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LC-NS/NS I= & 2 B ERDBMAELERD—FH

FAAEE, TRETRE, AOEZSE, KRIRAN, RIS

g F
W PR T 2B ESES 36 BT O— A EEBRR L, ZAMEHMEA T o7, MEREE
NaEDTA & D kU AEWEEER (pH 7.5) (&L, YE=L~_Er—N—b=rtnl R EES
KI=H7 A (OasisHLB plus) (=X DEHEHHZ T 72, I =0T 2057 % h= b U )V CEIRLEHR &
RIS, KT 10 (5925 2 & TSR 2RI L, LC-MSIMS 1L 0 T L7, ANEITEED &<,
BRHIRFI IO TOEAERSTH Inglg LATF & 72 o7=. TRIEEE 001 ug/g ©, 3FREOKE (7 h
T, ALY, v XIEE) (L0 ANEORAHEHN A G L& A, T H T IEE T 36 o 32

oy CIEAIHIE RO A KT A O A AT~ Ul-. ANEZH, Thy T, LU, 7o—_—
&N 7 HHH AR 5 /D T2 RO 16 B CHOUWTERRE R 21 To 72 & 2 A, OB B
Ta a0 LT axty WS TR I ER S .

X—0— K E BIEEES, LCNSNS, RUMEHE —a—%/ 0>

1 [FC®IC

LYNRFOERFERUL, RO MEMEERYYE Ch 5
JEMIRSS, Y NTFAXA YL =DFEIC L D e T
I E VS TIREDNEI HIL TS, ZILH D8R TR &
L CHIEEN THERANED BT B RN,
FAEMBED I aY~A L U R ERGS ETHTET Y,
BA=FNOTNNY 32—, T NTXEFirET
BT AR, T EN—ILD IFEDLTHS. Lol
[EIPNI I~ DI O S NG 2 kLS 375
HLOTHY, IHFMAEET OB HAERMC LS’
iR AETEER OB < s STV,

W P I 2 EHIESE LD LC-MSIMS (12X
DOMHEIONWTE, 7 M I A 7 U L RPUAEESR
YT 7 I NS T REEDSFROHTAEWE, FiE#AlZ
X LT % 7 N — TR BRI IBIgE STV B8, I
T, BRI DT D0y H RIRHZ T 95 5k S
PR STV G 90,

ASEEAE, T 8T A 7 U RBAEWE 3 Rk,
B—7 7 % LREUEWE ARGy, ~7 T4 RR25K
oy, WAT 7ER1A S, X v RBUERK 11 A,
ZOM25%5y (KU A RTY L, ANVARNTY L) O
Bk 36 A XBUT, MG 7RRER L LC-MSIMS (2
LD ERE AT A A I TG - (A hTIE %
B L, JEA B e IS < UM 21T -
7o, Fiz, NEZKY, THUT, L, Ja—
— S T IR Sy D D IR TR OIS E 16 B

SOV TSR 21 T 7= TS 5.

2 EERAE
2.1 ##

WSIES AR LC, HIERET o TIEE, A%
SAPEF L UM, —a—U— T R X
. B OEEITERNS, Hirag e+ 58)
RSSO SRH S T & 2R L CHV .
TG DSRETIA 1T, IR IR/ VEE TR S
FUTU = 16 B A FV V=,

2.2 HERIWEER

TSR, - AT () ool
Wik v~ ~7 77/, BEbT () oot
FH5 O Dr. Ehrenstorfer #3407 FEEABRH A FHU
7o, i VU ERER T IR EREE () O
b7 77—~ (B0 ) OFEAES (A 914%)
& =

FAEUES A 1,000 pg/mL 35V NE 100 pg/ml & 725
XA Y VTR L U A RS LT, o
Tu7axh i BIOAF YU UERITA X ) —UZ
K& DIAFRED S > T T20 25 pg/ml OFREHEF A
T 7= SAEHEFUR RS L CA X/ — VTR L,
1 pg/mlL DOIREAAEAEAIR A L Ul Ve

