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AL T B RNE T RIF AP SRR LU Y RIS A BN EE S EE T E.
A757EM A Agilent Bond Elut QUEChERS Kz EMR &5 a8, 77|3EZEMN % TR AFmEp
FERR R W B YPEIT AR, HABRELTFBIZFTIGIER Agilent Poroshell 120
PFP BRIBEIEEX BIREIT DB Do £EZERT 3 PARRINKF FHEUE,
PR T BRI ARV Z ) INFERZEK (sulfaguanidine) BIEIEE 2 b, HEBRELEY
BRI PR BISEE A,

=

Al

i

I#R23E (Sulphonamides, SAs) (W&¥IR—LEBWRERBBMEMNERNER,
HEAMIHE 20 ML EY, RENEEKE. BREE. HEE . s¥SEES, &
BRI MEEIGKRPE 2N BT BN ET ARRREER. e ESHAaTE
(Trimethoprim, TMP) . ZH&¥E. —HEFEFRBITRSERELIG RS EHEN,
AgsREMEMER. T AEATEE. Ait, FAEMERAENIEET, BEELEY
MREENNFAITAY. ERBERAMEYRSIRALITER MRS, B
BEEEUE, EESIYMERTRESSHESHEN TR, ERALERENRE, T
BB RIE RN AL, SERNAEZEEZNIEME. BIBAXEETFR “—24n
#” DHIE, SAs. TMP RHRER 10 ug/kg FREAREHITIAR; Y B SAs BIMR 2T
79 5ug/kg, B TMP B9 MRL BN 2 pg/kge

AR Agilent Bond Elut QUEChERS K2 EMR RFIF=RESRRBA RS, Bl 7EE
Mg FRPSHERENEMNEIEXNFIRBEN DT %, kHEReREBEASEY!
RMRREBIENEENEEE K,

Agilent



I8 ER S AR
BT Agilent Poroshell 120 PFP, 2.1 X 100 mm,
2.7pm (BFHS 695775-408)

RN R
ZHE. 2B, BENGEA, BT Honeywell AF]; ZEEEHN ROE A % 0.1% 2B 5 mmol/L ZBRBRRYAAR
A4, MF Fisher Chemicals ‘AF]; FrALIAKA Millipore EIAE B! FEz
Milli-Q Bk R LB A EBFK; 23 FERE LAY R EEN BERERE: B8] (min) B (%)
A (MF 1) BItERBTRPERLEFREER RS IHEIER 0 10
#, RBZEAFNRENESINEARR, HELAHBNHR, BE 1 10
g FRERATE o 4 30

8 60

85 90
NBMIgEH 95 90
Fr BT 284 Agilent 1290 Infinity || &I ®IE R LS Agilent 10 10
6470 = EPUIRIT R EBX A R L. 12 10
I MET BRI E A Agilent Bond Elut QUEChERS % HHE: SHL
B E (BB S 5982-0032) 0 Agilent Bond Elut QUEChERS R 40°C
DEERZEIRRFIE (EHS 5982-4950) o B TRYE]: 12 min
i T 420 R PR AR R AT LIRS Agilent Bond Elut QUECHhERS R 0.2ml/min
ZEERFIE (FHS 5982-0032) « Agilent Bond Elut EMR-Lipid
AE (E8FS 5982-1010) #1 Agilent Bond Elut EMR-Polish fz
HE (S 5982:0101) il

HFR: ESI
=5 EEE

BEFmATLE BFREE: 325°C
VERRFREY 5 g 2= TF 50 mL BOEF, MO 100 uL RREEE AR ASTOR: 6 L/min

EBR (REINIRKTEARR, FrINBESERBRRERR) , M

EfkesEN: 50 psi
5mL k. 10 mL Z8&, SRESEA 1 mine JIA QUEChERS ZEY P

HAIS, BZUES, WHEES 1 min, L8000 pm L Smin,  © vEs 350°C
B 6 mL £, ZE QUEChERS HEEMZEIURFEF, %5 HEE: 12 L/min
IRIESURIBES 1 min, L8000 rpm B0 5 mine BY 2 mL 35 BT REBE: 3000V
W, 40°C AMAWELT, MA05mLAER, FREBBRS ws' 1M &
7#fte A= Unit
s % R 751 (MRM)
P R Delta EMV: 400V
EHFTER 2 g BTHT 50 ML BOET, MA 100l Baties  MRMEME W AR

