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SETPESYERTERK T & RAGRL FLRE(EF)
Method of Test for Veterinary Drug Residues in Foods-
Test of Chloramphenicols

1. lE?r %;]jﬁ j\%ﬁ,%’%;éiﬁ’* %?E\.%éﬁf}ié_r%i““# \};—gﬁ‘]ﬁs;‘;{\
Fuit 2 4 8 ¢ % % % (chloramphenicol) ~ ¥ & % & %

(thiamphenicol) ~ & ¥ & % # % (florfenicol) % & * & #
i % "=(florfenicol amine)2_ & 5 °

2. B E CHRMET B2 RS kAT R B R(liquid
chromatograph/tandem mass spectrometer, LC/MS/MS)
ATz R

2.1. %% ¢
2.1.1. e dp K 78 BT R
2.1.1.1. 33k @ 245 i (electrospray ionization, ESI) -
2.1.1.2. K47 "F? : XSELECT HSS PFP > 2.5 pm> p 43 2.1 mm % 10
cm > B &g e
2.1.2. #r 48(Centrifuge) © ¥ 23200 x grt 5 o
2.1.3. ¥= i % (Shaker) °
2.1.4. =27 ¥ (Homogenizer) -
2.1.5. % % 77 % % (Nitrogen evaporator) °
2.1.6. F4p B 7 % P~ 4 % (Solid phase extraction vacuum manifolds) °
2.1.7. *x kR & F(Vortex mixer) e
22, FE VRGBSR RAPEITE S L % e g &
"k(30%) ~ = & Py p&(trichloroacetic acid) # fiy 353 * &
Eia o 3 IR0 R EAN2C T EI8 MQ - cm
M) EFRE"RIKE AT RIKREZL "R S
W E =¥ R * & & E ; chloramphenicol-ds -
thiamphenicol-d; ~ florfenicol-d; # florfenicol amine-d;fF
E P IR R o
23, BEZ H
23.1. 2 €% 1mL% 100 mL -
232. 44 2 50mL o PP
2.3.3. ¥4p % B~ ™ (Solid phase extraction cartridge) : Oasis MCX > 6
mL > 150 mg » & F & &
234, g 1 34 /20.22 um © PVDF#4 B o
24, @#FAA YA
24.1.50%" g% -
Be? AES50mL > 4ed 35 oK ¢ = 100 mL o
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2.4.2. SUPE LR 7

B’sﬁﬁﬁi’QS mL > 4cd B3 -k ié 2100 mL o

243.5%= § BB R

iﬁ‘p&—:‘ %—’ ﬁ}\a—'.ﬁ/;:so g s 1 -i ,%j;ﬂ:-:j‘ 7}{/%\ ﬁ; f% =N 1000 mL °

244, 50.6%% k2o fe fyipin

P~ 3 k20 mL > 4c ¢ fh e figié = 1000 mL °

245, 53%% k2 ® AR

P~z 'K10mL > 4 ¥ fg i = 100 mL

2.4.6.25%7 F5i3 ik

2.5.

Be? @25 mL 0 4cd 43 -k # £100mL -
Hoipdirz g

251 B A RA

P-? A2l mL o 4ed B3 k@ 21000 mL o 1R iR R 0 PR
RETTHEARIBIRA -

252, #d4pa B ¥ fg oo

2.6.

2.7.

2.8.

B3 2 et :

i HZ C"RHIEKZ CLATRIEEZATR G REIRHR
AR L ) 10mg > AR 0 A WL 50% T AR R fET
T332 100 mL > T35 &8 RE > 3-20C k5 o ft A BB~
FREFEERZRE 2 50%7 B RFRID 0.003~2.5
pg/mL > ER R o

NIRRT 2 Fe

B~ chloramphenicol-ds ~ thiamphenicol-d; ~ florfenicol-d; %
florfenicol amine-d; f¢ =% p #0428 5 % 5 10 mg » HAf >
LB 100 mL 7 57 0 11 50%7 FRiARARES B 0 BT
pIRARER R 0 20T R o

LI

2.8.1. F B

2.8.1.1. »p
Wb M 21 0 205 g AR BONEES
B e or pIREEA 250 UL §0.6%% (k2 T R fiy
% %20 mL - ;u]%,wi‘lln\ff‘ j&f]()/\ 5 0 143200 % g
oo 104 43 0 B} ,—;—-”g o 4y x 597 ﬁ&(%/ksz , }5\4‘5
G BT R 45T Kig g %,};zfg-; 92
mL > 4v » 5%p ﬁ&,p,,"é4mL’ HORR B fS 0 B o
2.8.1.2. &K
R 3 18 0 Br95 g ﬁé‘ﬁ;ﬁg’_i, .%i}’?%/ﬁ—'cjé 4,
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de n N FRAR IR 2 50 L& 5% = & fE LB %20 mL o
B A 1A 4 JRIT104 48 > 123200 x gifc 104 48
Bt Fik oA r B2 =20mL o SRR & 14 480 113200
X gl SA ks 0 BT R R R o

