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%ANT TEKNIK

CALISMANIN AMACI

Hastaliklarin 6nlenmesi, kontrolii
ve gelisimin hizlanmasini saglamak
gibi amaglarla dogrudan, yeme ya da
suya katilarak, parenteral, kas i¢i veya
meme igine uygulanan antibiyotiklerin
kullanimini takiben, hayvanin doku ve
organlarinda biriken metabolitlere, ilag
ya da kimyasal maddelere kalint1 ad1
verilmektedir.

Antibiyotik kalint1 analizleri
icin LCMSMS, GCMS, GC, HPLC,
Kapiler Elektroforez gibi teknikler
kullanilmaktadir. LCMSMS, basit, hizli
ve giivenilir olmasi agisindan antibiyotik
analizleri i¢in en sik tercih edilenler
tekniklerden biridir.

METOD VE MATERYALLER

Bu ¢alismamiz Shimadzu marka
LCMS-8040 model LCMSMS sistemiyle
siitte antibiyotik etken maddelerinin
yapisal tayini ile birlikte miktar tayinleri
basit, hizli ve glivenilir bir metot ile
gerceklestirilmistir.
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LCMSMS ile
Siitte Antibiyotik Analizi +

KULLANILAN EKIPMAN VE ANALITIK KOSULLAR
KIMYASALLAR . s
1. LCMSMS Cihaz : Shimadzu LCMSMS
2. ESI iyon kaynagl Model : LCMS-8040
3. UHPLC Iyon Kaynagi ~ :ESI
4. UHPLC kolonu HPLC Sistemi  : Prominence LC-20AD (Nexera)

5. Otomatik pipet

6. Analitik terazi (0,0001 g Kolon : Raptor C18 (2.1mm*100mm, 2.7pm)
hassasiyette) Mobil Faz A : 10 mM Amonyum format %100 su

7. Ultra saf su sistemi Mobil Faz B : %100 Asetonitril

8. Restek QUEChERS Kkiti ) .

9. Restek QUECERS cleanup kit Akis Orani : 0.40 mL/dk (Gradient program)

10. Vorteks Kolon Firin

11. Santrifij Sicakhigt 150 °C

12. Asetoniitril (ACN)
13. Amonyum format

Interface Current :4.5kV

14. 0,2 pm siringa ucu filtre Spreyleme Gazi
Akis Hizi : 3 mL/dk

NUMUNE HAZIRLAMA Kurutma Gazi

1. 10 g siit tartilir. Uzerine 10 mL
ACN ve I%TD eklenir. Alas Hizi 15 mL/dk

2. Restek QUEChERS kit eklenir (4 DL Sicaklig: 1250°C
g MgS04 -1 g NaCI) 1 dakika vorteks HB Sicakligi 1450 °C
yapilir.

3. 5000 rpm’de 5 dakika siiresince
santrifiij edilir.

4. Ust fazdan 1 mL alinr.

5. Restek QUEChERS cleanup kit
eklenir. (150 mg MgS04-50 mg C18)

6. 1 dakika vorteks yapilir. 3000
rpm’de 3 dakika siiresince santrifiij
edilir.

7. Siipernatant alinip 0.2 pm siringa
ucu filtreden siiziiliip 5 uL olarak cihaza D i‘;{,‘;’;ﬁ‘gfm‘;’
enjekte edilir. .

LCMS-8040

Sivi Kromatografi Triple Quadrupole
Kiitle Spektrometre
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Madde ve MRM C(iftleri
BILESIK Q1-Q3 Q1-Q3
1 Albendazole 2-aminosulfone 240,20>133,20 240,20>198,20