& (RIBINATKEARR, FIIDRESTRESEREARR) , 105mL
Ko 10 mL 288, ®iEES 1 mine I QUECHhERs ZE AR
2, BIZIES, WRITES 1 mino LL 8000 rpm &0 5 min, EY
5mL BE&, £ 5mL ACEWIZAR Bond Elut EMR-Lipid &t E
F, ZHOIRESCRIGES 1 min, L8000 rpm B0y 5 min, FiE
LEREFBZE Bond Elut EMR-Polish REEH, EOIREIRIE
JEE Tmin, LL8000 rpm B0y 5 min, X E/E& (ZBEE) 3mL,

40°C mAEMEILT, MA05mMLIKER, FHRREKARSED T,



® 1. 23 MEERREM S RES

BRFBIBTIE MRM A5

X

HEMETR {REZBYE] (min) BEF (m/z) FEBEF (m/z) X E2ET{E] (ms) EHEE (V) TtiERES (V) Tt 42t INE 2S BB IE (V)
T B BREE 4.2 215 108 6 70 20 2
(Sulfacetamide) 215 156 6 70 10 2
TE&RZRK 2.1 215 92 6 70 25 2
(Sulfaguanidine) 215 108 6 70 20 2
FERZ LI 5.3 250 156 6 90 15 2
(Sulfapyridine) 250 108 6 90 20 2
TERR ST 49 251 156 6 135 15 2
(Sulfadiazine) 251 108 6 135 20 2
TEREFRE S R 7.4 254 156 6 100 10 2
(Sulfamethoxazole) 254 108 6 100 25 2
T g NgE DAk 5.2 256 156 6 135 15 2
(Sulfathiazole) 256 108 6 135 20 2
TERE R R IE 5.7 265 156 6 100 18 2
(Sulfamerazine) 265 172 6 100 18 2
e 7.4 268 156 6 110 10 2
(Sulfisoxazole) 268 113 6 110 15 2
T g FR I — 6.5 271 156 6 90 15 2
(Sulfamethizole) 271 108 6 90 20 2
" RRERETRRIERE 6.7 275 259 6 120 30 2
(Ormetoprim) 275 123 6 120 30 2
TRBRARER 7.5 277 156 6 135 8 2
(Sulfabenzamide) 277 108 6 135 25 2
TR — BRIRE 6.3 279 186 6 120 15 2
(Sulfadimidine) 279 156 6 120 20 2
TEAR R A bA R 6.6 281 156 6 100 15 2
(Sulfamethoxypyridazine) 281 126 6 100 20 2
TERR I8 R | I IE 7.6 281 156 6 110 20 2
(Sulfamonomethoxine) 281 126 6 110 20 2
T AR R R D 6.4 281 156 6 100 15 2
(Sulfameter) 281 126 6 100 20 2
TERE RUBARR 7.0 285 156 6 100 10 2
(Sulfachloropyridazine) 285 108 6 100 20 2
TERR S iR 8.3 285 156 6 120 18 2
(Sulfachloropyrazine) 285 130 6 120 30 2
&I 5.9 291 230 6 120 25 2
(Trimethoprim) 291 261 6 120 25 2
Tt B I D2 8.9 301 156 6 110 15 2
(Sulfaquinoxaline) 301 108 6 110 25 2
T R%ia) — RE Mg 9.0 311 156 6 130 25 2
(Sulfadimethoxine) 311 108 6 130 30 2
TR 4B — R M0 7.5 311 156 6 120 20 2
(Sulfadimoxine) 311 108 6 120 30 2
TR A I P 8.4 315 108 6 135 25 2
(Sulfaphenazole) 315 222 6 135 15 2
ZEREFE 6.0 261 245 6 50 30 2
(Diaveridine) 261 123 6 50 30 2
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WIBAS PR A%, A Bond Elut QUEChERS XY# = &AH
22 MR A Y R EISBFH I TEEA S, FIA Bond Elut
QUEChERS Az EMR ¥#2 F 327 23 FhigE RIS (b &) B 18 2857
HITEENA R, FIIEA Poroshell 120 PFP RABGEIEIENTH
BT ON. BNYEEZERSENE, E8EFNFE
F52£48E, Poroshell 120 PFP 23 T FRE R 9 B AR T E
NE, FEHEBERMBITESMEME, WE 1 Fim. BEX
fb B H{ERM 10 pg/L RINKCERBEINFER (4 Bond
Elut QUEChERS MBS 7RIN 22 FhEERR I (L EY)) W TIC BIE
Zl, Bond Elut QUEChERS AILIBM AR, F#UMREE, W
2 Fl7IRe
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MR vs. SKEERTIE] (min)

