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Agilent > 2J'U—2 OPT ElffiliI
A—hMUyIERFEIOTNIST 1/
Y07 LNEBREESRICEDI\NF=ZIVYHh
05L.7x=3-)Lb.Z00L7x=3-)b.
FFPYI=a—-)LDHIE

ZIJUG—3y
BmTek

NFEYICEFEND 3 EEOKBNEYE. Y0547 =3—)L (CAP), ZOIL T
Z3—=)V (FF). FPYT7x=0—)b (TAP) ZEBRHTHEIE T DAV v RERAEL. BE
ZERSRLE U, Rk & EAB#E (SPE) ICKD DAY ERRL. AT« TA
FIURIVFINWIUT OV aVvEZSUVY (MRM) E—ROILI NORTU—AFY
5y 7 LBEShEMFEahERAIOY NI ST 1 (LC-ESI-MS/MS) ICKDEE
LEUfc, ABRIERES LToOS LT T =0—)U-D5 BERALE Uic, BEIRM. MEED
T, BERERICKD. XV Yy ROBMEDNRIAESNTVE T, DXV Y RTIE.
IN\NFEVICEZEND 3 TBEINTOTEYEICDWVT. YT ng/g~ng/g HDOEE TR
WESNFET ., 2IEDLEUEE 74.9~107 % T. RSDEIF 05~9.7 % T, FAF=Zw
J%vUJ—YavbrIk, 2O05L723-)bETJ7OLTT=Z3-)UT 01~
200 ng/g. FPZ7T=0—JUT1.0~200ng/g TY. XYY RZEFEZILX. I\FZVY
[CEFEN2XRBI/O05LT7=0—)b. 7007z =3—)b. FPYT7xzZ3-)UICD
W, BETEE. DOMEOBVWEZIVU VI ZEMCEDENKRIEEINTLE
ER

Agilent Technologies



FUHIC

205 L7 =3—)b (CAP) (. ARG NLDILEVEEMEDH
EMET. )\ 5 U7 Streptomyces venezuelae [CHRUE T,

ANETIREHERZRCITHBZNN B DD, BURRDEBEIC
FHEEINTLEBAD, EREREEDREFEREULTED
NTVET, BEARERIE LTIE. CAP [FHEMEDOFL. &b
S THRHNIEHTIENE THD I EDDH>TVET, AMFTE
L2BZENDHZENERIE. BITIEFRESNTVLEEA. U
U, AMFTEBRZRFDOCENS, SYNFDEDINFIVIK
COHYHEKBRICHITD CAP OFEAF. BEULEFHIENT
WET . BIYHERBREFD CAP DERAZXBELEHE (MRL) (.

FRMES (EU) Tl 0.3 pg/kg [1]. RETIE 0.5 ug/kg EEH S
NnNCcWE9 2l F777x=3—JU(TAP) &Z0O)LT7 Tz =1d—
JU (FF) [&. CAP DELUEEYTT . INSDIEEMICDNT
(&, CAP DRBEHERMEYMEEL UTERAT ST EHNELDE
TRHSNTVFET, BWEDET D, BRFD TAP @D MRL (&
50 ng/g. FF M MRL (& 100 ng/g EEBHSNTWVET [3]. E 1
[C. TIN5 3 BEDILEYDLEEELFUZRULTVET .

AX7PTUT— 3y /—RTlR. I\FIVICEEND 3 TEED

R1. =5y MEEYDEEEBEL L

JIZ - )ZRABICAET DXV Y REFEHL. £D/NU
TV aVERERULTVET,

RERFE

HELLESY

HABEEBIRIEIIART HPLC FeBEHoHIL—ROBDZEFERL
FUlco 7ERZMUILEXSY /—)UIE Honeywell, Burdick &
Jackson (WRF—dr. T VAN LS. BEEETFILIE
JIBaker (7«4 Uy IJRIN—=FJ, Za—Iv—I—MN)HS5AF
LEFEUfco IAFIVAILiRFZ RiF Sigma-Aldrich (£ ML
A ZEXA-UM)DSAFULF U, BEYEEZOMDEST
MIE. Sigma-Aldrich h SEALE Ufe.

pH X—5—TEZHU VT ULIEHS 0.05 % NH,0H KBRKRT
Milli-Q KD pH ZFEL. K (pH 8.5) ZERLELIc. X%
J—IL 40 mL EBFEETF)L 160 mL ZL<BE L. 20:80 X%
J—IV/EBE T F VAR ZEER LE Lic. Milli-Q 7K 160 mL [C77
TRZ MU 40 mL ZHIL. 20:80 7”& = bUJL/H,0 KB
REERUE LT,