2.8.1.3. Fui+ ¢
MR G 15> MRS mLo BAtECE Y s e x
PERRIER RS0 ULE 5% = & fif fhip %20 mL 0 R R
144 RIF104 48 > 23200 x g 104 48 > Bt
;ﬁ’-;‘,’:‘z i r o

2.8.1.4. & 7.
MR g 15 0 S g0 WAL BTELeE Y
o o3RRI % 50 L& 5% L8 iR 10 mL > SR
L1k RITI0A 4 B it * o

2.82. i :

S mLiEEz BARE ™ 0§08 A0% > 5% R RS mL
ko R AR 0 0 §3%% k2 T R RS mLF & 0 fc
Bt Pk o MASTCoRiE P F FREEL 4T 0 E M25%7 %
Bk F 2 1ml SRl o B ITIRR -
29. AT TR YT
Beod WA A e ISR R 0 R28.E F P 2 0
¥R o AWt R IRARRERR0SMLE PR
BRSO L - £ 12 33 kT F 21 ml > SipiEigts o ik
TR EEFRARR AT BT AT L & AL G R
PR A E G Y BB L& RE L RRA
WEAF T pREN-
AP A AT B R R g )
R 47 ¢ : XSELECT HSS PFP>2.5 pm> p /22.1 mm x 10 cme
b A0 i P AR BB T R R R TR AT
P% ¥ (min) A (%) B (%)

0.0 - 1.0 95 — 95 0.0 - 5
1.0 - 2.0 95 — &5 0.0 - 15
20 - 5.0 85 — 30 0.0 = 70
5.0 — 10.0 30 — 20 0.0 — 80
10.0 — 10.1 20 — 95 80 — 5

W
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10.1 — 15.0 95 — 95 5—>35
# & Aponig ¢ 0.3 mL/min e
o~ B 10l e
#r 3+ #5 L T & (lon spray voltage) : 5.5 kV (ESI") » -4.5 kV
(EST) -
7% 43478 & (Desolvation temperature) : 550°C o
# B # %8 (Curtain gas) : 20 psi °
% it % H(Ion source gas 1) : 50 psi °

v 44 % %8 (Ion source gas 2) : 50 psi °

Bopl st 1 2 £ & R B (multiple reaction monitoring,
MRM) - i |+ ¥ ~ 2 & #% T & (declustering
potential)£? it 2 s € (collision energy)4-™ %

PODEE s L T

R i W Spag s (miz)> RO E
‘* Afa3mizy (V) (eV)

321 > 152* -65 -22

e ESI
| 321> 257 65 -4
L ) 354 > 185* -73 -26
"R A RE ESI
354>290 -73 -16
C R ES[ 356 > 336* =73 -12
L9 RE
m 356>185 73 -26
_ o \ . 248 > 230* 46 13
L TR E RmER ESI
248 > 130 46 33
Chloramphenicol-ds (I.S.)  EST 326> 157 -65 -22
Thiamphenicol-d; (I.S.) ESI’ 357> 188 =73 -26
Florfenicol-d; (I.S.) EST 361 > 341 -73 -12
Florfenicol amine-d; (I1.S.) ESI” 251>233 46 17

R A
L ERIREE AT R T R ZRE RUE L
2 PIREE
2.10. #wlEsk i 5 BRlE:
HAEE PR ZREZREIOPL > & B~ R 4p k47 8 BT
WK o R29.FEEEFTAT o R IR R ATE R
D FGERE S EF RO RS B RPEu 2 X T
FIFFES RN L F RE AL 2 7 2 (ppm) :
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& (pg/mL)
V(8 F 2 WA (mL)
M: BHri7ti2 £ € (g)2 84 (mL)
ARG R AR THRPEFHE T IR 2 A E R
A 7 (=100%) > % 37 Fl4oT

443 5 2 (%) Ll 40
> 50 20
>20~50 +25
>10~20 +30
10 +50

il AMesmR 22 T 2R §F #®E250.0003ppm 0 T A F
WME AR FKREZE L TR F KE%H550.005ppm e
2. 857 B RBREFLSFTR B FIFH -



