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Method of Test for Veterinary Drug Residues in Foods-
Test of Chloramphenicols
1. g * %@ DA E YN A KA 2 e SR R~ PR e
K5t 2328 ¢ % 3 (chloramphenicol)~ ¥ & # &%
(thiamphenicol) ~ & ¥ & % #% % (florfenicol) 2 & ® & %
# % "%(florfenicol amine) %478 & 2 M4t 2 2. % ©
2. kS E WM EBR L0 5 2R p K 47 B 5 T h(liquid
chromatograph/tandem mass spectrometer, LC-MS/MS)
VA S
2.1, %3
2,11, eAn k7@ WK
2.1.1.1. 3=k : 7 3+ 1 (electrospray ionization, ESI) o
2.1.1.2. K ’}“r’g - XSELECT HSS PFP > 2.5 um » p f3£2.1 mm % 10
cm > B &g o
2.1.2. 3. % (Centrifuge) @ 7 #3200 xg2 + ;FL‘Z °
2.1.3. ¥ F %E(Shaker) -
2.1.4. =% #(Homogenizer) °
2.1.5. ¥ # JkE%g% ¥ (Nitrogen evaporator) °
2.1.6. B4pZ B~E 7 % ¥ (Solid phase extraction vacuum manifolds) e
2.1.7. iR & F(Vortex mixer)
22, FE VRS PERZ L HIOEY RARA TR L2 kR L fhe
fia ~ & "K(30%) ~ = & s fk(trichloroacetic acid) ~ fEft 2 &
4ot FERE % LRI KO T E25°CF £ 18
MQcecm™ ), 2% -"Hzkz 4" Bz1H®Ez2 4
"R & R EFRHE R EERE R OF KR FE -ds
(chloramphenicol-ds) ~ * & # f# % -d; (thiamphenicol-ds)
i " & % % -d; (florfenicol-d3) % % © & % % "=-d;
(florfenicol amine-d;) e =% p ¥04E & 7. o
23, BEZ 434 ¢
23.1. % £ : 100 mL -
232, g P 50mL > PPHE -



2.3.3. #4p % B~® (Solid phase extraction cartridge) : Oasis MCX > 6
mL > 150 mg » & B & &
234, Jg" 1 34 420.22 um » PVDF# T -
2.4, FEazndg
2.4.1.50%" fRiA ik -
B9 AE50mL > e g ok 2100 mL o
2.4.2. 5% LI i
PRREESmL o 4 g ok i@ $100mL -
243.5%= & BERLA IR
LBz & ppps0g s 3 33 ki 2 1000 mL -
24.4. $0.6%% k2 ¢ fae faiaik
B~% k20 mL - 4c 2 s e fig i 2 1000 mL o
245, 53%% k2P AR
Bog K10mL > 4 ¥ fE ¢ 100 mL o
24.6. v ddpfoz T MRAR
Peit & 921000 mL > 4c 2 H100mL > 3RFR 5 - FE T % >
ARt Bk o
2.4.7.25%7 @A R
B9 25 ml v 4o g3 ok ¢ 2100 mL o
25. P pp A E
251, # ®E2ZBEARIAR
25.1.1. BEABRA 2 BT K o
2512, ##4p%%B 7 fE o
252. "HERE AR IKEZ LR RE IR
252.1. #BEABIRAC
BB EzlmL o 4ed g3 ok 21000mL o 2R R R 0 B
T BT B ARIARA o
2522 ##4p%iRB 7 fE o
2.6, P IRAEMEA % 2 Fe ]
PiME-d " RIRE-G LRI RE-GEL YR RS
ve-ds e E P IR R A 10 mg  HRERL 0 A B 1150% 7 fi
ARART T E 2100mL v (FE N IRAEE R o L EFT o T
PR E LR RIRR L 0 150%7 AR & K
2-dsilpgml "Ai#E-b " BikE-GELI"EF

