VIK 00- 13058 Mup3aaaumoB CHpPOIKHIINH

IIpenoxaBaresib papManeBTHYECKUX
HayK

Kadeapa AHankaHCKOro rocyiapcTBeHHOT0
MeIUIMHCKOT0 HHCTUTYTAa

PASPABOTKA XUMHUKO-TOKCHUKOJOT'HYECKHUX METOA0OB
AHAJIN3A IECTULNJIA HUTEIIMPAM

Mirzaalimov Sirojiddin
Lecturer of Pharmaceutical Sciences

Department at Andijan State Medical Institute

DEVELOPMENT OF CHEMICAL-TOXICOLOGICAL METHODS FOR
ANALYSIS OF NITEPIRAM PESTICIDE

AHHOTALUA

B  nanHOW  craThe  oOmMUCHIBaeTCS  pa3paboTKa W BaNUJAUS  METOJOB  XHUMHKO-
TOKCHKOJIOTHYECKOTO  aHallM3a TMEeCTHIUAAa HUTenmupaMm. METOAWKH, OCHOBaHHBIE Ha
BbICOKO3()(heKTUBHON kMIKOCTHOM Xpomartorpaduu (BDXKX), razosoit xpomarorpaduu-macc-
cnekrpomerpun (I'’X-MC) u Y®-cnekrpoporomeTpun, ObUIM HCCIEIOBAaHBl Ha IMPEAMET HX
3¢ GEKTUBHOCTH Ui TOYHOTO OIpeNeieHuss HUTenupama B oOpasuax. IIpoBoauiach oreHka
AQHAJTMTHYECKUX XapaKTePHCTUK, TAaKUX KaK YYyBCTBUTEIBHOCTh, CHEIM(DUIHOCTH, MPEHEIIBI
OOHapy>KeHHsI U KOJIMYECTBEHHOTO ONpeeNeHHs, Al 00ecIIeUeHnsI HaIe)KHOCTU JIaHHBIX.

Abstract

This article describes the development and validation of methods for the chemical-toxicological
analysis of the pesticide nitepiram. Techniques based on high performance liquid
chromatography (HPLC) ), gas chromatography-mass spectrometry (GC-MS) and UV

spectrophotometry, were examined for their effectiveness in accurately determining nitepyram in
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samples. Analytical performance such as sensitivity, specificity, limits of detection and

quantitation were assessed to ensure the reliability of the data.

Kmouessbie cioBa: HUTEIIMPAM, BOXX, I'X-MC, dhapmaiieBTrKa, TOKCUKOJIOTHS.
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BBenenue

Hurenmpam — 5TO CHCTEeMHBIH WHCEKTHIWZA, NPUMEHSAEMBIH Ui OOphObI ¢ HACEKOMBIMH-
BPEIUTEISIMH B  CEJIBCKOM XO3siiicTBe UM BeTepuHapuu. [IOBBIICHHOE HCIOIb30BaHUE
HUTENMpPaMa BBI3BIBACT OOECIIOKOCHHOCTh H3-32 BO3MOYKHOTO HAaKOIUIEHHSI OCTaTKOB B
NOPOAYKTaxX MUTAaHHUA M OKpY’Kalollel cpene, 4To TpedyeT pa3paboTKu 3(P(PEKTUBHBIX METOI0B
aHanm3a. Llenpio maHHON paboTHI SABIISETCS CO3MaHUE M BAIUAAIMS METOJ0B, 00ECIIEUNBAIOIINX
BBICOKYIO TOYHOCTb M YyBCTBUTEIHHOCTH B ONPEACICHUN COACPKaHUS HUTEIIHpama.

O030p JuTEpaTyphI

B npenpiaymux uccinenoBaHusx mokazaHo, 4yTto metonbl BOXX um I'X-MC saBnsrorcs
3¢ (HEeKTHBHBIMA WHCTPYMEHTAMH JUISl aHAIW3a IEeCTUIUIAOB B Pa3IUYHBIX Marpumax. Yd-
CHEKTPO(HOTOMETPHSI TAKXKE HIMPOKO HCIONB3YETCS B XUMHUYECKOM aHau3e 0aroaapsi mpocTore
U JOCTYMHOCTH MeTona. OMHAKo crenuuvecKrue METOAbl aHalu3a HUTEMHpama A0 CHX TIOp
HY>KJAI0TCS B IajbHEeIel pa3padoTke U BaTuAalINH.

MartepuaJjbl U METOAbI
IIpoGonoaroroBka

Jlnis BBIIAENEHHWS HUTENUpaMa M3 00pa3loB HCMONb30BATMCH AKCTPAKIMOHHBIE METOIBI C
IPUMEHEHUEM OpraHUYeCKHX pacTBopuTesiell. ONTUMU3MPOBAHHBIM METOJ ASKCTPAKIUH ObLI
BBIOPAH /IS MOJIyYE€HUs] MAKCUMAJIBHOTO BBIX0/1a BEIECTBA TP MUHUMAJIBHBIX TOTEPSIX.

AHaJIUTHYECKHUE METOALI

1. Bsbicoko3(dpexTuBHAA JKUAKOCTHAS xpomartorpagus (BIXKX): Meron
UCIIOJIB30BAJICS Ui pa3JeleHUss U KOJMYECTBEHHOI'O aHAIM3a HUTENUpaMa. Y CIOBUS
MIPOBEACHUS aHAIM3a BKJIKOYAIN HCIIOIb30BAHUE TPAJMEHTHOIO PEXUMa PaCTBOPUTENEH
U JIETEKTUPOBAHUE ITPU JUTMHE BOJIHBI 254 HM.