ZOMOFIE - =F LT I UIUER KE T
U ALK (NaEDTA) 13 (BF) R Absemrse
FTORBITEHAORE S, MU A (B FadvAF

7 R AR RS TR « 504-0838 I B B A IIASE) Fr1-1
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V) TR AZ (Ths) 13T HhIA4T A7 KK H
Doy GRS A FV e, s (HCD) , Y
P U TRTAGET MU UL TKE, VWK
T8 U T LTFDCHEEE TE (BR) RooRekih A AV 2.
AZ =), T h= UV KOS IR T
% B oo LC-MS A& .
NP —N—E ot n ) R AEEAE
2 =T L% Waters #1:50> Qasis HLB plus (225 mg)
ZR= HhHB X O 7 205 ORI OFARIZI
Thermo #HUDAR Y 7'm v L L AAbE OPEEE (50 mL 35
FNI5mL) &z, BRI 2 AILD S T U,
Agilent HHIDORY Fr LS 7L (1 mL) %
FAV=, AR OFHEN )T BIOHIT o~ A 7 o
B~y b (1000 pL, 200pul) % 7.
2.3 HERIVAESY
2.3.1 #£8
A v~ s 7'Z 7« Agilent #5 1200LC(SL)
BRSNS - ABSciex 115  4000QTRAP
2.3.2 LCMS/MS i
717 I (W) AT ERHITZ TR Lcolumn?
ODS (21X150 mm, 3 um), » 7 AR :40C , i
A& 10 pb, BEE : AR 0.1%Fm, B & h=
kUL, BEFEGDE : 020 mL/min, 7' F o R
5 (A:B=99:1) — 14 (A:B=85:15 — 13
> (A:B=55:45) — 235y (A:B=5:95 — 25
(A:B=5:95 — 2514 (A:B=99:1) —40
(A:B=99:1), PREFREH : R1LITRLT
AFALET— R =7 ha X7 —A i AGER
T4 7F—F (ESI (+)), WEE—K : sSMRM
(Scheduled Multiple Reaction Monitoring) &— K, 1 4
VAT L—EIE 55KV, X —RHARE  600C, £
) AESEL D MSIMS &0« £ 11 RLT-.
2.4 FERAROS
K59 AR 7o e L AR OB (50mL) (2
EVEY, 10 MM Na,EDTA &4 0.1 M Tris-HCI A%
(pH 75) 20 mL A/ 5 53R & © 4%, 3000 rpm T
10 ST OEEL7Z. =B —N—E =L
ol RUHEAKRI =57 4 (OasisHLB Plus) (24
% /—110mL, 7k 10 mL, 10 mM Na,EDTA &4 0.1 M
N 2FEEHE (H 7.5) 10 mL Z1EAL, ki3
Tle. ZOH T M@l LT- HEAEALZ. 10
mL OKTHZ L2&PEL, WIEFTHRS|I LTS %
BRELE, 72 b= h U 10mL Z3A LR
ZERoT-. R E 3000 rpm T 10 SfiE Loy L7z
%, HiEZ 1mLARY 7 e e’ BRI (15 mL)
(ZEVERD, komL 2Nz TRl L=, (K1)

o

tl\

SN

2.5 EE

1 pg/mbL EATERER T AR ) 70 v L R DR
B 5 mL 21 mLEVEY, K9 mL Az T10
IR L7 100 ng/mL). ~A 7 a3y &,
AU LB, TART, TER=FUL -k

(1:9 BRIZXY, ZOkEBRERIR L CiEfi
PR A2 U=, (01, 02, 05, 1, 2, 5,
10 ng/mL O 7)) Zia 10 pLIFEALTE—Z
FEAC X O BRERAE R L, HocEiiac v ek
L7z
2.6 FhnEYEER

T TR, AV VMR, ~ X 5912 100
no/mL R AAEEZTE 2 500 uL 7N L CHsieRer s Uiz

GREFPIEE 001 ng/mb) . F72, AtBriEDR 241 %
SIS A7, BIEEIZHOWT 1 H 2 DHTORINER
A 5 HIESEREL, —JtAlEOS BN L0 0T
FEEE (RSD%) L =NFEEE (RSD%) 4R, 2k
DOFLNEOERE %) LOHE, JBATEE @D
VU A A R4 > PRS- BEEE & Holgs U CRE
AT -7-

[ e ]
BESgERY T L il
BT 2 — T IR
I

10mM Na,EDTAE A
0.1 M Tris-HCI¥E &R (pH7.5) 20mL

L 5 555M
D 4yEfE (3000[E1#s 4y, 1043 )

=R F L —N—E= 1
ol RUHBELSEKI=hT A
(OasisHLB plus (225 mg) )

T, AH/—n110mL, 7K10mL,
M REERIOMLTCa S o a =

LGB O 13 & B
KIOMLT I =27 Lavii
WETTI =07 L&tk

7 = hYUA0mLTEH
a0 5y B (30001, 43, 1043F)