i

BN



7 "-d335 5 10 pg/mL > B TFp FRAR IR R o
27, TR R pe
i EC"RIKRE AR IEREIZLTEG REIRER
AR L 10mg M AEF T A W 1150% T FRIA R RS T
#2100mL > T35 &RERRE > 4 KT o Rt FEREE L RE
Rog B & 1150% %7 %A /‘éﬁr% % %% % 0.0015~0.04
ugmL ' " B E %2 4" BI®KEZL"HFEEZ=IE5005
~1 pg/mL > & iTEER 7 o
28 w2 AW
2.8.1. F B .
2.8.1.1. »up
Bt R 30T 0 B S HARAL T BT E Y
for PSR RS HLA §0.6%4 kL v e faid 20
mL > iR & El1k 45 P 104 480 113200 xgds 104 48
B b it o e r ST R iR 2 mL o MR & 14 4B 345°C
i P 0 F FOREED 92 mL > 4o » S%PEFLE R4 mL o
,fg,yh IR SO
2.8.1.2. p BRE F
%p\ AL 5515 - 5 g HREAL R AT AR
“f’**"w’ﬁfé—}w BHFRRFBNSg MR B
El: A *g: Pooode x N IRAE R IA RS uLZ 5% # »Fﬁ»‘rx/p ,,;z20
mL > *vfﬁf,ﬁifi Ela 48 RFT 104 48 1413200 xgHt o 104 480
Bk FR o A r B kR20mb o SRR £ 14 &0 113200 xg
BrouSa4s > BT KRB .
2.8.1.3. 5+
R AR 3 o M amERSmL BEERe Yo b r IR
%ﬁ%ﬁSMﬁS%ﬁi?&@%ﬂmm’ﬁﬁﬁblbf’

2.8.1.4. 5
BRI BNSgo AT Bt Y 0 b s
PRI A RS UL R 5% AL R 10mL > SRR & 14 4
T 104 4875 > B o

2.8.1.5. 735
Bt Wm0 18 0 RS g MRALE S BN E Y



deor IR EARS L~ 2 B3RS mL >~ & t4p] gE 2
20 mL > SRR £ 14 48 0 R 104 48 0 143200 xgip.
104 48 o Po b i > Se r 2 AP frz 2 Y3 %20 mL
SRR 1A &80 113200 xgHLes 54 4 o BT K iR 0 31 45°C
Kig® L E FRMEL BT 0 AT 4 1 S%PE AR RS mLiB

B8 lE R H AR > A AFE ALY BRS mLE 2 B RS
mLiEE 2 FAPFB® > F 8 I o 5% LR RS mLin ik
ﬂ#ﬁ—f*ﬁﬁhfﬁ’ » @m0 £ 125 3%% k2 ERA RS mLit
‘1(% w0 FT45°C KB LN 3} 7 k3 ﬁﬁ_L B3z » mF 4
.'125%- AeiaR1mLiAf% > R EIBF H KRl 0 it
iR
29. ATk E A2 G iE
7o ko 2288 ﬁl%\, S FRALIE B G iR o
45°C-Kig ¥ 11 % F E % fFl—L 7 (s 0 A B AR EAROS mL ~ p
ML WA S ULE FELHPF -k WAL ImL R EDS
SRS FITAT T iR R AR R BT IR 2T AT
A RFFRLF LR CR P SRR G f o 2
W2 L FMEAFRAZER > AT AT T REER
eAn kAT B B R wE 2 (7D
R 47# + XSELECTHSSPFP > 2.5 um > P f22.1 mmx 10 cm ©

HEARB IR CAREBR T IR ER TR AT
P & (min) A (%) B (%)
0.0—1.0 95 — 95 5—5
1.0 —-2.0 95 — 85 5—-15
20—5.0 85 — 30 15— 70
5.0—-10.0 30 — 20 70 — 80
10.0 —» 10.1 20 — 95 80 —5
10.1 —» 15.0 95— 95 5—5

