SRR 1 £ =5 SR [ A 2 0 B 3
et flaa ;i tls HE4
Frcr R A § TR B R R b B R R
£ &

Bt Bk ip k472 PRI ¢ sulfamethazine ( SMT ) ~ sulfamerazine ( SMR ) -
sulfathiazole ( STZ ) ~ sul famonomethoxine ( SMM ) ~ sulfadimethoxine ( SDM ) ~ sulfaquinoxaline
( SQX ) ~ oxolinic acid ( OXA ) ~ piromidic acid ( PMA )% nalidixic acid ( NAA ) ~ flumequine
( FLU )% 10 f8 & = @Hl s & m v 2 2hm el - 384 247 o 247 0XA ~ FLU ~ NAA w5 T35
% 96. 6%~ 96. 1%~ 96.3% ~ 47 SMR~ SMT~ SDM~ SQX w4z T35 41.3%~ 69.0% 63. 0%~ 83. 0%,

M STZ &2 SMR ** 7 de el i i TR 3237 » 2 v P PR Rl; SMM € 7 - 4% -

Batis @ 47~ & AR~ F R
% 03
UL AP s 0 BB 2 2 £ R AN ER AR AR TR

R SRR A‘:,\»#ml;{]a?xp 75 5}? APy TP ;}aﬁ R N P e A 2
- ; ERLEE o LR R L

T“w»

1,:L°:‘;FE?LJ.IF/I%E ﬁrsi'f.iﬁ"&ﬂj\&?%}; /w\*ﬁ'_’
PR RRZ* o (1:2:3:4,556)

g

L% M2 2>

(18 & 2 Rk i B SMR ~SMT~ SDM~ SQX &% & (Sigma 2 B L * £ 3 5 ) %
50mg & % » 50mli&é w8570 ¥ OXA~ NAA- FLU - PMA ¥R L&
& ( Sigma % Alcor =@ 2 ) 250 mg & % » 50 ml 4 ¢ = &¥g7 » M
F7% (E Merck 25 ) 3fs 2 €F > £ 1§ 7% 10 34~k
& 5 100 gg/ml-

(iR g EEZR REPEELZ R 10mMIE 0§ 7 R U4 2 V16 kR 5 25 pgiml 2 6.25

wg/ml -
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2.6 WP e
(1) OXA ~ NAA ~ FLU 2 PMA & iRk 50 B2

%+ ROBERT K.% (1995)® 2 Ishii Rie % 1994®2_ = ;x4 ez @ 44k 559 % 50 ml
A d BreodgAe 24 ml o pr i F 10 4 480 53w 3000 rpm ( Kubota 5100, rotor RS-720, Japan )
2 Agmo P FR SR s WA AARE 1 25 ml P S EE s B EE R
HWAHL - A0CHREIRSEI 42 Sea ik 10 ml e 4275 > £ 4 x> 10 ml & 2 = ( E. Merck
A& ) > 30 ml 3%#F - 4030 0 R 10 4) 0 B o sy 0 3000 rpm B 1448 0 R ¢
koo 10 mlE e g 2 F- = P AR R T 250 ml A ris P % 25 ml
%7 (E Merck 2 & ) #; %‘ljwwg BRAe I RFELPRT L os B P
DR (TR)E T - AR SR 25mlF FEBLZ LB F P4 25ml0.1
Mzsitspiap FFL1L-G& FERLAE T RF rﬁ% 2 25ml &z | wmd
EH 10 > WhdAzie > T RFFRH > {E4 > 25 ml 0.075 Mgipz > 4 » 25 ml & & >
RIZVRE L oo ™k > i 125 cm g » {55 > £ % 25 ml & 9 £ K X B-
Fo EEEPRROACHEEIGG Ser2mlF % FRRIG AEM L ml#
BARSAR R AR T AR 5045 umigs (Nylon #F ) #igisi2 » HPLC iR