H[4=t7] Log P pKa
Bis OH OH
s05L7x=3—)L 1.02 9.61
cl
Ox . HN
0~ 0
JO)7z=3—)b -0.12 9.03 Me0,S F 0
\©\/E Cl
OH cl
OH
FFYyIz=a-) —0.27 9.76

OH

\\S HN 0
~

Cl Cl




IXAFIVAIVIRFY K (DMS0) FRTIRERR (1.0 mg/mlL) Z1E
MU, 4°C DSEECRELE U, 20:80 ACN/H,0 HTRE
DHTER (2,500 ng/ml) Z@BER L. BIUL 4°C TRELX
Lfc. D%, BEDITERZ Milli-Q KZF /(& 20:80 ACN/H,0
TBECHRL., MIERZBEERLE Ul

DMSO FHCAIBBEREE (IS) A& (0.1 mg/mL) ZAERLL. 4 °C DA
BECRELX Ul F&Z Mili-Q KTEECHIRLT IS &
DA (50 ng/ml) ZEBIERL L. 4 CTHRELF U,

(EFRHARS S UHMHE
Agilent 1200 YU—X HPLC (PYL YV b - FH/0Y—, BV
5933 AUTFIL=F M. KE)

T bORTU—AF Y —R%ZEEH LT Agilent 6410

N Z)VIUERR LC/MS/MS AT I

(I hFo/09=YBU50535. AUTAIL=Z7 M.
)

Y 7U—2 OPT Bt A— U v,

50 x 3mL F1—. 60 mg (p/n 5982-3036)
(FILYR-Fo/09— 94V RY. FSITTM.
KE)

CentraCL3R =D\ Bk (Thermo IEC. =—4 L\ 1Y,
YYFa—tvIYM. KE)

N, RS54 +47— (Glas-Col. TLR—b. 4V FT 47 F M. KE)

|V Uk

g tiihig

J\F=ZWY5g(+x0.05g) ZEtEUL. 50 mL DF+ v TDERUT
OV YFa—TJICANE Ulc. IS FI5AE#& 0.5 mL (50 ng/mL)
ZFa—TJIHML. BEESNDETRILTYIALE LR,
ZD%E. Milli-Q K5 mL ZH/MULT 3 pERILTYIAL, Y
VINERZITESULF U, BFEETFIL 5 mL ZRIU.
ULobhb&EFvwTZ[GS. Fa—T% b pEBHFULELRE.
ZD#%. Fa—T% 3,200 rpm T 5 PREICHIE> TERODE
U. LBHOEREZEEZICHOF1—TICBUE Ule, BFEE
IFILOFM. B, ROOE. BREOREZISIC 2 O
DiRL., IRNTOLEEBEHZOEDICETEDHFT LI, O bO—
WENTZB0°CD Ny RRSAV—ICKD YV TIVERERESET
BB, Milli-Q K 5 mL [CEBBELEOBICRILTY IR
L. BEEPBICLIDEREYERSITABIEFE L. Z0D
%, YU T)7%&E SPE ICKDBERULE LR, B [THREHEFIE
D70—Fv—hrZRULTVET,

FEBICETE U/ \FXY 5 g (+ 0.05 g) %Z 50 mL R0 BEF 1 —TICAND

Y

IS /&% 0.5 mL (H,0 FRICZ/ O35 A7 =3—)b-D5 50 ng/mL) ZAM L.
1 9ERILT Y IXULTRET S

Y

‘ H,0 5 mL &ML, 3 SR onDERILT v IRTS ‘

Y

\ BESTFIL 5 mL &1L, 5 HREERT3 \4_

Y

3200 rpm T 5 SEHELSE L. LEXOEKEZ | | Ef2m
ADF1—TCEYT #oiRL

\

IRCOEHEZFESD (~14 mL). 50 °C D N, ZREDIFT
ZREED

Y

H,0 5 mL [CEERRL. 3 SRRILT Y2 L.
2 HEICOIz> TRERIBRT D

Y

SPE D[R T

1. YUTIVRE—/\F I YR D 1 = O—)LORRIME

EtRhi

EEHEFIEER 2 ISRLTWVWET, B TFU—5 0PT A—b
UwI% MeOH 3 mL THIMUEL. K5 mL THFE{ELE Ui,
Z0%. YV TJ)IVHMER 5 mL ZH— KU wI[CO—RL. &
ACKbwo<bEY YT )VEEBSEF LR (05 mL/
min)o Milli-Q K 5 mL T 2 ElCOfc>TFa—T##HELEFL
Teo FRAETOFIEZES 1 ERDEULF U, BHRAITFESE
ULEUIE. 3 DRIChe>TH— M) v IBEREICEZIRREC
UT. BIlEERLICFERIEE U, REIC, 20:80 MeOH/ EE
EETF)U (25 mL x 2) 5 mL [CKDRE 1 mL/min TIEEY =B
HUF U, BHREERISF 1—TICED. 50 °CD N, i T
EIRTUFE Uk, %E%% 20:80 AcN/H,0 0.5 mL [CHEBMEULE
Ufeo BT ERILTY IR L. Fa—TADREBY=EBE
BABRICEDRRICBEIEF U, YV TILEEDLDRH
Fa—TICHEL. 3,200 rpm T 2 DIChlc>TERODEHUEL
feo ZDE. YT ZEFA— NIV TSH 2 mL 17 )VICE
L. #LF U,