3 Albendazole Sulfoxide 282,20>240,20 282,20>159,20-282,20>208,10

5 Levamisole Hydroxy 205,20>178,20 205,20>91,20

7 Thiabendazole 5-hydroxy 218,20>191,10 218,20>147,20

9 Doramectin 916,50>331,30 916,50>593,30

11 Ivermektin 892,50>569,30 892,50>307,20

13 Selamectin d3 770,20>626,30

15 Thiabendazole d6 202,20>175,20 202,20>131,20

SONUCLAR VE DEGERLENDIRME

1. Kromatogramlar
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2. Kalibrasyon Egrileri

B <> Quantitative Results View  |pg 1 [IE] ALBENDAZOLE 2-AMINOSULFONE B <> Method View - Compound Table 6 View  [@ Edit
kst — 00[::: Al s: da; C:IYP: (el : eV jon  Identification Quantitative Compound Group Performance Spectrum Custd ¢ | *
andard(Calc.Poi —
p blank2_0021cd Standard(Calc Poi 1 = L Name | __msz et o ayi
blank3_003Jcd Standard(Calc.Poi ] — ALBENDAZOLE 2-AMINOSULFONE 240,20>133.20 | 240,20>198.2 | Target
y %04 1-0041cd Standad(Cac P > 053] ALBENDAZOLE SULFONE 298.20>159.10 | 298.205266.2__| Target
50ul_2 005lcd Standard(Calc.Poi 2 0516 ALBENDAZOLE SULFOXIDE 282,20>240.20 | 282,20>159.2 | Target
6 50ul 3 006lcd Standard(Calc.Poil 2 0510 4 KETOTRILABENDAZOLE 327.10>182,20 | 327,10>118.2 | Target
- 10007 0073cd Sondad(Cac Po 3 0570 LEVAMISOLE HYDROXY 20520517820 | 2052058120 | Target
NEL2: O Semesiy = 0508 | THIABENDAZOLE 20220517520 | 2022051312 | Target
10003 005 1od SandadiCdc Po 3 050a T THIABENDAZOLE 5-HYDROXY 218.205191.10 | 218.205147.2 | Target
0 150ul_1_010lcd Standard(Calc.Poi 4 0501 | Abameki 85040>305.20 |83040>567.3 | Target
1 150u 2 011Jcd Standard(Calc.Poi 2 0500 | Doramectin 916,50>331,30 [ 916,50>593.3 | Target
12 0 Epri i 914,50>186.20 | 914.50>154.1 Target
1 Ivermektin 892,50>569.30 | 892,50>307.2 [Target Vv
< > < >
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B <> Chromatogram View B <> Calibration Curve/Spectrum Yiew
A_ Chromatogram Sample Info. A calibCurve A spectrum
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B < Quantitative ResultsView  1p# 8 [+ |+]  Abamektin B <> Method View - Compound Table £3View | [# Edit
Data#t T DDI::To: Filename S‘t‘nd rd(C:IW: | Level# 1 Ret. Time Integration Identification Quantitative Compound Group Performance Spectrum Cusk 4 |*
anK ] _L J andail C.Foi| —
blank2_002cd Standard(Calc.Poi 1 — I Name m/z Ref. lons Ty A
blank3_003Jcd Standard(Calc. Poi 7 p— 1 ALBENDAZOLE 2-AMINOSULFONE __ |240.20>133.20 | 240.20>198.2__ | Target
4 50ul 1 004cd Standard(Calc.Poi 2 2815 2 ALBENDAZOLE SULFONE 298.20>159.10 | 298.20>266.2 | Target
5 50ul 2 005.cd Standard(Calc. Poi 3 3720 ALBENDAZOLE SULFOXIDE 28220524020 | 282.205159.2 | Target
5 50ul 3 006cd Standard(Calc. Poi 2 2672 4 KETOTRILABENDAZOLE 3271018220 | 327.10>118.2 | Target
7 100ul 1 007lcd Standard(Calc. Poi 3 2662 LEVAMISOLE HYDROXY 20520>17820 | 205.20591.20 | Target
2 100ul_2_008cd Standard(Calc.Poi 3 3631 THIABENDAZOLE 20220517520 | 202.20>131.2_ | Target
9 100ul_3_009lcd Standard(Calc. Poi 3 2574 THIABENDAZOLE 5-HYDROXY 218.20>191.10 | 218.20>147.2 | Target
10 150ul_1_010lcd Standard(Calc Poi 4 2565 Abamektin 890.40>30520 | 890.40>567.3 | Target
1 150ul_2 011)cd Standard(Calc.Poil 4 2558 Doramectin 916.50>331.30 | 916.50>593.3 | Target
7 0 Eprinomectin 9145018620 | 9145051541 | Target
1 Ivermektin 89250556930 | 892.505>307.2 | Target v
< < >
B <> Chromatogram View B <> Calibration Curve/Spectrum View
J_ Chromatogram Sample Info. A calib Curve A spectrum
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Extraction and Partitioning
with Magnesium Sulfate
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