NenunAatudans 1 N3N W 2550; 49 (3) 1 190-200

miﬁ’muﬁﬁm’sﬁ Lﬂi’l%ﬁﬂ GRIVYEY W\I‘ﬁﬂﬂ amn ﬁ’wﬁluum [AN] LLﬂ%‘ij'l ﬁ\‘l
1ae25 LC-MS/MS

anen umnnlyanaty  @aws MT uasnunns addu

anineamwuacanuYaanigenns nsuInenmaasnsunng ouu@nuuy yunys 11000

UNARE  WannuazmadauismnnaieneyasufEiue chloramphenicol (CAP) anfmeluunmg uas
WiageA3eaiia LC-MS/MS &5 CAP gnanaeananeaaNlagds solid-phase extraction 61y C-18 cartridge
LLazﬁﬁiﬁU%E!ﬂgﬁ"JEl neutral aluminium oxide cartridge 14 D-5 CAP 1y internal standard EJ‘Iﬂ‘Lf‘LWI'S‘JfJLﬂS‘I::ﬁ
FilauazUInogoiaias LC-MS/MS lagldimadia elecirospray ionization mode negative F9356ananildasne
#DINN3A5IAWU (Limit of Detection, LOD) Ay 0.05 lulasnsuaanlaniy wasliennanaamsimdiUsinm
(Limit of Quantitation, LOQ) v 0.1 lulasnsudanlaniy sremsimneiilienuduiudfuduass (Linear
working range) whAv 0.1 - 5.0 lulasnsudanlansy 6 Correlation coefficient L¥NNU 0.9998 ﬁgﬂuuwmasﬁ)ﬁﬁﬂ
UATNADATNMINATIEY HANNUNY (Accuracy) uaaslaoaaannea %Recovery LOEMIHNTITNINTTIU 4 T2AU
aEluz 94.4 - 119.0% FIMSUUNNI UAs 86.2 - 112.0% GWFUthils aaniies (Precision) waaysase %RSD
WU 2.7 - 4.4 dmFuuae uas 2.0 - 5.8 dwduihil MauamaeaauiFivned apuldinisdnanianub
wazamann: eanzauiasinldenaiuiums CAP luunmauanhiilionseuauamaNLAzNA T

IMSeNNaNLe

UNU

AapWsHWTIADA (chloramphenicol, CAP)  luauptedaiiiad (Haaannanadmsnnaegas

WuenugFausiuenldania Streptomyces
venezuelae élgx‘]LLGi W.f. 2490 ﬂﬂi‘lﬁuiﬁg
guansvmuadl wWallsulsnusasunsvans
LW‘ﬂmﬂumﬂa%auzﬁaaﬂﬁm'ﬁrﬂ’iﬁamanﬂqm%wa
wasrionualsiauuaiids, wauualsia
wuaNL3Y, rickettsiae, chlamydia, spirochetes
LLdZ mycoplasma ﬁ]uﬂ‘izﬁ‘lﬁ W.A. 2493 WU
M s lieUszad aasmsisaassuuEnn
Taanelanszgninalinlatinazliodnausas fe
aplastic anemia'” 39 IWiMINNaMSLE CAP

efivsdamanssnudagumwanaguilaald
Uszmasng 4 Tunddglsy audnunile I
Usznalneldandnmsunaldluda imhan
wilna TesUssmalngldussmasnidnaausd
Uansd w.e. 2531 wazUsumagingenms
uluaimuuanansnsialdwu CAP luams
Usziamidadad T un dadruazinia Ussna
TngSuassminludym CAP anfalumms
snasuilaUmedougman WA, 2544 W
nlasuudahannmunglsylasziunsind
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MSWANITaT AR BN Wi aaaN A4

aaa umnadua ety uazaoe

Aaugduienniy dulelides wazloauin
P P
WIANNNOTIAWY CAP szazusnHaMasIany
Tufsnndszindalnadis  wispunwuiin

4 (2
AALARDU

aauat w.e. 2545 huduandtingumw
wazanulanadeo1vis nINinendaas
mMsuwng  laemuun1snsNILAsIEy CAP
\iip9eulaeds ELISA (Enzyme Linked
Immunosorbent Assay ) GATRINY Semi-quantitation

