441/2012 of 24 May 2012
https://eur-lex.europa.eu/legal-content/EN/TXT/HTML/
2uri=CELEX:32012R0441&from=EN
(2019210 B 31 BH&R)
158-Glyphosate, Codex Pesticides Residues in Food Online Database.
http://www.fao.org/fao-who-codexalimentarius/codex-texts/dbs/
pesters/pesticide-detail/en/?p_id=158
(2019410 A 31 B&H])
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