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Validation of Multi-residue Method for Veterinary Drugs
by LC-QTOF/MS in Hiroshima Prefecture

SAYAKA THARA, AKIE NAKASHIMA, and KIYOSHI ARAI

(Received October 1, 2015)
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MY —fELiEH 5.0¢
W|KFEEB ST L 15g
FHb=rYJL 30mL
FELZFYILEHn-~AFHL 20mL
REDHAX 25
& 10 4 B 3,000rpm, 5%
|
TEb=rYLE EBY. n-~FXHYURE
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=l 5 8 3,000rpm, 5%
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LC-QTOF/MS
K1 Zhrro—

£1 SWEHOREERLOCWEAS + ~

No IHH SRR RACE Y 2 aEE A4 ™ ERA v
FTTINZT TV . 201.04______ POS______ 20204 ..
1 FT7XRVYFI—) 5-t RuF v F7XRY ¥ =)

[FT7 Ry — W]
2 Zutbv RFK—n rsav F‘D_ WV 190.99 pos 191.99 21597
5- 70 )L A )K= )b- 1 H- 5-7BENANR=)- 1H-

3 s e . RYVZAALIFTT=N-2-T3IV 239.07 pos 240.08
NRNUVAALAIFTT—=V-2-TIV [F LR 5 ]
4 MIYXARMTYA MY XNTY L 290.14 pos 291.14
5 FNWVAMTY L FIVANTY A 274.14 pos 275.15
6 AVITRAITTV ANVT 7 ATV 264.07 pos 265.07
7 ANVTFIIVV ANT7IITVY 278.08 poS 279.09
8 ANTT7TEIAMFTV ANT7FEI XTIV 280.06 poS 281.07
9 ¥Yxs3v Cyx%3Iv 248.08 pos 249.09
10 #FVV=v o ¥V =y o8 261.06 pos 262.07
11 ANVT 7TV A MNFT VY ANVT 7 IRANFI 310.07 pos 311.08
12 ZVRY ¥ —) TNXRY T — ) 313.09 pos 314.09
13 a—FL¥FRur a— ML ¥Rar 270.16 pos 271.16
D Rl N N~ BohlvrARuay . 270.16______ Pos______ 27016 .
15 F7v7z=a— F7 7z =a—) 355.00 neg 353.99
16 FAHNVNT Y FA HNIND v 426.13 neg 137.03

(%) possKRYF 4 7E— K
neg A #74 7E—F
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#2 LC-QTOF/MS®illl5E &t

LC4ft
PN Inertsil®ODS— 4 (30mm#*150mm, 3 um, GL Siencesth:#!)
VNS 405
VL 04mL/%>
B A 0.1vol% PRI
Bii 5 0.1vol% FMEEA 71 b= MV VB
EAR 5uL

ViR AY it

pos: (% B) (1) —20% (64) —30%> (100) —35%> (100)
neg : (% B) (1) —10% (64) —15% (100) —20%> (100)
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A4 MLE—F
Fr¥s)EE
KA FARE, i
TIGTRAE

ESI/Agilent JetStream
3500V (Pos), -3500V (neg)
350C, 10L/4r (N,)

100V (pos), 150V (neg)
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SRR & FEEfE o) B4R

PiEY — 7 oA

R <JEHEf 1/ 3
SER RS >FEMEME L/ 3
ARt

< HLHEAHIEPEICHIN T HE -2 D 1/10
<EmBRHIREIHYTLE—2D1/ 3
<SERPBREEICHLYTLIE—-D1/ 3

BT O B o B AEE
¥ (ppm) BIE (%) PEATHEE (RSD %) EWKE (RSD%)
0.001<~=<001 70 ~ 120 25> 30>
001<~=0.1 70 ~ 120 15> 20>
01< 70 ~ 120 10> 15>
6 RER fii % 47 - 72.
FLAEEIREE#100% & L, RH% 6 Ml L7, E/ ZORER, SROWH L-1TWEDH b, 4 854
L R AR S T T - 72 v O EEESTRTES L2WERIZ, v XTI
Z, FomATIZIME TH -7z (FR4), ELTH
7 ZLMETm S EE Lo 2WEIZ, BV AZ I Y RUFA
B FMOMRE ST X — % — %K 3R L. KH HANNT VTHhoTe.
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(0.01ug/g) Z@HmML7.
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13120% % 2, HEfER LN TH —F, 40
WIZBW T HEMEFICHA L 2o 72WEIE, AV X b
TVA EYRXAFIY, FFVYVBEFAANNY
YTHolz FNA ST LFEER RN EOHE
MEEHE2ESE, CURXAZIV, FFV) VBREFAH
WY VZEEIIBWTHEMD> SN TV,

Db Z 26 —HoWEUIMNIB T, KYREF
FZUTHBHEFMTE/. LaL, SOXHICIWED
NI 2K CTRR->TED, MMOEBKEWIIBNTH
B UMD LR CTH B L ER .