2. BETFHEMR (LE) M4 Bond Elut QUEChERS ZMBfE7RIN 22 FhiERZE K
BYIREILXGTIA 10 pg/L AR PSR R (FE) BTIC

W%k 2 AR 3 IR ENEERNERRIEIEREHIEREME
SEE, SEIgET 22 MEREUEYNE TR S 23 TR
BYNEMEEXE R, BRTEIRERUN, EXEHR YRTF
0.99

| 2. 20 MRERRE U SY R EUE W RS BRI IEAR A S 2 R A E

HEYMETR RS2 R? Bl
(Hg/L)
Efii?iﬁamide) y=166401+x +182295 | 0.995 | 1-50
zfiiituamdme) y=129042+x +39318 | 0992 | 1-50
Efiiﬂatiﬂidine) y=320162 *x +3921 0.995 | 0.5-100
Eiﬁ:ﬂiiﬁio@ y=44050+x +19644 | 0.993 | 0.5-100
zfififfne) y=294557+x +33645 | 0999 | 0.5-50
zfiiirizile) y =23307  x + 38801 0.990 1-100
iﬂi?ﬁ;iﬂzﬁole) y=72352+x +29401 0.991 | 0.5-100
é:jifiﬂ?”@"’i y=782391 +x - 148306 | 0.995 | 1-100
zfﬂiziﬁfnzamide) Y7 25X+ 086 081 e
ﬁfﬂi;ﬁi‘:fe) y=432157+x -35157 | 0991 | 0.5-100
zfifi?ﬁipyridazine) y=1052662+x +184213 | 0998 | 05-50
zfzi?miiuilﬁhoxine) 7 739621 x 77206 0597 pertoe
izﬁ:ﬂifﬂ)ﬁﬂi y=493271+x +25412 | 0995 | 0.5-100
FERRSBARR
(Sulfachloropyridazine) Y7 30rss A2 0% | oo
zfﬂiiurtﬁfopyrazine) Y7 12002+ 7739 029 S
(Ef'fnf:foprim) y=365536+x +207131 | 0.997 | 1-50
Eiﬂiﬂiﬂiﬂixa”ne) y=176784+x +68607 | 0.991 | 0.5-100
Efﬂiiiifji?i) y=1473107 *x +40835 | 0.999 | 0.5-100
?fiiiiiiuiﬁ y=1151605+x +19984 | 0999 | 0.5-100
FERGAR LR y = 96350 * x + 5527 0.998 | 0.5-100

(Sulfaphenazole)




R 3. 23 MEERZS L S N EIERGTIRY 8 T R B IR IEAT R A 5 12 R 4L 1B

R 4. 20 MRS R EUEWFE B E P RRINEIE (n =3)

_ 4B ARk FIEWRE
EaYBTF S E R? wEaYMBIR ) RSD (%)
(ma/L) (ma/L) (%)

TRz 1.0 82.6 2.2
RIS ) y = 29985 * x - 20181 0.998 2-100 TRRRELE

(Sulfacetamide) . 5.0 91.2 39
P— (Sulfacetamide) 00 956 o3

L y =10251 *x - 2622 0.996 2-100 10. 5 :