I~1 o e}d - . =4
method tNs1zifunailaiiil sensitivity g4 load
limit of detection (LOD) WAy 0.05 lulasnsu
ganlansy @misaasaleluasg iadad
[} %’ q?’ < 7 ] F~4 ndd‘
w12 WIEY waziusudy usdnazdudsnazadn
590457 naIAall high throughput weitfluien
FBM5e5ITDIFU VINASIIWUR D058 UEY
1@g35n19 chromatographic au 1 IBMI99a
guduuaifnldiaioaiis Gas chromatograph-
Electron Capture Detector ﬁﬁaéué”ﬂuﬁm
Ufu@amsemuidus Pfenning AP wazanus'”
nch = d%} L =" ]

Whiisnldnsaieszd cAP Tuiiane flen
LOD whiu 3 lulasniusadlanin Faganinid
ELISA 84 60 1 wasldaansoldnuaimsdu
vy a1 le winlaifidoya Method validation
gaunludl w.a. 2546 nsznyNaOBIINgYlaaen
Usemaatiud 268 (389055 IUBIWITNHNS
Uuilausseduzie ﬁmu@iﬁmmmﬂﬁﬁm
o ' P
furasgrulanasialiwunmsvuileuuas
Aaausuiiinaauaztnaanadsi® wiauil
AN IIUANENSINNITAINITUALEI LGB DN
UsemaEas nannue auly wadinmsnsa
. & A = e~
Siaseinmstuidaussiaiurssiiolusms
mMvuaaaaslaisasauaziasUjuamshi
anuasalumaansawulsuaasludau
Taaeetiaasni 0.3 lulasnsusanlansn®

MU B UMY IR SN TG S0
FINAUNTENTNDHASULALANATAI LUMIANY
auanNNUaaaneamT NTENTNEEITHEY
ﬁwﬁwﬁ@uammsﬂuﬁ'ﬁmn&iwﬂizmﬂﬁﬁwm
uslaamealudssing Mmldnsuinerdnans
MsunngilmsiafareainsIaiensd CAP
aneelumnsfithehnndlsamaiiany
dee Tdudunmauazinis Tunssluunsthuds
fimsld cap Tumssnwmarmaeundnaulu
Sy dthienu Ussnaumnelaasiany
cap lwhRshdhandssnady e
daanugnsalunsasadesigilisesiu
nvaneEs Jivelainiiasiadieneives
Serensen LK wazaaz'” mniliuly ilpann
e CAP lughathaunsuazinia Tag
asuaeumimialusuaannndiagaia
57l5Suehne Celuent) luumaumsvli
‘U%Ej‘ﬂ‘ﬁg wazlai stable isotope, D5-CAP ey
\$1 internal standard laglavnmisnagauany
ondasasitiieney elildiEimmea
FwdulFlumseeduiiuansii

F15LAAUATEITHIATF I

#5NIA5574 chloramphenicol (CAP)
(DMSc Reference Standard, mmu%qw“g%’aﬂaz
99.54) D5 -chloramphenicol (D5-CAP) solution
anydngu 100 lulasniudoiaddns lu
acetonitrile (Cambridge Isotope Laboratories, Inc.)

@15.0& acetonitrile (JT Baker, HPLC
grade), ethyl acetate (JT Baker, HPLC grade),
methanol (Merck, HPLC grade), formic acid
(AR grade), C-18 cartridges, 500 mg 3 cc
(Water Corp., Part No. WAT020805) neutral
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aluminium oxide cartridges, 1,750 mg (Water

Corp., Part No. WAT020510)

MTATENEITHINTFIY
Standard solution : CAP @MNINTY 1

(=Y (=3 e |

Hadnsnealadans : %Sqm'smmgm CAP 10
Naan3u azanely methanol YSuuSmnaslviily
10 fiaddns lHaSau working standard @N¥
WY 100 war 10 wnlunsudaiiadans lu
methanol