#% #4p i ¢ 0.3 mL/min o

A% 10l o

4+ £ 2 (lon spray voltage)
I g TE 4 (BSI)HR* 55KV o



§ g AR (BSDH * 45KV -

v # ¢ /f & (Turbo heater temperature) : 550°C -

7% 1 5 t8(Nebulizer gas, GS1) : 50 psi °

i B4 4o £ 5 #8 (Heated gas, GS2) : 50 psi ©

# JE # % (Curtain gas) : 20 psi °

Fidg # %8 (Collision gas) : High -

wop HoN ¢ %5 £ F & 8 | (multiple reaction monitoring,
MRM) - 18 Plag=+ ¥ ~ 3 & #% 7 /& (declustering

potential)£2 742 iv & (collision energy)4-™ %

BEH I RAE AR

i .
O S b RS (mz)> TR E
TOAFBEI(mE) (V) (eV)
o 321>152% 65 22
Wy BSE 15057 65 14
TR E - 354>185% 73 26
N 354 >290 73 16
Cv R . 356 >336% 73 12
Y 356> 185 73 26
U WA Lsp 248 >230* 46 13
o 248 > 130 46 33
% % -ds (I.S.) ESI 326 > 157 65 22
"R % E-d; (LS) ESI 357> 188 73 26
L 9 % #®ZE-d;(I.S.) ESI 359 > 339 73 12
PR % #Ered;(1S.) ESI' 251>233 46 17

*TE Y H
L1 PRI RGER AR R T BT L RE R L
2R AR o
2.10. FHlF&E 7 ERIT:
HREPRRRE AT TRk ERZRL10 uL > A B3~ % 4p
BATE IR 2208 G h gl R AT e
HRERZRTELE2ZFTERZ S £ 7 BRI HES B
BOVgR 2 o 2T AP E R AR L E R R A



o s R CxV
R L EERAE 22 7 E(pm) = v
Cid AFTFbkBRLE®HR? & & MANRL FLER

VAR TF 2 WA(mL)
M : B~ 4 452 £ £ ()2 4 (mL)
2RI B R d THREIHE T ERIFIHZ AE e ﬁ: L
M 7(<100%) > F 3F 4o o™

AP 5 & (%) % 2 # (%)
> 50 +20
>20~50 + 25
>10~20 +30
<10 + 50

L L AR L BRI U S BB P R
FEEBTY F #E1550.00015ppm T R & EE & T A
%%%i"W%%%%&ﬁaﬁﬁm5mm°

2. 251193 ®EFZHBEARBZRAFHEF 25215 HB 54073
A RRFTERNRZL AE 0 U ERTREZ R R
3. WMWY HERREELSFTRE B A -

F 2 1,% :
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oo i m/z 248 > 230
. . >
Florfenicol amine z 3
50%
o)
10 20 30 4.0 50 6.0 70 8.0 90 100 11.0 120 130 14.0 150 16.0
572
100% . . m/z 354> 185
Thiamphenicol
50%
0%
10 20 30 40 50 6.0 7.0 8.0 90 10.0 11.0 120 13.0 14.0 15.0 16.0
6.27
100% . m/z 356> 336
Florfenicol
50%
0% T T T T T Y T T T T T T T T T T
10 20 30 4.0 50 6.0 7.0 8.0 9.0 10.0 1.0 12.0 130 14.0 150 16.0
oo 7 : m/z 321> 152
Chloramphenicol
50%
0% T
10 20 30 4.0 50 6.0 70 8.0 a0 100 1.0 120 130 14.0 150 16.0
100% 383
50% Florfenicol amine-d, m/z251>233
0%* T v T T v T T T T T T T T ¥ T T
1.0 20 30 40 5.0 80 70 80 9.0 100 1.0 12.0 130 14.0 150 16.0
- T /2357 > 188
. . m/z 357 >
5000 Thiamphenicol-d;
0% T T T T T T T T T T T T T T T
10 20 30 40 50 60 7.0 80 90 100 10 120 130 14.0 150 16.0
628
100%-
i m/z 359 > 339
50%3 Florfenicol-d;
0% T v T T T T T T T T T T
1.0 20 30 40 5.0 6.0 7.0 8.0 9.0 100 o 12,0 13.0 14.0 150 16.0
100%4 6.57
Chloramphenicol-ds m/z326> 157
50%
0 r v T T T T T T T q T T
1.0 20 3.0 40 5.0 6.0 7.0 80 9.0 100 11.0 120 130 14.0 150 16.0
Time (min)

B~ ULC-MSIMSA 114 7 A & ik =¥ 40 & ok L R RS
2 8 g 3R 52 MRM B3