()7 P 1 -t B T

il & 590 1 25ml § TR E B Sape (3000rpme 10 448 ) o A AEE 2 25ml
FOREA - TERF EH I F I RBE RS P E(YptE= F P 485 g
L1210 ml § 7 k=0 ()54 = 5 1 = 48(3)55 Sep pak Cy, cartrige (4).5 Sep pak silica
ff@y; D SRRRAE S o AR E T % 0.0%#R (4:6) 1 mligded RIRT AR
% 045 um 2 gtiBig fs 2 » HPLC &R » 1 B dd chm pd2 e iR > % o

o

3.0XA ~NAA~FLU & 47ig iz :
()% »xi 4p & 45~ 3¢ 4 © Mightysil RP-18GP 150 X 4.6 mm
(5u4m) & % & silicagel »
(2)# # 4p : 0.02 M Phosphoric acid — acetonitrile — tetrahydrofuran ( 72+16+12)
Q)% Ltk £ pF AL 325nm =Tk & 365 nm -
(4)sxiE @ 1 ml/min
Gy »~& 110 ul
(6)% »ci%e 4p K 47 & ¢ Hitachi T : L-6200 4] ; # | % : L-4250 4] : 3e4%% : D-2500 %] # canon
Bjc-210sp : column oven: L-7300 4] > # i#] % Hitachi L-4250- ¥ & Hitachi
F-1050 -
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4. SMR ~ SMT ~ SDM ~ SQX 4 7% it :
(1) B »xizedn k454 3 g 4 ¢ Mightysil RP-18GP 150 X 4.6 mm
(5um) 3 R silicagel -
(2)# #4p * 25 mM NaH,PO,-CH,CN (80 : 20)
AUV & iplA £ 254 nm
(4)7w:& 1 ml/min
Byr»~% :20 ul

5w irFifsk
il 593 >0 B 50ml4&d sy & B4 » OXASNAA-FLU B &4 %27% (100 o«
gml)iml> (25 gg/ml)1lml> (625ug/ml)1mliH 5 20~5~1.25 pglg- &} it
FedB 7 E R L AT 0E PR o
FAt 593 70 B 50ml k4 oy & W4 » SMR~SMT ~SDM~SQX & & & #73 /% (100
wg/ml)lml> (25 pg/ml)iml: (625 pgg/ml)imli#@ 2 5 205125 pglg- &% ke

T2 R mALM = § i Z 4R B kR & 254 nmo 5 # 4p 25 mM NaH,PO, : CH,CN (80 :
20) BI3E o
k= 5%

74 NAA - OXA ~ FLU 2 fetw e 8§ 96% 1 (2 1) > 2 @b s [ w2 RE
B 1] o xR MY R PRI REIIA 0 USRS § S SREAIRE ] T i R R SR
¥ 0 2 ERE 1 25 mM NaH,PO, : CH,CN (80 :20) 1 ml /3 f%;x » HPLC > fom F4E 4% MR > 2 X
A1 SMT ~SMR ~ SDM ~ SQX v £ &% o ( Bl 4)

oW
NAA~OXA~FLU~PMA > 2 % g+ i ik se 1 0.02 MBSk 1 § 7 % iw & 2 vg (72

16:12)1ml % f% > 5 HPLC ~ 4732 UV 280 nm #p] > 82 ¥ fr PF4g 01 > e w5 5 70.6%~99.4% ~
77.6% ~302% > ® seid e b > 4oB 1> Fea F kiRl o g & 325 nm oo szt £ 365 nm o
Al OXA~NAA -~ FLU w x5 % 5 96% 1+ > 4o®] 2o ¥ = fim t<® 5 g g & 40C » 25 mM
NaH,PO, : CH,CN z # & 4p it & A 47 > & &7 7 "J LA E AR 30 R AR (S B ] SMT »
SMR~SQX = L % » » wyeFs 2328 (R H 13 £+ ) X SRS § O ARSI
SEE TR NIt ‘S‘-/ﬁ‘@iki{ﬁfkﬁ » AAE %%E‘hifﬁ 1 ml% 22~ HPLC > #& + 34 % 413 » = SMR
B STZFGHRET  SMM L gL ] £ « 2 31 5X10°M frpe 7 R (60:40) S B
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A A E 230 nm o ST AIE S 2 0 2% SMR ~SMT ~ SDM ~ SOQX /# F PR g2 10 & 480 »
w3 7 26.6%56.9%60.1%~46.3% > 4B 5 53§ A plA £ ( 230 nm - 254 nm > 265 nm )
2 A E4p 0 40 80% £ 7 k= 1 0.1% mifsk (25:75) £ 25 mM NaH,PO, : CH,CN (80 :20) =

2 25 mM NaH,PO, : CH,CN ¥4 & » 47 » 2 117 [ if i2 % i g ’c——%)’}lﬁ‘w;’récﬂm‘__éa—}':‘ i
L0 S < N T‘U’«k; AL RPN ARG R L AR TR RITE S
4o STZ ¥ SMR > @ SMM B F B 3] jLid » w ik d i o

air

%1 EX325nm->EM365nm> #64p 002 M AL : § " % tw & 4vd (72:16:12)