Internal standard : D5-CAP @384 working
standard ANNTNAY 100 waz 10 wilunsuda

Jadans lu methanol

tﬂéaaﬁauasqﬂﬂiiﬁ

A3095 3 FIUWLA (Sartorius), tA3 895
5 gNUWAUN (Sartorius), refrigerated centrifuge
(Mikro 22R), water bath (Precision 180 series),
vortex mixer, nitrogen evaporator temperature
controlled heating box, vacuum pump and
vacuum manifold processor comprising vacuum
block, micro pipette U9 10 - 100 ul
20 - 200 pl uwas 100 - 1,000 pl, test tube
2UR 15 adANS, micro-spin filter tube 0.45
wm PVDF (Alltech Catalogue No.24144),
%ANTBY mobile phase WSAN membrane filter
0.45 um PVDF 2110 47 §a8dtue3, HPLC vial
§70 2119 1.5 98903

LA389 LC-MS/MS : Ussnause binary
pump : Agilent 1100 series, autosampler : Agilent
1100 series, micro vacuum degasser . Agilent
1100 series, thermostatted column compartment :
“Agilent 1100 series, triple Quadupole mass
spectrometer : API 4000 Toaddnizany
\A3paiia Gl

192

LC-MS/MS conditions :

- analytical column-Clipeus C,

(5 um, 150 mm x 3 mm id, Higgins Analytical Inc.)
- mobile phase A : 0.1% fomic

acid in water

. acetonitrile

mobile phase B

- flow rate » 0.6 ml/min
- Injection volume 10l
- column temperature : 30°C
Gradient LC conditions :
Time %Mobile % Mobile
(min) phase A phase B
0.0 90 10
1.5 60 40
2.5 60 40
5.0 20 80
7.5 20 80
8.0 90 10
10.0 90 10
MS conditions;
- TJonization mode : ESI (Turbo
spray ), Negative
- Jon spray voltage . -3500 Volts
- Temperature, TEM  : 500°C

- Collision gas (CAD) : Nitrogen
- Collision gas (CAD) : 5 psig

- Curtain gas (CUR)
- lon Spray Nebulizer Gas (GS-1)

1 16 psig

: 56 psig
- TIS Heater Gas (GS-2)
1 60 psig
- EP : -10 Volts



anm umnanlyanaiy wazane

MINAIITATINIATVRaaLTIWiRaaanA 9

MS/MS fragmentation conditions;

Component Precursor ion product ion Dwell time DP CE CXPp
(m/z) (m/z) (m/z) (ms) (eV) (eV) (eV)
CAP 321.05+ 0.5 256.7+ 0.5 100 -58 -16 -35
151.7T £ 0.5 100 -58 -25 -36
D5-CAP 326.05 + 0.5 156.7 £ 0.5 100 -58 -25 -36
MaEN vacuum AU cartridge Wi lugANEgURNINIA

UK WAz Nasaliwy CAP laads
ELISA (LOD whnu 0.05 lilasnsuaailanin)

ASLAIENAIDE

UNKS - FIFADENUNKN 5 NSN avans
ﬁaaﬁmé"u (A% internal standard (D5-CAP)
aNudNdy 100 wlunsudadadans 25
luTasans udrSutsinasdlu 50 faddas f
falsUszane 15 nd antushdagraly
centrifuge 7 4C @NN137 3,000 SAURBUIT 1Y
1517 Yo srsazanedrula 10 dadans ldlu
screw cap test tube U6 15 NaBLNAT

e - HFaeeehatnie 5 NS LHs internal
standard (D5-CAP) Anudnzu 100 inlundy
dosiasans 25 lulasdas eanaliussann
15 il udazmasmhnaulSusneniy
50 Jaaans duleassazans 10 Nadans ldlu

screw cap test tube ¥UIA 15 iaaaes

MIFNG

sussarmacagefiedonldly water
bath igoun gl 38 - 40C 11U 5 - 10 ¥l LA3ew
C-18 cartridge L2111 vacuum manifold U5y
flow rate Uszanas 2 Nadaasdauni prewash
cartridge M8 methanol 5 Nadans Gl‘l&lﬁ")ilﬁ'l
3 finddas udrthamsazaradathefiguliaalu

cartridge 8 cartridge M8 4 NaBWNAT LA

tg ¥ £ A
IINUU elute AIQ ethye acctate 4 NRIDANT AU
o
cluate laly screw cap test tube 2uUH 15
dadang

