15-ta HAYYHA KOH®EPEHIUSA “OBEJJUHEHU OT HAYKATA”
15" SCIENTIFIC CONFERENCE “UNITED BY SCIENCE”

BAJIMIUPAHE HA METO/I 3A KOJIMYECTBEHO U KAYECTBEHO OIIPEJAEJISAHE HA
A3AIIEPOH M ABAIIEPOJI B CBUHCKHU BBBPEK C IOMOIITA HA LC-MS-MS
Tonopka SInkoBcka-Credanosa u Muiiena @ynesa-IleiiueBa
HenTpaana JlabopaTtopusi no Berepunapno Canurapna Excnieprusa u Exonorus HVIBCEE, Codus,
buarapus

METHOD VALIDATION FOR QUALITATIVE AND QUANTITATIVE DETERMINATION OF
AZAPERONE AND AZAPEROL IN PORK KIDNEY BY LC-MS-MS

Todorka Yankovska-Stefanova, Milena Funeva-Peycheva
Central Laboratory of Veterinary Control and Ecology — CLVCE, Sofia, Bulgaria

A3anepoHbT € CeaTHBCH Iperapar, JIeHCTBAlL Ha [ICHTpalIHaTa HEPBHA CUCTEMA, KOWTO CE M3I0JI3Ba BbB BETCPUHAPHATA
Me/IMIIMHA TIPY [IpaceTa 3a HaMallsiBaHe Ha cTpaxa U arpecusTa. Toi ce Metabonu3upa B 0bOpenuTe 10 ChbeAMHEHUETO
asanepoin. Cernacuo Pernament (EC) 37/2010 na Komucusita, MakcuMaiIHO IOMyCTHMaTa CTOMHOCT HA CyMara OT OCTaThbYHHUTE
KOJIMYECTBA a3anepoH u azarepoun B cBuHcku 660pek e 100 pg/kg. Coraacto PrkoBoacTBO Ha pedepeHTHATA T1abopaTopust Ha
EC 3a Munnmanau u3nckBanus 3a edexruBaoct Ha Meroaute ot 2020 roauna 15t ¢ Hamanena ot 100 na 5 pg/kg.
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oH KOHTPOJINPAT OCTATHhYHHU KOJUYECTBA OT a3all€POH U a3ariepojl B CBUHCKHU 61)6peK C romMoiira Ha BHCOKO-e(beKTI/IBHa TCYHa

B HCHTpaHHa Ha60paT0pm{ T10 BETEPUHAPHO CaHUTApHA €KCIIEPTU3a U €KOJIOTUS TTPE3 MMOCIEAHUTE 2 JECCTUIICTHUS CE

xpomarorpadus cHadaeHa ¢ anoapeit aerekrop (HPLC-DAD), kakro u ¢ maccniekrpomerpuyeH aerekrop (LC-MS-MS). Bes
BPB3Ka C 3HAUUTEIHOTO ITOHIDKABaHEe Ha MIHUMAJTHUTE N3HCKBAHMS 32 €()eKTHBHOCT Ha METOJUTE, 3a IBATa aHAIIUTA €
pa3paboTeH U peBaMANpPaH METO ONPEIEIII TSXHOTO Ka4eCTBO U KOIH4ecTBO. To3M MeTox BKIIFOUBA TPOOOIIOArOTOBKA Ha
MaTpHULaTa OT CBHHCKU OBOPEK ChCTOAIIA Ce OT: eKCTPAKIUS C alleTOHUTPII, TBBPIo(ha3Ha eKCTPaKIKs ¢ KapTpumk Strata XL-
C, KoHIeHTpaLys Ha IpodaTa Moj a30T U MOCJIeBaHa OT HHCTPYMEHTalleH aHanu3 ¢ nomomira Ha LC-MS-MS. M3non3sana e

xpomarorpagcka konona Kinetex C18 Ha dpupmara Phenomenex, ¢ pasmep 50 X 2.1 mm u meiHex 2.6 micron. Onrumusupasnu

ca rmapamMeTpHTe Ha XpoMaTrorpad)ckoTo pasjensHe 4pes pa3paboTBaHe HA IPpaJJUeHTHa porpama 3a MoowmiHuTe hasu: (A) -
amonues arerar ¢ PH 4.0 u (B) - auetonntpiut. B n3cieBaHusT 00eKT ChABPKAHIETO HA a3alIePOH U a3allepoll Ce MPE/ICTaBs B
pgfkg.

Iloozomoexa na npooume

2,5 rpama npoba
+ 15 pl ot p-p na Xanonepunon (BbTpelicH
cranzapr) ¢ kouu. 10pg/ml.