2. T'azoBas xpomartorpagus-macc-cnekrpomerpus (I'X-MC): I'X-MC ucnons3zoBanachk
JUISL TIOATBEPKJIECHUS COCTaBa HUTENHMpPAMa U OIPEIEICHUS BO3MOXKHBIX IPOAYKTOB €0
paznoxenus. [lpobGa mojaBeprasach TEPMUYECKOMY pPa3jOXKEHHUIO B KOJIOHKE U
MOCJIEYIOLIEMY MAaCC-CIIEKTPAIIbHOMY aHaIU3y.

3. Y®-cnexkrpodoromerpusi: AHanu3  OPOBOAWICS C  HCOOJb30BaHueM Y-
cnekTpooToMeTpa NpU  JUIMHE  BOJHBI, COOTBETCTBYIOUIEH  MaKCUMaJIbHOMY
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IMOIJIOICHUIO HUTCIIMpaMa. MeTO,Z[ HCIIOJB30BAJICA JIA 6BICTpOFO KOJIMYCCTBCHHOI'O

aHajm3a 06pa31103 C U3BCCTHBIM COACPIKAHUCM HUTCIIMPaMa.

Baauaganusa MeTo0B

Bamupamus kaxaoro Mmeroaa MIpOBOAWIIACH 110 CICAYIOMINUM IMapaMETpam:

e YyscrBuTeabHOCTD: [Ipenen obHapykeHUss U mpeen KOJIMYECTBEHHOTO ONpeaeNeHuUs
PacCUUTHIBAINCH AJIs1 KaXKIOI0 METO/1a.
e Crneuudpuynoctb: CrocoOHOCTh METOAOB H30UPATENBHO OMpPENeisITh HUTENHUpaM B
MPUCYTCTBUU JIPYTUX COCTUHEHUM.
e TounocTts M BoOCHPOU3BOAMMOCTh: OIlEHUBANIUCH MYyTEM MHOTOKPATHOTO aHalu3a
KOHTPOJIBHBIX 00pa3LoB C U3BECTHBIM COJIEpPKaHUEM HUTENHpama.

Pe3yabTaThl M 00CyKIeHUE

Ta6muna 1. Iloka3aTenu BaIHIaNHH METO0B aHAIN3a HUTeNHpamMa

ITapamerp BKX [I'X-MC |Y®-cnexkrpodoromerpus
Jlumut obHapyxenus (LOD), mr/n 0.05 0.02 0.10

ﬁllil/h;HT konuuecTBeHHoro ompenenenus (LOQ), 0.10 0.05 0.20

Crenu(uaHOCTH Bricokas (Beicokast |[YMepeHHast
UyBCTBUTEIBHOCTD 98% 99% 95%

Tounocts (RSD, %) 2.5 1.8 3.0

Ipumeuanue: LOD — npenen obnapyxkenusi; LOQ — mpenen KOJIMYECTBEHHOTO ONPE/IEICHNUS,
RSD — oTHOCHTENIBHOE CTaHAAPTHOE OTKJIOHEHHUE.

Tabmuma 1 mokaseiBaet, uto MeTopl BOXKX u ['X-MC 065anatoT BHICOKON 9yBCTBUTEIHLHOCTHIO
U CHEU(PUIHOCTHIO I aHanu3a HUTenupama. Y O-criekTpohoToMeTpHsl TaKKe TEMOHCTPUPYET
MpUEMJIEMBIE TTOKA3aTeTN YyBCTBUTEIIBHOCTH, XOTs €€ TOYHOCTh HEMHOTO HUKE.

Taﬁ.lmua 2. Pe3yJ'II)TaTI)I KOJIMYECTBCHHOI'0 aHa/Iu3a HHUTCINHUPaMa B KOHTPOJLHBIX

o0pa3uax
Oxuaemoe N3mepenHoe N3mepenHoe N3mepennoe
Oo0pa3sen [coaep:xxaHue coJep:KaHue conep:xxkanue (I'X-conepxanue (YD),
HuTenupama, mr/a  (B9XKX), mr/a MC), mr/a Mmr/a
A 0.50 0.48 £0.02 0.49 +0.01 0.47+0.03
B 1.00 0.98 +£0.03 1.01 +£0.02 0.96 £ 0.04
C 5.00 4.95+0.05 5.02+0.03 4.88 +0.06
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N3 Ttabmuuel 2 BUAHO, YTO H3MEPEHHBIE 3HAYEHUS COJAEp)KaHHMs HUTenupaMa OJM3KH K
OXHUJAEMbIM, YTO YKa3blBa€T Ha BBICOKYI0 TouHOCTh MeTo0B BDOXKX n I'X-MC. VO-
CHEKTPO(OTOMETPUS TAKXKE MMOKa3aia yJOBIETBOPUTENIbHBIE PE3yJIbTaThl, OJHAKO HAOII0AAeTCs
HeOOJIBIIIOe CHUYKEHNE TOYHOCTH TPU BHICOKMX KOHIIEHTPAIHSX.

3akioueHue

P33pa6OTaHHI>I€ " BAIMIUPOBAHHBIC METOJbI aHAaJIM3a HUTCIIMPaMa 00ecIeynBaroT Haz[éncHoe n
TOYHOC OIPCACIICHHUC MOAHHOT'O IIECTULIHIA. Ot MCTOAblI MOTYT OBITh HCIIOJIB30BAHbI JIIA
MOHUTOPHHIA COACPKAHWA HUTCIIHMpaMa B MNMHUIICBBIX MNPOAYKTaxX H OKPY)KaIOHIGﬁ cpeac, 4To
CHOCO6CTByeT MOBBIIICHHIO 0€30IMaCHOCTU U CHIDKCHUIO PUCKOB 1A 300POBbA YCIIOBCKA.
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