ﬂTiﬁﬂﬁU%é!ﬂg

@384 neutral alumina cartridge @aL
v vacuum manifold USU flow rate Usezano 2
fiaddnsiound prewash neutral alumina cartridge
¢l ethyl acetate 5 NAAANS NnUTeETaraNe
ethyl acetate ﬁlﬁ’ NNNSHNAS LY neutral alumina
cartridge (AU eluate (f3aEMBRHILIN
cartridge) 819 screw cap test tube @8 ethyl
acetate 2 NAAANT WAEHUAI LY cartridge 973
(FiU eluate Mlevly screw cap test tube B9 15
fiaddns lUsuveds niogen Ngamadl
50 - 55 'C 9UWHY 881U residue @28
acetonitrile : 10 (1 : 3) 500 lulasans tuee
vortex mixer 30 3 tald micro-spin filter
tube WU centrifuge 3,000 SBUADIT U
10 1 shassazansiinsaslaldly HPLC vial
ihludadhiedas LC-Ms/MS daly

NISNAFIUAIINGNABIBBIIEILATIEN

(Method validation)

11583714051 31m351U (Calibration curve)
WIBNESIINSTIY CAP @3Ny

0.10 - 10.0 wlunSuraiiadans nszéu 0.1,
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0.2, 0.5, 1.0, 2.0, 5.0 uaz 10.0 Wlunsuas
{iadans leaLdu internal standard D5-CAP 1.0
nlunsudaiiaddns lunnanududuves CAP
Heden e INesTIUsENe concentration
ratio 289ENSMNIAIFIUUBE internal standard AU
peak area ratio UANEITNIAIFIULAL internal
standard enuIeNFNUSE AN BIA N NF MRS

(correlation coefficient, r)* ¥

N5ILA315Y method blank WAE matrix blank

method blank : @n@ansLARAlENIMNG
Togl5inau 10 fadwes ediumsane uaz
yhldusanamaisiwann 2 %130 method blank
[#LAT89 LC-MS/MS Litag il mass ¥3a peak
supunIa Ly

matrix blank : GH9 WHEIUALINENATIY
Taiwuans CAP TagAS ELISA  awiiumsana
LLa:ﬁﬂﬁu‘%qﬂﬁmﬁ%ﬁﬁwm siinar 2 7 30
matrix blank (9110309 LC-MS/MS (Hagid
mass U39 peak SUNIUWID LA

MITHEITAPINOVBINIIATIANY  (Limit of
detection, LOD)
NaaaulagnITRAEITNIAITIUAIIN
uduen 9 ér LoD (Teaszanas) fauhiu 3
LY signal -to-noise finaathwinyaefa
msnagaulagdndsnasgiuadludadng
UNKIUAINES Tiszu LOD Taoiéin internal

standard AMULTNTU 100 W LUNSUGDHIBANT
25 lula3aas stiaaz 10

nsmiannevasnatdiusana (Limit of
quantitation, LOQ)
mnmsnedaulaadnasinasgiuasiy
FDENUNAILAZINAS fsedu Ussana 3 i
¥83 LOD la#i@n internal standard @NLINIY
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100 lunSudaiiadans 25 wlasaas riieax
10 71 ennaSinafisusumsnessy ud
B %Recovery WaZA %RSD
nsnedauutduase uasdienis
31A312¥ (Linearity and Working Range)
Laumﬁmmg’maﬂuuumuazﬁwﬁq 7
SEOU THENANNENIY 0.05 - 5.0 Wiluniu
@an3u # 0.05, 0.1, 0.2, 0.5, 1.0, 2.0 & 5.0
1 lunSuaansN lestdu internal standard AN
WNgu 100 W lunSudeiiadans 25 lulasans
e nsssdua: 1 5 @densinanu
JUNUSTEWIN concentration ratio N peak area

ratio PIUIUWIA 1

AMINAFOUANNUNU AZA1INTI DS (Accuracy
and Precision)
NAFBUAMNUNULAZANIN LT 892 83
minnzilugmsieneindudunse lae
W@neEnTnasIud 4 seeu Tusia linear working
range baua 0.1, 0.3, 1.0 uaz 5.0 Wlunsy
Gonsu 1@at@y internal standard AINLANTY
100 wlunSusdafiaduns 25 lulasdansluy
FIREMUNERLATINGG SEeUAE 10 T MU
USINauiiaunuaIsuasgiu waimulIm