‘ 3mL X5/ —VCHEET S

x2 SIWFIWUFPIYIVEZSUVY (MRM) HPHTEZSU

VIULIES
+ A=t MRM ROTIVHA L
‘ 5 mL Milli-Q H,0 TTE&ELT (25 mL x 2) (m/z — m/2) (ms)
FPUIT=O— 40— 1889 (IAVFATFAT) 50
+ 354.0 — 290.0 (AU T 74 7) 25
SR 5 mL (FIOY Y TIVEEFIECEBD. 25 mlL x 2) & JOTT=3—)L 3558 > 185.0 (VA YT« T7 A7) 50
O—RU. BACEDA— Ry IEDSL D EBBEES 355.8 — 336.0 (94U T 7 A7) %5
Y HOSLTT=T—)L 3208 — 1620 (5FUT7A7) 50
K5mlx2 THYTLF1—TEUVZU. A— KUy UEHSTS 3209 = 176.0 (qualifier) %
o054 325.9 — 156.8 25

Y

3PBICOIe D TREBFEZEREZRS. Z—RILF v ITZERSE.
FRF1—JZTICEL

\

2:8 BFEETF )L/ MeOH 5 mL (25 mL x 2) TAHT D

Y

50 °C THzlEE . 20:80 AcN/H,0 0.5 mL [CEA#RL.
3HREMILT v IRAULTRE L. 2 HEIChlco TBERDHEIT 2

Y

3200 rpm T 2 DEHEDDEEL.
F—bOVTSH2mML A PIVICBLTEAT D

2. YUIJIUMER—YVTU—JEEH

HassRit

HPLC 4%

HSL: Agilent ZORBAX Eclipse Plus 150 mm x
2.1 mm, 5 pm (PN: 959701-906)

e 0.3 mL/min

NILEE : 30°C

AAE 20 pL

TSENE - 0.05% NH,0H K/&& CpH 8.5 [CHATE LT

H,0 (A}, 7t ~=KUJL (B)

JSIIVER: BE ZERZRUIL %

g (mL/min)

0 20 03
0.5 20 0.3
6.0 80 0.3
6.01 100 05
6.50 100 0.5
6.51 20 0.3
7.00 STOP

MS 4t
AT 4 TAAVLE— RTIBEDLEYEE=IU VI LEL
Teo RIWVFFIWUTHIYIVEZIUITIDOF v Y RIVER 2 (TRL
TWEd,

J1=3—)b-Dg (IS)

AREER

ERE. #BRETR

=& 02 ng/g DEEN\FIYOHRBA 74707 NS LR
3ICRULTVET, HMEHN\FIVISVIILE. LWFNDILE
MEOZFENTVFEATLUC, TDZEF. =5y bARIC
BVT. FRUC/N\FIVHHRICHAEXT 2T HHEUENT
EZERULTVETY,

CZTHORUICBESHEE. TAP D MRL(50 ng/g) TEZENS
EFE TR (L0Q) ZRELL TEI>TVET [3]e AR TIE. TAP
DFEE AR (LOQ) I& 1.0 ng/g T. TAP [CRHLHRERDERRER
(& 1.0~20.0 ng/g TULfc. CAP (LOQ 0.1 ng/g. MRL 0.3 ng/g)
SKU FF(LOQ 0.1 ng/g. MRL 100 ng/g) DIREFRDEFRERH S
0.1~20.0 ng/g CTULTc,

CAP B&U FF % 0.1, 02, 1.0, 50, 10.0. 15.0. 20.0 ng/g D
EECTY NI YIRTSUIITHRML., RERZERLEL
fzo TAP ICDWTIZ. 1.0, 5.0, 10.0, 15.0, 20.0 ng/g DEET
AMUZE U, 5 ng/g D05 AT T =0—)L-D5 EASRESE
EUTERAULF U 21TEEYOEMEE (DtEaDiE
E/ IS DEE) [CX UL THMEESYDER L ARV X (9FEE
YMoOE—J®EE/ ISOE—JEE) Z70y bU. RERZER
UEUTze 4~5 DY 5 F)U/ /A ZHICKDIZE TR (LOD) %=
BAELE U, &3 (. @IFARER. 1EBE5%E (R2). LOD ZiR
LTWET, #0547 1= I—)LORBEER 4 ([SRLTL
9.