I

1580 Sy Bl OB IR L mLIZ /K9 mLA AN % CIRAN

[ Le-ms/msilE |

1 B 5Tk
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%1 S HAESS, 36 B LC-MSIMS /85 A—XZ —

R’ . EEAFY e o
k& BeFr EEE [z\P/)l MRM*2h5% CE®  CXP* MRM2hSY cEw  cxps  BRE
(5 Syav(mi) V) V) Svavmn) ) ) (ng/g)
XTSI oTC 9.2 71 461> 426 29 24 461> 444 17 12 0.4
TrSHA) TC 9.6 61 445> 410 27 24 445> 428 23 11 0.3
JBRILTRIY A1) CTC 11.4 71 479> 444 25 12 479> 462 25 12 0.4
FTEXFVIY AMPC 7.5 51 366 > 349 13 10 366 > 114 27 8 0.2
FUEL)Y ABPC 8.7 51 350 > 106 25 8 350 > 160 19 12 0.08
RUDR=ZDY PCG 16.6 56 335> 160 13 28 335> 176 21 30 0.5
FooUY NFPC 20.4 71 415>199 19 16 415>171 53 10 0.07
H=b s & OV MRM 13.2 101 728.4> 158 37 14 728.4>554.3 29 16 0.02
EEg=D TS 14.6 121 916.5> 174 53 14 916.5>772.4 41 22 0.3
ZWTFHRIFHYD SQX 15.0 76 301> 156 23 14 301> 92 47 16 0.03
ZILTFHRENESY SCPD 12.3 66 285> 156 23 12 285> 92 41 14 0.06
ZANTFOTOY SDz 8.9 61 251> 156 21 26 251>92 33 16 0.07
ZAWITFIEDY SDD 10.8 51 279> 156 35 26 279> 92 39 16 0.1
ZWTFOAFIY SDMX 15.0 76 311.1>156 29 26 311.1>92 49 16 0.02
ZWITFFTI—I STZ 9.2 56 256 > 156 21 28 256 > 92 38 15 0.1
ZTFRFIY SDOX 12.9 71 311> 156 25 28 311>92 41 16 0.01
ZANITF=RIY SNT 17.8 76 336 > 156 19 12 336> 134 37 22 0.3
Z2ITFEYDY SpY 9.5 61 250 > 156 25 26 250> 92 41 14 0.07
ZWITFRUXTIR SBA 14.6 56 277> 156 19 14 277>92 39 14 0.04
ZIVT7ANEH—)L SMXZ 13.0 46 254 >156 25 12 254> 92 37 8 0.09
RITFANFSEYT DY SMPD 10.9 56 281> 156 23 8 281>92 35 16 0.03
RIWTFAZDY SMR 9.9 66 265 > 156 23 26 265> 92 43 16 0.05
ZRIITFEIAFIY SMMX 11.8 66 281.1> 156 25 26 281.1>92 41 16 0.04
AEV)UEB OXA 14.0 51 262> 244 25 40 262>216 39 36 0.04
FUSHOREE NA 16.8 31 233>215 25 16 233> 187 35 32 0.08
TILAEY FMQ 17.4 61 262.1> 244 25 12 262.1> 202 45 10 0.05
iV =pl=E S DAV ERFX 9.5 81 360 > 316 27 16 360 > 245 37 20 0.4
Pi=pl=E R CPFX 9.1 81 332>288 25 16 332> 245 35 20 0.7
AonxHoy OFLX 8.9 76 362> 318 25 22 362> 261 37 38 0.2
AEZaFxH Y OBFX 9.7 96 396 > 352 25 8 396 > 295 35 16 0.3
=k S SRFX 10.2 81 386 > 342 27 20 386 > 299 39 16 0.2
oonxyy DFLX 10.4 66 400> 356 27 18 400> 299 41 16 0.1
A/oRFH DNFX 9.3 61 358 > 340 31 20 358 >314 27 18 0.06
P2%=E NRFX 8.9 76 320> 276 23 24 320> 233 35 14 1
RUARTY L TMP 8.7 71 291 > 230 31 10 291> 123 31 2 0.06
FIVANT) L OMP 9.1 81 275> 123 35 20 275> 259 35 12 0.1