9%Recovery e %RSD

mMsdszfivuanInedaumINgNeaIuaeda

nansnagauildasgnilssdiu Geil
g%Recovery : gz aniulada Sovaz 50 - 120
gy %RSD eilganiu taandn 350

msdszdivaanylivivavzaimNezy

(Uncertainty)
msUszfivenyliwiveurasmsa lag

milstauvaannulieiuaunnuraITINA



MR TV TEiraausNilnaannag

aaan umnatluanadn wazAne

anuhiniusunenye  udrmuaanla
wiuavzens lagldam k = 2 Tumsuseiiuen
anuldwinaurasmsieszd  endEnle
nagaut

Vinasnsiny wihodulalasniuda
Alansu (ugske) losamunalaan

FINFUMIFUA S Y =mC+b
c =Y:-b
o m
LB B  slope
intercept

@

peak area ratio

~ T 3
B 3Dr Db
@

C
Gt USinas CAP finu (peskg)

concentration ratio

3
@

_ _C x AMuNYY Internal std ([ig/ml) x V(ml)
Wwi(g)
Wa Wt A inwuneealngs
vV fe Usnesgeyhe

We

M353tA512¥ method blank 284 reagent #l
1z matrix blank YBNAIALNUNEUATIIFN
finsaliwyu CAP TagAS ELISA lawu peak

UMM dIUNTIHNIATIIULAMIANNINNUS
SE1IN4 concentration ratio YANFITINNTFIULDE
internal standard NU peak area ratio 289819
WATFIUURY internal standard ﬁ"ixéi’u 0.1, 0.2,
0.5, 1.0, 2.0, 5.0 uaz 10.0 W lUNINGaNAFANT
Tanmwifludunss e r whfiu 0.9996

NAMIIaTEvieEIFi e LoD whiu
0.05 lulasnsuaailaniu uamsngana) LOD
Tasmatinansanasgiuiseiu LoD Tufas
UHEILARNALAIIATIEW 10 1 WeeaNTo
(5IAINUNNGIBENS Tl signal to noise §9n31 3
NNAIBEN warisieneiiien LOQ hiu 0.1
Tulasnsudanlaniy wanmsigaia LOQ lag
mMIduasInasIuisedu LoQ ludega
UHHIULALINAULEIIATIZE 10 91 WU
%Recovery Uaz %RSD aflunamifiaanuld
HAR %Recovery pIuNERUAZINEaE U
102.0 - 119.0% Waz 92.5 - 112.0% &I
%RSD (YNAU 4.4% LaT 5.8% MUAAU (915N
i 1)

AR 1 LEANHAMSNAFAUA NN YILEEANNITEN lumsIaIey CAP Tuunuazinii

NILFUANMNENTUAY q SzAUdL 10 H

a w1 spiked level %Recovery %RSD
AUAAIDEN
(ug/kg) Min - max Mean + SD

UNEN 0.1 102.0 -119.0 114.9 % 5.0 4.4
0.3 97.9 -104.0 100.4 £ 2.7 2.7
1.0 94.4 -105.0 98.8+ 3.6 3.6
5.0 96.2 -110.0 99.6 + 4.0 4.0

Wi 0.1 92.5 -112.0 100.6 + 5.9 5.8
0.3 86.2 -92.3 89.3+ 2.2 2.4
1.0 101.0-111.0 106.9 + 4.2 4.2
5.0 95.3-101.0 98.1+ 1.9 2.0
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lunrsnadaumiIuasIuazdI9nIs
ez wungnenuEndu CAP ludad
UNRALAEINHS 0.05 - 5.0 luTasnSusanlaniy
Tensmiduaseiien r iy 0.9998 Tunaaes
et WNTWINATTIUYBINTNATIU CAP
LaEATNWILEMINSNAFTDUANNATILBSYEIINS
S ATETIBIMT AT R UN RUEE IR (mwﬁ"
1-3)

n31uInsgIH (Standard curve)
i
YOI IIAIGIY CAP

H

pack area ratio
F-S
8

y = 0.658x - 0.0885

g

r=10.999%
conc 'rario§
000 200 400 600 800 1000 |

0.00

i i i

MW 1 nWNINIFIU (Standard curve) U
3053 1U CAP

n11111793 Linearity and Working range i

¥oIMs IR IHUNHL

o0
8

o
8

paek arearatio
F-
8

y=12326x - 0.0295

g

!
r= 09998 E

e e

o
2

cong ratio ;