Tevpoo-azno npeuucmeane na excmpakma
(SPE) Strata XL-C
aktuBupane: - 3 m1 CH;OH

Kaaun6pannonna rpadgpuka Ha npoGu CBHHCKH
0BOpek ¢ BHeceHa 100aBKa HA A3anepoH H
BbTpemen crangapr XaJjionepuaos

Excrpakuus ¢ 15ml aneronurpu, -3 M1 H,0 Tt 0.35
XOMOTCHH3HPAHE Ha BOPTEKC H LICHTPOhYrHpane || nanacsme Ha mpoa °31  y=0.0298x - 0.012
mpu 8500 rpm, 10 min npomusane: - 3 i p-p 0,1 N HCI T 0622 R2=0.9889, sp
- 3 ma CH;OH g s
enyupane. - 6 ma p-p 5:95 (Viv) z o1
25%NH,OH:CH;0H E oo
EnyaTsT ce usnapsia 10 cyxo noa N 2 o
OpFaHPI‘{HI/ISIT CIIOH ce OTACKAaHTHpPA BbB BTOpa Bwi3cranossBane ¢ 0.5 v 10% pa3TBOp Ha ° 0,05 2 4 6 8 10 12

(ancra) ueHTpodyKHA ENPYBETKA, KOPEKLHS HA
pH ¢ ouerna kucenuna a0 3,8.

METaHOJI BbB BOJIA. KoHueHTpaunoHHo HUBO ug/kg

Hucmymenmanen ananus
LC-MS/MS VCJIOBUA

Curtain Plate

Monsmxua dasa A) 0,02M N (e - i e o = %
(CH3COONH,) ¢ pH = 4,0; " l/
TMomsmxna pasa B) ancromnmpur. g . CLO Eoe . ==
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IIppBoHavanHuTe ycaoBus Ha cheraBa ca 95:5 (V:iv), a aneroHuTpmirsT ce yBenndasa Ha 80% ot 5
MuH. 10 12 muH. Ot 12.5 10 15 MuH. cucTemara ce ypaBHOBECSIBa C IbPBOHAYAIHHUTE YCIOBHS Ha

chCTaBa Ha Io/BIKHATA (ha3a. CKOpPOCTTA Ha ITOTOKa Ha mojBIKHaTa (paza e 0.250 ml/min. - o
Xpomarorpadcka komnona - Kinetex C18 na ¢pupmara Phenomenex, ¢ pazmep 50 x 2.1 mm w1 EEE

Pe3yarartu u 3akiioueHue

Pa3paboreH e MeTon 3a KaueCTBEH M KOJIMUYECTBEH aHAIN3 Ha AsamepoH M Aszamepol, ¢
IpeiBapuTeliHa MPOOOIOArOTOBKA Ha IpoOuTe. METOoabT € BaIWIMpPaH CBIJIACHO
Pernament 3a wmsnbinenue (EC) 2021/808 na Kommucusirta, MOKpHBAWKH KPUTCPHUHTE!
uctuHHOCT, mnoBropsiemoct  (2.5puglkg — 0.28ug/kg) wu  BwTpelrHOIabOpaTOpHA e
Bb31pousBogumMoct (2.5 pg/kg - 22 %), cenexrurocT, abcotoTeH aHaauTHdeH 10ous (2.5
uglkg - 94 %), pa6oren oOxsar (2.5 pg/kg - 10 pg/kg), rpanuna 3a perienue 3a L.
norebpixaenne CCo  (Asamepon CCa 3.15 ug/kg; Asanepon CCa 3.93 ug/kg) u = i
HeonpeeneHocT. Ch3IaicHUSIT METO/L OTrOBaps Ha M3MCKBAHHUATA HA 3aKOHOAATENICTBOTO | - = o 5 e
Ha EBpomnelickust cpro3. Benuku mscienBanmst Osixa M3BBPLICHH IIPH CTAHJApPTU3MPAHU - = | -
1nabopaToOpHH YCJIOBUSI M CIIa3BaHe NPHUHLIMINMTE Ha JoOpara jgabopaTopHa IpaKTHKa - === =
(GLP). MeToabT € MOTBBP/CH Ype3 yUacTHE B MEK/1y1ab0paTOPHO M3MHTBAHE BKIIHOYBAIIO
35 emporeiicku 1abopatopun, OpraHu3upaHo oT pedepeHTHaTa saboparopusi Ha
EBponeiickust cbto3 B Hupnepiannus, KaTo cropel OpraHU3aTOpUTE Y4YacTHETO HU €
IPEMHHAJIO YCIICIIHO.

Xpomamoepamu na cmandapmen pasmeop, “wucma’ npoba
CBUHCKU ObOpeK u npoba ¢ eHecena 00baska Ha A3anepoH u
Asanepon npu konyenmpayuonro nugo Suglkg, kakmo u
Bvmpewen cmanoapm Xanonepuooan.
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