(Sulfaguanidine) 1.0 51.5 1.2

b e TERRRK
FERROLLD
DN y=69486+x - 131683 | 0.999 | 2-100 (Sulfaguanidine) 5.0 58.5 52
(Sulfapyridine) 10.0 60.7 7.6
TR
R &\_E _ y=12912+x - 20510 0998 | 2-100 I [ 1.0 92.5 3.1
(Sulfadiazine) BEREILIE 50 1041 49
TR =05 (Sulfapyridine)

Sﬁfg? a | y=13478+x -14002 | 0.999 | 2-100 100 108.5 69
(; am;t oxazole) — 1.0 75.5 1.7
TERRIED i RIEE
(sﬂTf thiazole) y=27189+x - 47756 | 0.999 | 2-100 (sulfadiazine) 5.0 86.5 5.5
_;;;Tlio € 10.0 96.5 8.2
—TRE y=283347+x - 368373 | 0.999 | 2-100 N 1.0 97.7 2.8
(Diaveridine) TRRRRES IR 5.0 102.7 4.1
TERR AR IR (Sulfamethoxazole) . : :
. y =38874 * x - 25564 0.998 2-100 10.0 105.0 7.6
(Sulfamerazine)
P —— — 1.0 78.9 5.8
. y=17148*x - 18517 0.997 2-100 = _ 5.0 94.0 6.3
(Sulfisoxazole) (Sulfathiazole)
AR IR — 10.0 96.3 7.1
, y= 59805+x - 77664 0.998 | 2-100 10 818 06
(Sulfamethizole) R : : :
—me [P N 5.0 93.8 4.0
- DN, .

RRRRER R y= 596920+x - 1450101 | 0.998 | 2-100 (Sulfamerazine) 100 946 .
(Ormetoprim) : : :
TRERE R 1.0 81.7 4.6
REES: ) y= 752 *x - 1249 0.997 | 2-100 gl
(Sulfabenzamide) (Sulfisoxazole) 5.0 105.8 1.9
T R% — ERIED 10.0 97.7 14.0
R EF %_i y=122875+x - 309032 0.994 5-100
(Sulfadimidine) — 1.0 87.5 2.5
R AN - 5.0 95.8 6.1

BRI . y=246160*x - 343677 0.998 2-100 (Sulfamethizole)

(Sulfamethoxypyridazine) 10.0 95.5 7.6
T8 A% B) R A MR TE 1.0 77.5 6.1
=63961*x - 70947 0.997 2-100 —HRE FRRIFELE

(Sulfamonomethoxine) y X EﬁngEFIg—pﬁg R 5.0 93.2 23.1
TR B S PR IE (Ormetoprim) 10.0 96.2 4.2
N . y= 104050+x - 166240 0.999 | 2-100 : : -
(Sulfameter) TERE AR EL 5.0 979 10.8
TERRSA N

R SUmARR o y= 25023+ - 27432 0.997 2100 (Sulfabenzamide) 10.0 108.0 15.9
(Sulfachloropyridazine) 1.0 89.5 19
TERR S Tfg — R

R . y= 4662+x - 3403 0995 | 2-100 A 50 101.2 3.9

(Sulfadimidine)
(Sulfachloropyrazine) 10.0 102.0 6.4
REFIE
=113852+x - 93631 | 0.999 | 1-100 S, 1.0 88.3 25
(Trimethoprim) y X BRRR R AT 5.0 97.8 5.0
RIS (Sulfamethoxypyridazine) - - -
el ,m ) y=21305+*x - 58131 0.996 2-100 10.0 99.2 74
(Sulfaquinoxaline) 10 5.4 14
B BIE) — FR I ek 8] FR LR : : :
R . A %E y =144126 * x - 260964 0.998 2-100 . 5.0 94.4 3.0
(Sulfadimethoxine) (Sulfamonomethoxine)
P ey 10.0 96.8 6.9
N o y = 256580 *x - 187051 0.998 2-100 1.0 92.4 0.6
(Sulfadimoxine) T B xd ER SR I 5.0 100.3 37
T Rt b (Sulfameter) - - :
y=2235+x - 2760 0.997 2-100 10.0 105.1 6.7
(Sulfaphenazole)
1.0 88.6 1.7
_ N TR SBARR
AEREEERBIWER, 2507 1. 5. 10 yg/L = DREIR (Sulfachloropyridazine) 5.0 102.2 47
ERIRMAKFET, A Bond Elut QUEChERS 5 AR AT 4 10.0 1105 9
— ME 25 N 27 Tl N 1.0 108.4 6.1
fo MF AT, BTREFENREAOESEBEZ, B | wso - lood v
TREER M EMNEIWEIYE 75%-110% 2i8); FT _HaEH (Sulfachloropyrazine) 100 56 6