0.00 100 200 300 400 500 600 |

AN 2 nNWLEAY Linearity and Working
range YANMSILATIEVIUAELN
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3118w Linearity and Working range ;

- R ﬂ
YHINTFHUATIEHHIAND

o
8

o
=

y = 1.1966x - 0.0227

paek area ratio
F-S
8

5

r=0.9998

e e e

o
2

conc ratio
0.00 100 2.00 3.00 4.00 5.00 6.00

MNA 3 NNUEON Linearity and Working
= o %’ 1:3’
range YNNI TILATICUUIRN

NINAFDUAIADINUNULBTAIINLADA
2993550 Taamsiinansnasguissau
ANNEENIY 0.1 (526U LOQ), 0.3, 1.0 uaz
5.0 lulasnsuaailansy Jwenzviseauas 10
% WuT %Recovery aglunninieaniuld ua
FRA %Recovery BEAUNKNLALNAG DELUEN
94.4 - 119.0% L3z 86.2 - 112.0% sNNAIAU
d %RSD MAMTIANEHsEFUE 10 B 989
unsuazhie aglunasifsanduld wufu
(Gl']S’N‘ﬁ 1)

MMSUsENUA NN lHLUUBUYDINS
Sinsimudinlanasay Taeldmsiesnsv
chloramphenicol Tuuneatuaiaghe wuunas
fanmesenyliwiueu Teun msfahminaag
AIBENN NISLHILNAIDENN A concentration ratio,
C ‘ﬁahulﬁmn calibration curve #@1INIANIFIU
Waz Precision tialgenmeamnuliuiuany
Yo Swhiu £ 14.79% Assauanudonu
959% @ Relative standard uncertainty, u(x)/x,
@1 Combined standard uncertainty Wag Expanded
uncertainty, U (Gﬂ‘i”l\ﬁc’i 2)



manaISanddnnzvessusiniineannag

Aae umnaya s wasnme

MI5191 2 WdedA) Relative standard uncertainty, u(x)x, ® Combined standard uncertainty W

Expanded uncertainty, U

Value, x Standard Relative standard uncertainty
Component )
uncertainty, u u(x)/x
1. sample weight o g 0.00175 g 0.00035
2. C 0.680 ng/ml 0.0346 ng/g 0.05096
3. Volume 50 ml 0.0241 ml 0.00048
10 ml 0.01246 ml 0.00125
0.5 ml 0.00120 ml 0.00240
0.00275
4. standard dilution 0.00999 g 0.00019 ¢ 0.01902
10 ml 0.02311 ml 0.00231
0.5 ml 0.00120 ml 0.00240
50 ml 0.1158 ml 0.00232
0.5 ml 0.00120 ml 0.00240
50 ml 0.1158 ml 0.00232
0.25 ml 0.00065 ml 0.00261
5 ml 0.01156 ml 0.00231
0.02000
5. repeatability 100 4.4 0.04400
Combine standard uncertainty 0.07030
Expanded uncertainty U rx 2 x0.07030 0.048 ug/kg

r; result = 0.34 ug/kg

= 4
I

T3AEVuae Sprensen LK wazanuzd)
ndnemanihidBensithetanun Tead
LOD whnu 0.03 lulasnsusadlandy @n
%Recovery Laﬁﬁﬁszﬁu 0.1 - 0.2 lulasndu
donlanduwindu 909%™ ianlSauiunaiile
nnAERlawanNWuE LOD uay %Recovery
Tpafeanu  wazd@ NISoa8YDUAIBNIS
Jwnnzdliasaunaudamahiags nnms
nagauiswundinalaiuluaiady wada
nsitasziuaziiiuaivamly  column
aaduld  duluiauanumnsolumsd
lasfusannindadnlinniige  Tutuaau

