STQ — method Application Note No. AS230401

(F5HDIHDTIRY — b, TILRSR— K,
BLUENSOREDO—F D

JURHY — R INRS R~ NI AR TRELUEAEN TVIRERITY . T E. TORECTEOHZE
EFHRBAEMN BTN, IDZEIMEINBLICRDFEU, 20, BAZELEETEIZORBE)
ZECBEBENREINTVES . A7TVT—33> TEFEEMEEZ RTINSO EEE 5 R0
—BEDMEETRBNUET . SR (HEREZ S EHDHELVEEN TV REH DZANTVEY,

[FC®HIC

HERIEED on
OH H IID H BB
HO—}ID—\ o .._\N CH3 SRS —N(E5#2):0.05 ppm
O NH 0 o IR HR—N—4EE4#£):0.01 ppm
¥0 )—OH
Glyphosate  HO 0
LogPow= <-3.2(pH2-5, 20°C) N-Acetylglyphosate(Gly-A)
CH
QH OH o= 2 OH
O=P NH,, i _d
CH o=p NH O—II3 /O
3 o CH, 0;3\—(
. HO o OH
Glufosinate HO 3-methvibhosohini o
_ _ ; _ -methylphosphinicopropionic
LogPow= <0.1(pH7. 22¢C) N-Acetylglufosinate (Glu-A) acid (MPPA)
HaE>O0— MEFRH
= A2
SEHEE 10 g [LC/MSA44]
= SMH3L : UHPLC PEEK InertSustain Ax-C18
I_ AR K 30 mL (2.1mmi.d.x 100mm,5pm GLHATI>R)
FTRE B AR : 2%FEERU0.1%BEEE_K-7h=MIL(3/1)
a0 7K #9915 mL Bl : 1%FEERU0.1%EHE_ 7 h=NIL
* 2ENS0 MLCBBESCHHE iR : 0.3 mb/min

33T B.Conc 95%(0-2 min)—10%(5-11 min)
—95%(12-15 min)

FAZ:  10pL

HSLBE : 40 C

AAALE—R : ESI pos.. neg.

=09 EE 3,500 rpm, 59
|
HHiR(50mL

| Smart-SPE C18-30mg : 55 |

/EV—H -k - 3 \ Jf= T
[ smart-sPE NH2-30mg : 255 || VEE-F : MRM LCMS-8045( SR 2UFPR)
BE[RS] Bk 1 mL 28 BEt#NH2(C LD FIFEIBH
$#E5% 0.02%BFELK 0.5 mL m REHSBRIETRERS
® B8 NH2
H
Smart-SPE NH2-30mg || (C18%ER5T) -Si-CH2-CHz-N-H:
P 1%BEEEK 1 mL S .?6 &
O-P— o=P NH,
o 0.02%BFESK 1 mL 8 i é% .
GLYs d © GLUs o 2
YA 0.07%7>E=77K 0.9 mL
AR n RIEHN 7))V UIETEBEE(EH)
RO 20%EFES-0.5% 7T >FE-0.2%)>B4K 50 pL -Si-CH2-CH2-NH2
EE : 1 mLKTHEE 0® 2
o-b— o=p NH,
O NH &H,
GLYs o GWs O
TR ORS

C18TFERPEMEREZIRELFT . NH2TREICHFEUUSEREZE DB D BRI I
WMREFENE T . CCTRIPVZ/BEFINH2(CRIFENTIREINF T . NH2(RFFSN BRI RAEY (S
FEEE/K TR T BCETRHREL. BRI D 7 EZVKICEDBHRULET  BHIRIC 20%EFEE-0.5%7
TI2E%-0.2%U>BE/KZRNINS BECLDBRIE(CREELE T .