B RRIRIESE 5 pg/L BIAINZKF R RSD FAR. A 23.1% Z5h,
HEPA &Y RSD 37 20% LA,




R 5. 23 MR B R AERGIER E R FB0AIIEMEE (n=3)

ARINIKF T EURE
HEMRTR RSD (%,
- (ng/L) (%) 52
S 1.0 50.3 7.2
.—FE . 5.0 81.8 19.9
(Trimethoprim)
10.0 90.2 4.8
TR 1.0 85.5 2.6
N 5.0 99.4 6.8
(Sulfaguinoxaline)
10.0 103.7 7.3
i) — R 1.0 94.3 1.0
31— ;
! . & 5.0 102.7 2.7
(Sulfadimethoxine)
10.0 105.3 7.0
RS — MR 1.0 93.4 1.0
TR 5.0 99.8 35
(Sulfadimoxine)
10.0 102.8 7.0
— 1.0 101.2 0.6
- 5.0 98.3 12.2
(Sulfaphenazole)
10.0 115.5 8.0

B Bond Elut QUEChERS 73 AR T LiEEREY, KIMzT%E
M FIERE N Y ERERNEFIFIER, NMSET KD
FINERE N SYRIEIKNERZE, Bond Elut EMR BIBREE(EFR R
DAL SR MRV AR R S VIRV B R B /)N, MR R E
£, 0B 5 FRATEEEE R

—
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BEEE GG by & by & B G Uy &l 55K G
CETT e TGS S FEESEF
& KO BHERE, LEEHEEK//
& @3&%@@@? ‘}g o 4@% &
A A &
’/

=2 ug/L FIBRE EMR  m 2 ug/L FI0RE QUECHERS

& 3.2 ug/L ANNAKFET EMR 1 QUEChERS 7 MRS EIMEAINTLEZE R

FILTEXT TR AR 23 MIERECEMREIBRFHTEET
EORAE 3 P RBEHMAF (20 5. 10 ug/L) TIiTeEug=
BY, A Bond Elut QUEChERS & EMR &%= it 1T S ZE BXAD
B, HFEBRTRPPFEFENRKXREREN 2 ug/L, AM
XM Bond Elut EMR BY, ZER7T 1 pg/L BIARIMNAKTF, WK 5
P, BRT AR ANIERZE IR MBI EIEREZE. 79 40%-60% L
4h, ETBERIECEYINEIRERERERTE 60%-110% 28,