*1 Declustering potential

*2 Multiple reaction monitoring

*3 Collision energy

*4 Collision cell exit potential

3 HREIUSEZE

3.1 LC-MS/NS BIFEEHDIRET

R IR7R D2y Z RIRH T~ AICH 1=, &
R ORI E 72 o7, 22 TET, WikHR
DAY BT Vb 7 (0ODS) 717 LD
T, ERMEORERIEN- T L 3T (Atlantis T3,
CAPCELLPAK C18 AQ, TSK gel ODS-100V) % v T
Bt U7z, BEIL 01%X#EE 71 =K U LD TZ
VML VIToT-. FOREE, Atlantis T3 Tl
EEORSY TH D TEFT Y v (AMPC), 7 E
U (ABPC) DIRFHIRIFCTH ST, =a—F
B YROEICT— I TR N, E£iz,

CAPCELL PAK C18 AQ 33 L 1N TSK gel ODS-100V (x=
2 —F ) 1 RO ORI RAF Chh o 7223,
A=)V R 0 RO T = IR b

ARFZECERA L7= Lcolumn2 ODS (%, A—/L K/
1 FRORGY (OXA, NA, FMQ) (2007 —1 v/
DRLNTZHDOD, EFeh T MMIHARTEOREII N
o7z, £77, AMPC & ABPC DIRINRIFTH Y,
=a—X% /) B U ROBGTOE— 7 AR BAFCh o7z

(1%2).

AR ED 2 WBIEZE CTH HICHED LT, B
e e — I TR, AREORRHBREFI I T Homk

_15_



S

Intensity, cps

iz B ERAEERBEMFZE AT 45 21 5 (2013)

4.9e4
4.5e4 1
OXA FMQ
4.0e4 1
l NA
3.5e4 ] l
3.0e4 1
2.5e4
2.0e4 ] ‘
1.5e41 "
|
1.0e4 1 AMPC “
! |
5000.07 ‘ “
L M , L , ‘
00 2 4 6 8 10 12 14 16 18 20 22 24
Time, min
2 FEHERE (Lng/mL) @ LC-MS/MS 27 i~ k7' L
%2 FUMEVIRER (70T, LR, ~ X0
7T L VR - XA
" o i 4T i =5 B X 4T EXY
e WORE e Gy e | R GD G | M hn e
(RSD%)  (RSD%) (RSD%)  (RSD%) (RSD%)  (RSD%)
FXUT RITHA 7V oTC 105.3 7.5 14.8| 102.2 10.2 14.1) 100.2 11.4 16.2
T hIHA Y TC 7 I\Uaz?j z 101.0 8.7 13.2| 113.2 8.3 11.1) 114.5 2.0 11.9
VA=V %2 A 78 Vg CTC 100.1 7.9 8.8 104.0 6.1 8.6| 97.9 7.2 8.3
TEXVVY AMPC 56.6 8.0 12.8| 45.7 5.2 8.3] 12.6 22.5 36.0
TroEvY Y ABPC B0 B LR 71.0 6.2 11.6| 75.6 2.8 5.7| 54.9 6.4 13.0
RN =v ) PCG 79.5 4.9 7.5| 86.3 35 6.5] 89.6 6.4 7.6
F7Y v NFPC 86.0 2.0 9.3 91.4 1.4 8.0 97.0 2.0 5.6
R=Aas S g MRM VAP A 117.5 1.0 8.8 111.0 3.0 10.9| 84.9 3.1 14.5
AT v TS ES 187.2 3.8 9.1 185.5 1.7 9.7] 185.9 3.9 10.1
ANT xR )XY SQX 83.1 2.3 2.7| 69.2 3.4 5.6| 18.8 9.2 25.2
ANTF )Y E SCPD 85.9 1.7 5.1 63.2 2.4 8.4 29.2 21 12.4
ANT 7 T Sbz 65.4 5.7 10.5| 43.8 6.2 13.2f 18.9 8.4 23.1
ANT IV SDD 90.4 3.1 4.0 78.5 1.9 4.4 26.2 6.8 15.9
ANT 7 IA R SDMX 86.8 2.4 3.7] 85.5 1.6 5.9 42.7 2.5 10.4
ZNT 7 FT S — STZ 72.2 7.8 8.4 51.2 6.8 7.7| 17.7 54 14.3
ANT 7 R¥Rv v SDOX 99.0 2.8 3.3 86.3 2.6 6.5 39.9 2.9 14.1
ANTy=hF SNT TR 105.5 4.5 4.5 105.9 3.3 7.2 96.6 5.1 7.1
ANTFEY DV SPY 65.5 4.7 9.2] 48.7 4.5 8.7| 14.8 10.6 22.5
ANT g _RURAT IR SBA 97.4 2.6 5.3] 94.4 3.6 6.0| 67.5 2.9 5.6
ANT 7 A ¥ — SMXZ 91.0 2.8 3.4 83.2 4.2 5.3 48.2 5.8 8.0
ANT 7 A RXFVEYH T SMPD 90.4 6.2 7.7| 67.4 4.0 5.7| 18.0 51 13.5
ANT 7 ATV SMR 87.1 1.8 5.8 69.3 4.7 10.6| 26.8 4.0 22.2
ANT7E) AR SMMX 84.7 1.5 3.8 60.6 2.6 7.6] 28.9 2.3 5.6
EE NG 3 OXA 109.5 1.3 3.0 114.9 15 5.1 90.2 3.7 6.5
FU U R NA f;ﬁjﬂi 113.4 2.8 50| 1185 22 96| 1235 21 8.1
TNAF FMQ 113.9 3.1 5.7| 121.8 1.4 8.8 99.1 1.2 11.7
Tevavexvor x| 9.6 102 111 1005 60 178 1m0 95 105
A= A=E w4 CPFX 90.4 7.4 13.8| 86.6 10.9 12.5| 88.8 9.2 13.2
FraxHor OFLX 102.3 7.8 14.3] 98.1 8.2 15.8| 94.4 9.8 129
Frervaxgr OBFX — 100.8 5.7 7.3 96.5 7.0 9.2| 93.3 9.3 12.3
v = S SRFX ¥Rk 89.1 6.8 13.7| 87.6 2.5 9.6| 79.0 2.8 7.6
D=L g DFLX 104.5 2.9 11.1) 103.0 4.8 11.7| 98.0 4.7 14.4
VAL SR DNFX 106.9 3.8 9.8 96.3 8.8 16.4| 44.0 13.3 41.7
Jzaxdrr NRFX 83.0 10.8 20.0| 78.0 11.5 26.1f 72.5 9.0 16.1
RURANTYU A T™MP 2ol 82.5 5.2 8.7| 66.5 33 5.6| 28.6 4.0 14.0
FNARTY L OMP 79.1 7.4 9.1 63.6 7.0 7.7| 26.2 10.4 15.8
*) BEMNT0%REET(L120%E, FHTHEEA 5% L, ERFEEA %N LDGET FFH TR
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SNTONTH Inglg LT SRS Zeo72 (R D).
3.2 D REL