OXA~NAA-FLU 2z ®4ycF 2 CV iE -

% 7 7 e JE B (ppm) * T F % CV &%
OXA 1.25 96.1 1.9
5 96.4 1.5
20 97.3 1.7
NAA 1.25 96.3 4.4
5 97.1 4.4
20 95.0 6.7
FLU 1.25 97.0 3.8
5 96.4 14
20 95.4 3.9

% 2 UV £ 254nm-# # 48 25 mM NaH,PO, :CH.CN (80:20) SMR~SMT~SDM -
SQX 2w fck 2 CV & o

A

# 7 7 e J& B (ppm) i Eail) CV 2%
SMR 1.25 42.2 13.2
5 40.1 8.3
20 41.5 9.6
SMT 1.25 70.4 4.3
5 68.7 7.9
20 68.0 8.6
SDM 1.25 56.3 5.4
5 64.3 2.2
20 68.4 4.9
SQX 1.25 89.0 3.3
5 78.7 6.0
20 83.0 5.9
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L 0.02 MRS - WERGT : PUEIE (72 : 16
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2 .58 ATT 1@ 0OFFS i
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o

0

o}
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L]
[

{0 1 T T A T OO R R N

PR e -

CH. 1 €.5 2.58 ATT 1@ OFF3 5] B6-29-88

1.33

1644

B89:439

Blank

20r/g

4]

olLrm
]

9 OXA

—ag NAA

-
o

-
=

LI I O I I O A O I O |
u

CH. 1 NFFES ] BWE-s 29,88 1351

[
i

PRI =2
Y

=29 FLU
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(b)

CONC(ug/g)

5 20000000 r . - OXA|
: . y = 4E+06x + 98051 /_,.// « NAA
15000000 r . R* = 0.999 FLU
/’ y = 3E+06x + 2509.4
10000000 F e

8

| <

|l 5000000 r y = 1E+06x - 63251

5 R? = 0.9995

' 0 I | |
? 1 2 3 4 > 6

'1[ -5000000

|

&2 L4002 M BHES  HEGT : &M (7216 12) RFSEAE - FREEBIERER 3250m - [RIN
3R 365nm » 22§D R DN OXA « NAA ~ FLU SEEMRALRE 20~ 5 1.25ppm 2 (a) &
HER (b) REMHRE -

Chrom Type: Fixed WL Chromatogram, 265 nm

SMR SMT
6.db < SMM
E SDM
—_': STZ =t “
3 o S 5 SQX
23 0.15 — z " L
2 3 o
= j b4
L
g 0.10 —
g =
4 0.05 — -
0.00 — \
_""'|'|']‘T'!'|‘|'|'|'|r|'|'|‘!'|'l'|'|'i'i'|'|‘['i'|'1'|'|'|'|'f‘|
0 5 10 15 20 25 30

Retention Time (min)

B3 Bl2SmMBEE S : SRE[BEE (FHEDS) » REFIE 40°C » 265nmiF R » STZ
SMR ~ SMT ~ SMM ~ SDM ~ SQX R G154 F R < BB ETEEY -
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Development and Application of Simultaneous Determination of
Synthetic Antimicrobial Drugs in Chicken Feeds

K. M. Lin, M. C. Liu, M. Y. Kueo, S. Y. Lin, S. C. Yang

The Branch Institute of Animal Drugs Inspection , National Institute For Animal Health ,
Council of Agriculture, The Executive Yuan

SUMMARY A high-performance liquid chromatography (HPLC) method for simultaneous
determination of sulfamethazine (SMT), sulfamerazine (SMR), sulfathiazole (STZ), sulfamonomethoxine
(SMM), sulfadimethoxine (SDM), sulfaquinoxaline (SQX), oxolinic acid (OXA), piromidic acid (PMA),
and nalidixic acid (NAA) in chicken feeds was developed. The feed samples spiked with synthetic
antimicrobial drugs at levels of 1.25, 5 and 20 ppm. respectively, were analysed. The average recovery
rates of OXA , FLU and NAA were 96.6% , 96.1.0% and 96.3%, respectively.

The average recovery rates of SMR , SMT , SDM , and SQX were 41.3% , 69.0% , 63.0% and 83%,
respectively.

Key-words - Feed, Synthetic antimicrobial drug, Simultaneous determination
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