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BACKGROUND

“ c l  «
p « T < r , ^
boar tamt. The contribution of other steroids like androstenols is not clear (Bonneau, 1982; Garcia-Regueiro and Diaz 1989) Skatole and indole, 

? 1 9 8 oT  P “  thC mteStme "  3 rCSU,t ° f thC breakd°Wn °f  ^ t0Pha"’ were also associated with

S Ï Ï J Ï Ï d S 1!S M S X  r ;  et 3l;19r , )o S ISA. 3nd - ^ d s  using GC-MS (Magard and Berg, 1995; Garcia-
2 ” ,  z ' l  1989)’ GC‘FlD (Kaufmann et al.,1976) or GC-ECD (Brabander and Verbeke, 1986; Garcia-Regueiro and Diaz 1985) were
fat using normal t h a T r c '0" °Pandr0Sten0n,e “  back fat samPles Further> chromatographic methods for determining skatole and indole in back 
m i T *  Garda-Re^ eiro a"d 1998), and reversed phafe HPLC (Hansen-Molier,

OBJECTIVES

L Sr f ? Î 4 Î s T £ c P MSedUre W3S eValU3ted in ° rder t0 deVel0P 3 rapid and Selective pr0Cedure for dete™ ni"B the 5ot-An concentration in

MATERIAL AND METHODS
Ereti-Mtmentofthe samfiles: 2pg of 5a-Androstan-3-one as internal standard (IS) was added to lg of fat Extraction was achieved with 2x20ml of 

nieinanoi to proauce tne precipitation of the fat at room temperature
S f ™  G‘ean;up was Performed over octadecyl columns (C18) prewashed with 10ml of methanol. The sample was applied to the too of the 
column and the fraction eluted was recovered. The column was washed with 2ml of methanol. The two fractions collected were evaoorated and 
redissolved in 20jal of iso-octane. The solution was analyzed by GC-MS ^
^ W E h r a d i t i o n s : .  The column used was a HP-5MS (30m x 250pm, 0.25pm) and the temperature program was 70°C(lmin)-10°C/min- 

C/m.n-270 C(5m,n). Temperatures of the injector and detector were set at 270°C and 280°C, respectively. Detection was performed in

GC H^S^O^nd^a^selective mass defector HP^597o” ^  5<X a°d m Ẑ Por 5a-Androstan-3-one (IS). The equipmen^used was a

rT̂ egeVof0a5Oto2uSg o f la  ‘V ”“ "8 *“ S3mP'eS Wth kn°Wn concentrations of The linearity was determined in the
8 hS c t t i m  ° furCC0Very was evaluated in these samples- The intra- and inter-assay variation was determined in

concentrât o n sÎf  s ï ' t ^ 5  1 M8 2 m  T Î '  WCTe 0n SeVe" different dayS The faCt0r resPonse was evaluated va^ " S theconcentrations ot 5a-An (0.5, 1,1.5, 2pg/g) versus a fixed concentration of the internal standard (2pg/g).

RESULTS AND DISCUSSION

S S S S T n i S  Ï e ?eo‘r CÎ 0nh0fthH com.P°unds^ died and the solution could be evaporated easily. The elimination of the fat by 
précipita on m methanol at -20 C has been described in different works (Garcia-Regueiro and Diaz, 1989; Tuomola et al 1996) but the
coprecipitation of compounds can occur. In this study the precipitation of fat was done at room temperature to minimize this effect However it 

“ e S Î n e  t o i T S T ^  ‘* 7 ™  °b,amed ^  GC'MS' Clean' up ° f the extract usin8 a octadecylsilica column allowed the elimination
2 : ; “ ?X e T ™ «  ^ “ cr o; „ r  re The “ mpte were “ , i ï “ d by œ -Ms - “ *  ^
The linearity of the method was evaluated with spiked fat samples at the concentrations range of 0.5, 1, 1.5 and 2pg/g The regression equation

c ^ c e m ra Z s Ü  H H t * -Tf* “ COrrelati°n ° f R2=0" 98 Since, the determination of 5«-An was possible in the range of
i n ^  eo^fion nhT Hr ACan T  “  SampleS The reSp°nSe of5“ -An wlth reference to internal standard was also evaluated. The

is ™ mass W m ass ,s) was y=o-6748 x + 00205 (r2=o" 82)’ and *he * * * ■  resp°n«e °f **
The relative recoveries obtained at different concentrations of androstenone and the C.V. values obtained are shown in Tablel In general, the

3t T l ThC C V ValU6S ° f  reCWery WaS SUPerior at low concentrations of 5a-An (0.5pg/g)- aitnough the values obtained were inferior at 6% in all the samples.
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The
feDe T kt1" ^  n̂=5  ̂ C V f°r 5(X' An and the lntemal standard 5a-Androstan-3-one in back fat samples are given in Table2. Retention times 
stand 3 ' • sbowed 3 ^  ^  value below 0.03% for both compounds. C.V. for absolute areas were 11.50% for 5a-An and 12.91% for internal 

aard. Figure 1 shows the chromatograms at selected m/z of 272 and 274 for a back fat sample spiked with lpg/g of 5a-An.

—¡¡¡¡*ek Recovery of the method.

- ¿ ^ ndrost-16-en-3-one 
-------Added (pg/g)

0.5
1

1.5
2

Recovery(%)
92.39 
100.48 
99.44
99.39

C.V.(%)
5.36
2.47
1.64
1.58

Abundance

40000

30000

--^¡¡¡^■Intra-assay variability

5a-Androst-16-en-3-one 5a-Androstan-3-one

tr: retention

tr Area tr Area
20.93 2471689 21.64 3268223
20.93 2174127 21.64 2848076
20.93 2316988 21.64 2976970
20.94 2821815 21.63 3543385
20.93 2152540 21.64 2523052
20.932 2387431.8 21.638 3031941.2
0.005 274510.23 0.005 391535.54
0.021 11.50 0.021 12.91

Ion 272.00 (271.70 to ¿Î2.^0): LIN2.D

rime— >______ 36,00 17.00 18.00 19!q0 2o!oo 21 !ôo ' 2 2!00*
Abundance Ion 274.00 (273.70 to 274.70): LIN2.D-------

time; X: mean; Sn_i : standard desviation; C.V.: coefficient of variation.
* >______ } : 00 17.00 18.00 19.00 20.00 21.00 22.00 !

Figl.CGC-SIM chromatograms, (a) m/z272 and (b) m/z274. Peaks: 1, 
5a-An; 2, intemal standard. Conditions see text.

I nclusions
is noj'd’^eprociuc‘':)le 311(1 selective method for the determination of androstenone in back fat samples from pigs was developed Elimination of fat 
While th eVed C°mpletely precipltatin8 with methanol at room temperature. The solid phase extraction allowed the retention of the interfering fat 
Slfvj e compounds of interest were not retained by the column. The presence of interfering peaks was not observed in the GC-MS analysis in the
for on i° 6 ,The develoPed method was useful only as a laboratory method for determining the concentration of androstenone but is not suitable 

u-une determination of boar taint compounds in abattoir.
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