RO pH, X =71 7 LOFEIT OV TEETE
1ro7-.

pH 2~9 F TOFE pH D U L FREEIR ARSI
ZUINL, [E S =0T hOERgh A e LT
U UTEREERRIZ 100 ng/mL OREAERSHR A 1 mL #0
L, 2.4 ORBRIFKROTIR L FRRAEE L CRIEZTT
o7 pH2~4 TIE R U A KT UL (TMP) , A7V A K
7'V 2 (OMP) DEIEEAMED 7. pH 8 LT 9
TIEANVT 7 T ¥ OENEFEIME R L7Z. pH5-8 D
FEIRCIE pH 23E< 22 D1E EBIEDO B\ R TH D
AMPC & ABPC DR R < 72 D3 7 bz, LA
FEEELCpHZ 75 1T E L

2 =0T AORFEE, 60 mg DEA AMPC ORI
DHENST, ZTTHT DEEZICL 225 mg D
=HTLEHANDLZ L L LT

ThRIVAT Y v ma—F nr w74 N,
AEHICEEND CP R LV ST BJRA A L
L— REJER L, 2 =8 T DA~DEEEREEL 72 57280,
IR L— FldETH D NaEDTA Z RN
DOWHIEE 7> TS 1), KRBT b HAIRIC
NaEDTA % 10mM E725 X 912Nz iz. Ziuz kb
ThIVA V) v ma—F/nr~vruT4 RTX
BEREINZZE LTz
3.3 3FEDIFEICL HELUMEHEEERERIC DT

