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Abstract
This study was carried out to determination of carbadox and olaquindox residues in swine
tissues by MSPD(matrix solid phase disperse)method.

The results obtained were as follows;

1. Optimal wavelengths of UV for carbadox and olaquindox were 310 and 370nm, respect-
ively,

2. Ethyl acetate-Acetonitrile(8:2) was found to be adequate as extractant in this method,
3. The average overall recovery of carbadox at the 0.01, 0.05, and 1.0MM spike levels was 89.

2% and that of olaquindox was 89.9%, and the detection limits were o0.5ng for carbadox
and olaquindox,
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1. g 3 Sl

a) k%

Acetonitrile, Methanol,
acetate, Dichloromethane+ HPLC gradeZ &
Aslg e N, N-Dimethylformamide¢} Car-
badox E#EM2 Sigma BHS ﬁf—ﬁ &9 1 Ola-
quindox 1Zi# - BISLREREol A rES AS
Aol BRI

Cis(40um prep LC paking : J T Baker)&
Aol A7) giol LES &S 3 1 &
o] 2ujo)] aNEsl= n-Hexane, Ethyl acetate,
Methanol2 X}e| 2 Mtk #RSIHT.

n-Hexane, Ethyl

b) % &
1) HPLC
oPump : 600E multisolvent delivery
system
oInjector : Waters UK
oDetector : Waters 996 Photodiode

Array Detector
oColumn : gBondapak Cis, 104m 3.9X
300mn (Waters)
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2.

oData system : millennium 2010

2) Rotary evaporator (heidolph vv2001)

HF 3 EERR A
D 28 0 BKARKE M2A S & UK
oA EASIE oW BiERES AA 7t
529 SYASLTL BEA 3L AoR
HERE HHE —20C ) Wi RSt
RAEgoll fASIA
2) BN W
a) Stock sol
® Carbadox-HE#4h 10mgS IEFES] Eo}
100me Hl&Z-epL=0] F sk DMF o
10meE sk =13 ez A9
100me7} = Al 3} (100ppm)
@ Olaquindox-#E#5 10mgS EMES]) &
o} 100m¢ Wl&Zekx=d #Hstx DW
oF 10meE st HAF ez A
£} 100me7} = A sk (100ppm)

b) Working sol : stock sol D@E Zz
sl wlEbEZ 10, 100 2 1,00081 %
Firgste] AT (0.1, 1.0, 10ppm)

c) LC sol : 0.1ppm i}%sr%gl Carbadox}
Olaquindox working sol 50uf%} ippm
e o] working sol 25uf %2 10ppm i
#o] working sol 50uf#-& 100mee ©f
el sl (Carbadox st Ola-
quindox 42} 0,001, 0.05 1ppm)

3. AEBRAE

#0599 0.1, 1.0 2 10ppm #EES 7k
=29l Se}1%2 workig solE 747 50, 25,
50y wmmsted (A E2A) 0.01, 0.05 2 1ppm)
MSPD(matrix solid phase disperse) Hgkol wh
2 §IEE(28. 1) % o]537 LC sols z+z}
50uf¥ HPLCO| At mlkzE 2 #HEES
BlE AT

A2 = Dichloromethane, Ethyl acet-

2g Cis placed in glass mortar
| < add 0.5g sample
homogeneous mixture with glass pestle

transfer to 10m¢ syringe barrel containing filter paper disk

|

filter paper disk place on the column head and compress to 4.5mé

|

placed plastic pipet tip on the column otulet

loading 8mé hexane and discard

|

loading 8mé extract solution and collect

dry and dissolve 0.5mf mobile phase

inject to HPLC

Fig 1. Analysis process of MSPD method
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Fig. 2 UV spectra of carbadox(A) and olaquindox(B)
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Fig. 3 Chromatogram of fortified and control tissue
(A : carbadox(20ng), detection at 310nm)
(B : olaquindox(20ng), detection at 370nm)
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Table 1, Recovery of carbadox and olaquindox extracted with ethyl acetate from swine tissues

Carbadox QOlaquindox
Added, ppm

Rec, ppm Rec, % Rec, ppm Rec, %

0.05 0.04727 94.5 0.01771 35.4

0.04787 95.7 0.02011 40.2

0.04759 95.2 0.01929 38.6

0.04928 98.6 0.01686 33.7

0.04854 97.1 0.01697 33.9

0.04793 95.9 0.02242 44.8

0.04239 84.8 0.01841 36.8

0.04401 88.0 0.01785 35.7

0.04307 86.1 0.02021 40.4

Av, % 92.9 37.7
SD, % 5.132 3.628
CV, % 5.525 9.618

1.0 0.824 824 0.398 39.8

0.821 82.1 0.389 38.9

0.821 82.1 0.383 38.3

0.771 77.1 0.352 35.2

0.782 78.2 0.355 35.5

0.767 76.7 0.351 35.1

0.798 79.8 0.398 39.8

0.804 80.4 0.395 39.5

0.796 79.6 0.397 39.7

Av, % 79.8 38.0
SD, % 2.156 2.092
CV, % 2.701 5.509
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Table 2. Recovery of carbadox and olaquindox extracted with ethyl acetate- acetonitrile(8:2)
foom swine tissues

Carbadox Olaquindox
Added, ppm

Rec, ppm Rec, % Rec, ppm Rec, %

0.01 0.00942 94.2 0.00933 93.3

0.00946 94.6 0.00922 92.2

0.00964 96.4 0.00893 89.3

0.00983 98.3 0.00891 89.1

0.00960 96.0 0.00892 89.2

0.00983 98.3 (0.00934 93.4

0.00962 96.2 0.01001 100.1

0.00977 97.7 0.00962 96.2

0.00979 97.9 0.00906 90.6

Av, % 96.6 92.6
SD, % 1.541 3.695
CV, % 1.595 3.990

0.05 0.04755 95.1 0.04740 94.8

0.04275 85.5 0.04630 92.6

0.04635 92.7 (.04780 95.6

0.04470 89.4 0.04640 92.8

0.04515 90.3 0.04575 91.5

0.04735 94.7 0.04695 93.9

0.04670 93.4 0.04735 94.7

0.04470 89.4 0.04725 94.5

0.04460 89.2 0.04515 90.3

Av, % 91.1 93.4
SD, % 3.126 1.738
CV, % 3.433 1.861

1.0 0.771 77.1 0.809 80.9

0.771 77.1 0.827 82.7

0.768 76.8 0.826 82.6

0.834 83.4 0.841 84.1

0.823 82.3 0.845 84.5

0.824 82.4 0.842 84.2

0.807 80.7 0.840 84.0

0.800 80.0 0.835 83.5

0.804 80.4 (.833 83.3

Av, % 80.0 83.3
SD, % 2.508 1.120

CV, % 3.134 1.344
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