HEYBIR AROKTE (ug/L) | FHYEULE (%) | RSD (%)
R 2.0 88.0 12.8
R 5.0 99.7 4.0
(Sulfacetamide)
10.0 103.3 7.6
- 2.0 42.6 18.7
. L 5.0 54.3 1.9
(Sulfaguanidine)
10.0 52.7 11.6
BRI 2.0 75.5 10.1
(Su!rfa Eridine) 50 99.9 63
by 10.0 68.2 15.0
R 2.0 81.7 13.8
N 5.0 943 31
(Sulfadiazine)
10.0 81.4 12.8
B R 2 I 2.0 75.0 2.3
" e 5.0 90.1 10.3
(Sulfamethoxazole)
10.0 62.9 15.5
—— 2.0 741 3.2
N 5.0 99.7 7.8
(Sulfathiazole)
10.0 61.9 20.7
R R 2.0 83.8 9.7
N 5.0 99.2 5.4
(Sulfamerazine)
10.0 76.3 12.8
REE N 2.0 77.5 1.1
o 5.0 92.4 8.4
(Sulfisoxazole)
10.0 66.9 18.9
— 2.0 82.5 8.2
TR 5.0 95.3 7.3
(Sulfamethizole)
10.0 66.0 15.8
R — 2.0 66.1 9.7
- N 5.0 75.8 8.7
(Ormetoprim)
10.0 53.4 14.8
R 2.0 62.8 10.4
N ) 5.0 73.8 16.1
(Sulfabenzamide)
10.0 61.3 6.1
B — B 2.0 74.5 2.6
ST 5.0 87.7 57
(Sulfadimidine)
10.0 72.8 11.5
. 2.0 79.5 9.3
(gulfamettox ridazine) 50 932 4.3
YRy 10.0 67.0 14.0
R R 2.0 82.5 8.2
SBR[
N a ) 5.0 85.3 12.3
(Sulfamonomethoxine)
10.0 64.6 16.5
T 2.0 78.8 6.5
TR 5.0 93.2 9.2
(Sulfameter)
10.0 64.8 1.7
S 2.0 736 3.9
= - 5.0 87.9 12.6
(Sulfachloropyridazine)
10.0 62.5 18.5
S 2.0 58.2 9.2
N ) 5.0 78.5 27.0
(Sulfachloropyrazine)
10.0 60.3 26.2




HEMRTR ARINKTE (ug/L) | FHYEYLE (%) | RSD (%)
— 2.0 71.3 21.2
— TR 5.0 70.8 59
(Diaveridine)

10.0 51.8 10.4
1.0 90.4 6.6
RS 2.0 68.4 7.6
(Trimethoprim) 5.0 73.8 4.0
10.0 59.1 9.7
BT 2.0 53.2 18.4

- ) 5.0 50.3 223

(Sulfaquinoxaline)
10.0 40.5 27.8
FRiE = B 2.0 64.3 9.5
=] &
! . ,’T— 5.0 65.7 18.9
(Sulfadimethoxine)
10.0 49.5 23.4
T 2.0 80.4 5.5
RIS —ATRIENE 5.0 90.6 8.9
(Sulfadimoxine)
10.0 69.8 16.6
S 2.0 72.6 5.0
B 5.0 81.2 17.3
(Sulfaphenazole)
10.0 55.3 30.5

ER—MREFE, XFHNLWRERELAHEMHENER. 7
b, ALRWERBZI AN T MiFKrFm (TEBER),
FRSEERIE 4 Fim, ARIMEFFIEMEMYIR. % EEFE
75 L, MRENSBFAEATNER TIRSHIFE, FJ#H—FR
=73 AR,

2757 HEBREEES1S

A A Ao,
T T T T T T T T T T T T

T
2 25 3 35 4 45 5 55 6 65 7 75 8
MR vs. SKEBTIE] (min)

18- MEBEIRER2S =ck o S

T T T T T T T T T T T T T T T
15 2 25 3 35 4 45 5 55 6 65 7 75 8 85 9

MR vs. SKEERTIE] (min)

55 DEHIRER2S RS

0.5*4/\ .

T T T T T T T T T T T T T T 1
15 2 25 3 35 4 45 5 565 6 65 7 75 8 85 9

DRZ vs. SREERTIE) (min)

B 4. i EE RO REEENE M BIEE
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3R A Bond Elut QUECHhERS Az EMR R5I=f. Poroshell 120
PFP BAEEIEME, B 7 /AR, IR, EIMITISENE TR
RS R EISMFINDN AL, TRHEENNEXRE
Ko tnERGRATHERFRINIEERIINERFGERR
SITVEARBI A EFTNEMELS], RIET EUERDERE, It
b, EARRRERBRINAFET, TRT LMERICEYNREG
R F RSD 18R, BIMTIZAEMENEIE. S,
BNEMBEEREZHNERTEREERENER TR, Mmigsmil
HRABRAFIE EMR-Lipid SIttX SRS 2NERE FENEY
BRo

SE 3R

1.

“Revision of MRLs of agricultural chemicals, feed additives
and veterinary drugs in foods (September 16, 2016)". The
Japan Food Chemical Research Foundation. Last update:
2016-10-24

Commission Decision 2002/657/EC, Off. J. Eur. Commun,
12 August 2002
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