M3e3NMaENIannaIagly centrifuge 9

ammni 4'C ANNTI 3,000 58UGBINT U 15
T MBI TI@NH chloramphenicol-EIA®
nntwhdedsliguiianmall 38 - 40°C
Anufirzhenaeluaninsacmedd solid-phase
extraction l@8HIU C-18 cartridge Lﬁaﬂaq
Joymmsaaduzas column fidannluiud
Maalainaauazdumny  dRalimadensi
105y wennillaiimsihas D-5 CAP
%Qﬁjuﬂﬁ stable isotope Wl internal
standard M lumsminan3audisuiitodia
Usean3nwYasIsununTm matrix calibration
standards v lWaanmuazanugeenlumsm

matrix blank 31td
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#1u35015 clean up lageu neutral
alumina cartridge wuiims e acetonitrile tUu
dawnaadaee  liaansamaassfisuniu
nmsieseilannalasianizadreafanis
Jtaseatahie i lLAe background signal
wwluruaaumsmuinudies LC-MS/Ms
lenasauls ethyl acetate Wy WUFINID
maamsnsumule wazlivhliuszansamwly
M3ndeNsianas Fawuidhazais
ethyl acetate ﬁﬂmauﬁ’ﬁmmzm

msiesilaneiasiia LC-MS/MS
15wanns mass spectrometry @997 ion VDI
ssfiueniushaenusg 81523 (mass-to-charge
ratio, m/z) HLANEIITY TeTenuTuwe uaz
@18 detector ¥H® tandem mass spectrometer ”?;\1
a3 alanidan mass 59 2 33 AaAsaULsNLERN
precursor ion W@ parent jon MNLUlEMERe
Wy #@an orsnau vialulasiay Jedhau
MiLia fragmentation o product 1on ED)
daughter ion mnﬁ?mﬁm product ion 2 - 3 ion
Tagazidan ion 71X response g9 Tumsianz
CAP i (390 m/z 321.0 {u precursor ion U
L@9n daughter ion ﬁ m/z 256.7 AU 151.7 d1u
internal standard 19 m/z 326.0 (lu precursor ion
uaslann daughter ion ﬁ m/z 156.7 laald
m/z 151.7 lumsawiaSina wiluweiia
LC-MS/MS azfhumadianiienul (sensitivity)
WaLANTUWE (selectivity) g9 udtifasnnans
CAP {luas@aaa (zero tolerance) @An@ad
@51 b N uuazmNUsEaYI UNNIUA DS
N35UMSIMIsLase (88.) lamruanan
wnasidauliraninsivaiiamsld®
d9AAaINUTBMYUA Minimum required
performance limits (MRPLs) zaddszind
Usemanglsy (European Communities, EC)"'
Fervue 0.3 lalasnsu deflandu
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MNMSHAMUILAENAFDUIEWUIIEN
Wauzuaunsoldlunisiesizdeuda
Mvuazad pe. war EC lapa e LOD lu
wNEILazinae whau 0.05 lulasniuda

AlansSuaeena) MRPLs 2184 a8, was EC uag

= L d
1

9 & ' <4

Lﬁaslwylﬁmaﬁgﬂmm AR NMTLABN identification
points GﬂN‘ﬁ' EC MWue @8 1 precursor Waz
2 daughters UAZMWLAANINUANGGITAT
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Method Development of Chloramphenicol Residue in Milk Powder and
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ABSTRACT  The method for determination of chloramphenicol (CAP) in milk powder and honey by
LC-MS/MS was developed and validated. CAP was extracted directly from milk powder and honey by solid-
phase extraction on a C-18 cartridge. The extract was cleaned up on neutral aluminium oxide cartridge and the
isotope D-5 CAP was used as internal standard. CAP residues was analyzed by liquid chromatography tandem
mass spectrometry in electrospray ionization, negative ion mode. The results showed that the limit of detection
(LOD) was 0.05 mg/kg and the limit of quantitation (LOQ) was 0.1 mg/kg. The linear working range for
both milk powder and honey was 0.1 to 5.0 mg/kg with the correlation coefficient 0.9998. Accuracy of
the method was shown by mean %Recovery of spiking standard to sample matrix at 4 different levels within
linear working range were 94.4 - 119.0% for milk powder and 86.2 - 112.0% for honey. Precision
was shown by %Relative standard deviation (%RSD) were 2.7 - 4.4 for milk powder and 2.0 - 5.8 for honey.
Validation data proved that the developed method could be used for determination CAP in milk powder and honey

for food quality control.
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