£3 TJrIZI—-)LOE#FMEE LOD

q=¢t7] mEiESER R? LOD (ng/g)
20>5L7x=3—J)U Y=105643X-0.0001 0.9957 0.02
JO0L7x=3-)b Y =0.8790X + 0.0006  0.9932 0.02
FrI7xz=3d-)b Y =0.1510X - 0.0018  0.9953 0.20



MRM (355.8 — 185.0)

JO)7z=3-)b

At

MRM (354.0 — 184.9)

o FpyIrZa—b

MRM (325.9 — 156.8)

S0
#0557 T=3—)UDg

MRM (320.9 — 152.0)

sasm 05 LA7x=3-)b

o2 o4

3.

HERURRYZ

2.6
2.4

2.2 7

4.

ok oo 1 12

I05L7T=0=)b -7 UL T UNJUEER. 14 KA > b 14 7K1 > MEF.L 53 QC

y=10.5643 " x - 1.2945E-004
R"2=10.99589657

22

24 28 23 é_az 3_'.1 .gfa_.:ah. ._J 4
NI b vs. RDIAHBER (5)

L/ \FZVYHHR 0.2 ng/g DO SIS L

A

T T T T T T
02 0

T T T T T T T T T T T T
34 36 38 4 42

12 14 16 18 2 22 24 26 28 3 32
ENRE

205 L7 T Z—)VDREHR (0.1~20.0 ng/g)e R (*) [(FREBFIRA > DYV TIVDIER. =/ (A) FREEEY >V TILODHHER

ZRULTVWET,




ERE & AR

ENEREBIR4EZ5HE I D /z6IC. 0.1ng/g (TAP (& 1.0 ng/g).
5.0 ng/g. 20.0 ng/g OEET/I\FIVH(CT z=1—)iEESR
RERMUERBEEY V7L (QC) ZERRL. Y hU v IR
MRERZHAWNT QC YTV ZEEULF Uc. ZEEICD
WCHHh7%Z 6 EighiRULE Ufc, fefEU. {RRBED TAP [CDW
TlE, ##OiRLUEEZ 4 BEULE U X4 [CENEREBIRM
(%RSD THRR) DTF—FZERLTWVWET, CAP & FFIE. IXRT
D OC BEETCENCOXEEBRMZRUTVET, TAP [CD
WClF, EIRERFITNCORECEEKEELLD,. BREEFR
FTUlc,

x4 mwE/\FIYHRT T _I-)LOONEEFRME

RIRE ElREE RSD (%)
=57 (ng/ NFEV1g) (%) n=6
505L7T=3—)L 010 96.94 351

5.00 98.88 087

20.00 107.32 0.46

JOL7I=3—)L 010 100.67 977

5.00 100.28 2.84

20.00 107.49 255

FPYII=d-)L 100 76.00 4.39°

5.00 74.89 2.34

20.00 89.81 383

© 4 EEDIR UL

e
(]

Agilent Y>> FU—2% OPT SPE A— KU v IEFEZF. \F=
vIiCgEnsos0>4LA7z=3—)b. ZO)LT7z=3—)L. F
PUIIZO—)LDBREBHRZEBRENDURNICITSIEND
TEFT. ¥ MUy IRIMEERRZDH L TH SN
REHRMEOERIZ. EUBKLUHEDEHHBHED D /\F
SYREBRBIOS AT I ZI—-IVACORERE R L TLE
T \NFZYDAFYPET MU w I AMRIR/NRICHTZ 5
n. WFNOY—45'y MEEMTELEEDFTHFEUF B A,
3EEO T =1—)L®D L0Q . MRL ZXigICFEIDEY,

BE

1. GB/T 18932.19-2003, “Determination of Chloramphenicol
Residues in Honey -LC/MS/MS Method.”

2. “"Commission Decision” 2003/181/ED of 13 March 2003, Off.
J. Eur. Commun. L71/17 (2003).

3. "Handbook of Food Analysis: Residue and Other Food
Component Analysis,” CRC Press, 2004, pgs 937, 940.

S IlAER

IV MEREY—ERDFFHICDWTIE. IV D
YA b www.agilent.com/chem/jp ZZEL EE LY,
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FILY MG, AXELEOHERINBE. &
fo. AXBOERAIC &0 HBENECFRIENICEL
PEECONT—HIREESHTUVIEERT,

ANECEHDOER. FHA. BREAFEFETELELIC
BEINDIENHDFT, BENFEEATHINTWVD

SaZiRE. BHICKDERNOFILEL. AXEZE
R, R, BERIDCLBEUSNTVET,
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