T I T TN, 4236 ARG 32 By NIRRT )
B OZIEERA T A K74 > O BEEE (B
70-120%, GFTHEEE 25%L0 T, =ZSPNFEEE 30%LLT) %
G LRI R L 7 sl (322). LvL, ALvy
W5 L~ XTI, A RTA V& d HIEE
MENEN B G E 16 oL 7eoTe. ~ X WEET
1TV T 7 D%, TMP & OMP 38 K OVER RSy
® AMPC & ABPC D EEMN BIEAEOFIFHIN Cdh o 72
AV SR, ~ X SEE IRk~ R v o
AT I THET D ©2<, RERIAIROTHEIRF £ 72
IRHIERA SRR LTt E 2 B,
3.4 ZEREEH

ZEMPEHBOFES D, ALY, Ty
T, U ST L\ NS AR S DS Y D e
BRI CITEAFTRECHD LB X, TNHOBRELYFIC
ETTIROMEEN DT, SRR 2 50 L7 (3R 3).

RSN ET v 712 (TO), #A4u
o TS, ANT ARV —L (SMXZ), v
17 a¥%H v (CPRX), /L7 uXx4 v (NRFX),
R A RZU L (TMP) D6y ThH-oT- FRZ, H
EPFEDKEND, ==2—F /) b0 L ROBRHEAITH

%215 (2013)

% CPFX, NRFX OfHEA%< /b,

BRI TN OMETH L7, fHaEEHE LD
FUCIRE S 1372 B 7220 DS, HAIE D | 6§ R]
REMENEREEND.

#3 RO SRS R

BB ‘ BHBNEEESY
A REE =i GEE (uglg) )
1 thiE CPFX(0.008), NRFX

SMXZ(0.001), CPFX,

2 WETAEYFY NRFX(0.006), TMP(0.008)

3 &E Lo CPFX(0.003), NRFX
o v T XOm)
5 FE CPFX, NRFX

6 FE THhYT TC(0.001), NRFX

7 HE NRFX

8 HE TC(0.001), CPFX, NRFX
9  HE Thi7

0 $E-TAEFS JIET LY 7.

11 AUF

12 #HE Lo

13 HhFr45 TS(0.002)

14 ®E CPFX

15 E Loy NRFX

16  Hr¥

D B ESREBAEESAMHCR L, () PRI,

HAEA NS OFHHERAELL b, SRR A,

4 FEO

B TIRR DEWIIESE 36 By % LCMSIMS
(2 &0 BRI T D AR AR LT, 22
MERHIORER, ANEIT J o 7 M CIIRAFRE R L
7RoTobOD, IHEINIELNA L ER~ 2T
WOl LT 7 37 EORGY CEEEDIL TR
.

RIECL Y, TIROBEDEEREZIT > 1-hE R,
WERDD S 6 oy ESnTz. Fll==2—%/n
VRO EHERITH D CPFX S NRFX DOFfitH23% <
Rohr.

B
IINEMGAERDO IR T2V, TR E T 28
REREG DR LU VWD o 7l it L
NI SR A E O BRI G 2 L
ij‘o
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Simultaneous Analysis of Antibiotic Residues in
Honey by LC-MS/MS

Tomiaki MINATANI, Masashi NAKAMURA, Hiroyuki NAGAI, Kimihito OTSUKA, Kotaro GOTO

Gifu Prefectural Research Institute for Health and Environmental Sciences:
1-1, Naka-fudogaoka, Kakamigahara, Gifu 504-0838, Japan

Summary

Amethod has been developed for the simultaneous analysis of 36 veterinary drug residues in honey. Honey samples
were dissolved with Tris-HCI buffer (pH 7.5) containing Na,EDTA, followed by solid-phase extraction using
divinylbenzene-N-vinylpyrroridone copolymer cartridges (Oasis HLB plus). The veterinary drugs were eluted with
acetonitrile from solid-phase and test solutions, analyzed by LC-MS/MS, were made up by dilution of the acetonitrile
solutions with water ten times. This method provided high sensitivity and the detection limits of all veterinary drugs
were lower than 1 ng/g. The method was validated according to the guideline of the Ministry of Health, Labour and
Welfare of Japan; recovery tests were performed on 3 kinds of honeys (acasia, orange and manuca honey) by
fortification of 36 veterinary drugs at the concentration 0.01 ug/g. In the case of acasia honey, this method satisfied the
guideline criteria for 32 drugs. The developed procedure was applied to analysis of veterinary drugs in 16 retail honey
samples sush as acasia, Chinese milk vetch and clover honey and the trace amounts of ciprofloxacin and norfloxacin

were detected in multiple samples.

Keywords: honey, veterinary drug, LC-MS/MS, validation, new quinolone

_18_