D EIZ, SMEEEOBEEE S hh o W & %t
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#4 LC-QTOF/MSIC & % 2 U PEEHifS R

¥ FOHA

No HH SHHGACE R A+ A TR RIRTE

HE(%)

DHTHIE SV A LR TSt SR RIME ) TR SR SR IUR 231

(mg/Kg) DFHM (RSD%) (RSDY) DR _fligE mg/Kg) OFF{E " " (RSD%) (RSD%) DAPAN iR
o F7ZNZF/ oV pes_ 002 Q916 28 60 S/N=10__OQ__01 __OQ_ 1010 45 53 S/N=10__O_
L i pos O %7 15 89 $N210 O 01 O 94 16 63 SN210 O
2 yu¥F— ra¥R— pos O 549 27 92 S/N=10 x 02 O 85 21 97 S/N=10 O
5-70¥VAVEZ V- THA 57HELANA= - 1IN
3 iy gy YAAIFTN2737  pos O 976 30 90 S/N=10 O 01 O 87 07 44 S/N=10 O
N N [T~y 7 =]
4 FURARTYL FURXETY A pos 005 O 713 23 38 S/N=10 O 005 O 947 14 27 S/N=10 O
5 FNRALTY L FIANTY A ps 01 O 8.1 11 76 S/Nz=I0 O 002 O 636 28 388 S/N=10 x
6 ANTTATVY  ANTTAIVY pos O 802 68 184 S/N=10 O 01 O 849 101 134 S/N=10 O
7T ANVTPVIVY ANTTTIVY pos O 795 77 101 S/N=z10 O 01 O 816 100 124 S/N=10 O
8 ANVTITEIAMFYY ANTFEI/ALFYY pos 01 O 791 49 112 S/N=10 O 001 O 804 174 159 S/N=10 O
9 EyxyIv Eyxy Iy pos O 608 26 125 S/N=10 x O 498 37 173 S/N=10 X
10 A%V Y=y s  FFVI=Zv I8 pos 01 O 1066 88 161 S/N=10 O 01 O 1235 32 69 S/N=10 x
11 AV77 VARV Y ZANVT 7YX MEYY  pos O 778 79 171 S/N=10 O 005 O 837 95 126 S/N=10 O
12 FVRYFS—L  TARYFI—) pos O 996 26 102 S/N=10 O 002 O 1110 16 51 S/N=10 O
13 a—FV/d‘D/ a—hLVvFRTY pos O 976 89 71 S/Nz10 O O 922 71 59 S/Nz10 O
14 pobtvvXoy  foblzERy __pos________ Q921 _ 67 99 S/N=z10 _O__0002 O _966 122 185 S/N=10 O .
15 F7>7x=a—V Frr7z=a—y neg O 71811 78 110 S/N=10 x 002 O 1155 37 50 S/N=100 O
16 FAHINNT Y FAANNY ¥ neg O 2034 30 130 S/N=10 X O 1347 33 68 S/N=10 X
(1) possKYF 4 TE—F
neg A 74 7E—F
YAFIZBWTIE, v Y7 RIZE DA F AL AR & BRIV T, éi%b’*ﬁ%ﬂ‘%bﬂié
KIRPMHERTEIZ, T, HENI20%ZBR -4 FY VENDH 5. A&%‘ﬁ&ﬂ@d% , BRoGoO%
VUM, FT7T U7z a—VETFA AT BN 4 ROOFEIRIZHF G L Tn & 72w,
T, M) 2 RICL B4 F VALRHER R FERR T &
72. &5 T, TS OWENEIED AEE % 7 S % d o X [N
72EEIE, < DY 7 ARSI —EINTH B L S N
AP & HIER L -t REE, WANEORAEER T O [1] BEAEGBHEEEAENREMLEMEMAL A
HKEEZ1/5dLLKIE2/52FHZET, YUY 2 5 B REE, SRR OB H R S o Bk
ZROEEEH - 72bDTH B, PRSI ER 5CTHDLWHEOREEITONWT (—EIE). Pk
EEBICLMEE, M) 7 A%EMEm L2 & 184 5 H26 H %38 %50526001 7%
EHRELTWS [3]. LAaL, HRETIIEEDNT) ~ [2] BEAEZBHEEREAENRSEMZEMMEEL. £
120% 2 AN WEDBROLND Z EHh D, ﬁvﬁﬂi HICFREE T 5 B IR 5 SBRE 0 2 Y M AT
EHERT 5720 TIE~ b 7 AREO T4 KRS A4 KAV O—HEIEIZDWT. FR224E12H
Shdol. F7, SEFHNE T - f:LC-QTOF/MS“C“ 24 H 25812245 1 5
i, WEE»S S SICAHEROANEITH) &, ErRR [3] IWIESRTF, AKRETF, EER. PRl EsRsE

ROFMIZBNTAEE L2 WRELDH L. TD72D
B QU EH I BIREE ORI LB L oL HER< M) 7
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