Bl

5 {_ ‘_‘?r“.‘.‘il ii

2,

\YETRITE]
STQ Method

(3542

18488 1 75%
K5 17.6%
fEE : 0%
RERAES : 0%
TeAlEE 1 0.3%

HE . AARRITER
732015 R(EET)

BRI
Bl

iSTI SCIENCE

Smart-SPE C18-30
Smart-SPE NH2-30

#RERF A AT Y1IVR
www.aisti.co.jp
SEVWaDbLE%E

TEL. 073-475-0033
E-Mail; as@aisti.co.jp



JURG =~ JIiRS -k AiSTI Application Note No. AS230401
BRLER (i)
(B BET E=7 KDOBRERN] JUH — hEGly-Ald5-100pg/kg. DABid1-20ug/kgd 5 2T
NH2H5 AR SN EEN RSB LT 3EHCHENS REBFZERURECAVTNERIFRERENESNFUR(E2).
7RIV IKOREZREIU. 0.035% L EOTEZFIKT e 2ogos —————— N e rrion
+HBEMREMESNELI(E1), | T s | R0 | T
g 1.0E+04 5‘ 1.0E+05 2 1.0E-04
120 k]
& 50803 & 5.0E+04 Glufosinate [ p—
100
g " * o e R S e S
s 60 s
“ e g ] e fpame ) KR
N L5E+04 3.05+04 7\’9)9— F@)ﬁﬂﬁﬂ
* £ L. 1mLHIC20%BFEL
0 E S5 Glyphosate § 10E+04 Gly-A -0'50/091>E§-
‘ Concentration, NH3, % _— I 0. 2°/0U>M7J< ’&50
BMPPA BGlufosinate EGlu-A mGlyphosate ®mGly-A g P . 0 (ll-‘u o P . o (I'-‘u - uLiﬁDﬂ?éJ:ﬂZ?ﬂ
Bl EHRO7ESTREORS o R BULTTZW,

H2 tREHR

{H Hﬂ] %U)E%] Eh 2 A1) Extracted solution before xio® 4

1 —=
BEHOCESENEAPERBOBBIHICHI SRR ¢ L B
MREFNEUI, WEE. BRBONEIERFEMEER -

Ll

2. Glucose-5TMS 2 OH OH O
04

3. Disaccharide-8TMS 15 HO.
WCGC/MSTITOTVWE T . BIB(CSCANBIEDTIC(h=AILA A

01

T oH
1 OH OH
— 05 DIV B pKa=3.4

SIORNISLERUES . AIMET0-(CHEVERTBIETT o L [P
1 A 2
JI,U |\_z\ 7‘)1/3_1\ :*Eiﬂ@g@*%;ﬁb\‘l}%féngbt(:s 22 . , A-2) Eluentafter purification 22 B-2) With 1% acetic acid clean-uplr"‘:
A). BN ERFSCINH2GEHANC 1 BB TE o | .
HIBETINIVEENBREINEL (K3 B). o . .
01 H :| , 'O : : : : | ‘:
""" "Asaccharide | T e B Organic :gid Fin

3 EAEHHICLHTER - BHEEOIR SR

(2 2 {54l ] (R O TIRIRE]
D& 3401 B 26 2 BETToAERERLTRUET.
5 WS NERIFREIREL BIREMESNELL,
&1 RMEMRRCER M

No.  Analyte Spikelevel ~ Tsueness® RSDI® RSDwrS =2 MRBICBIZDHER
ngkg % % % Table 3 Determination results of honey
1 MPPA 5 102 2.1 6.1 Honey MPPA  Glufosinate  Glu-A  Glyphosate  Gly-A
2 Glufosinate 5 86 37 93 Sunflowers,Ukraine N.D. N.D. N.D. N.D. ND.
3 Glu-A 5 110 42 0.8 Acacia,China ND. N.D. ND. N.D. ND.
4 Glyphosate 25 106 6.5 8.5 Lotus flower,China ND. L1 ND. 5.5 ND.
5 Gly-A 25 104 33 4.2 Canada N.D. 28 19 26.4 N.D.
n=2 x 3 operators % 2 days Mexico N.D. N.D. N.D. N.D. N.D.
*Mean Tecovery rates Japan ND. N.D. N.D. N.D. N.D.
b Relative standard deviation of repeatability LOQ 1.0 0.2 1.0 5.0 2.0
© Relative standard deviation of within laboratory reproducibility Unit:pg/kg
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Simultaneous determination of glyphosate,glufosinate,and their metabolites in honey using liquid chromatography-tandem mass spectrometry
and solid-phase extraction
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