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METOJUYECKHE YKA3AHUS IO UCIOJb30BAHUIO MACC-CHEKTPOMETPHH (MC)
JUISI M AIEHTUOUKALIAN, TIOATBEPKIEHUS 1 KOJTMYECTBEHHOTI'O OIPEJIEJTEHUS
OCTATKOB NECTULIU/IOB

CAC/GL 56-2005
HOATBEPXIAIOIIMUE UCIIBITAHUSA

Korna aHamu3bl BBITIOTHSIOTCS B IEISX KOHTPOJIS WIK COONIOICHUST TpeOOBaHUH, 0OCOOCHHO BaYKHO, YTOOBI
MOATBEPXKIAIONINE JIaHHBIE OBLIM TOJYYESHBI IEPE]l YYeTOM JaHHBIX O MpPo0ax, COJACpXAIIUX OCTATKU
MECTUIUIOB, KOTOPbIe OOBIMHO HE CBSA3aHBI C AHAIU3UPYEMBIM CHIPhEM, WJIM B KOTOPBIX MaKCUMAalbHbBIC
ocratounsie ypoBHu (MRL), mo Bceit BuaMMOCTH, OBbUTH TpeBBINICHBL. [IpoOBI MOTYT conIep:KaTh
nHTep(QEepUPYIOIUEe XUMUYCCKUE BEIISCTBA, KOTOPHIC MOTYT OBITH ONIMOOYHO HICHTH(QHUIIMPOBAHBI KaK
nectuiuabl. K TakuM mprMepaM B ra3oBOil XpoMaTorpaguu OTHOCSATCS OTKIMKH DJIEKTPOHHO-3aXBATHBIX
JIETEKTOpOB Ha dS(Pupbl ¢GTaneBol KUCIOTHI M (GOCPOp-CEICKTUBHBIX JETEKTOPOB HAa COCTUHEHUS,
coJiepKallue cepy u a3or.

AHaM3 OCTAaTKOB MECTHUIMIOB MYJTHOCTATOYHBIMH METOJAAMH OOBIYHO COCTOMT W3 JIBYX DTAllOB:
O0TOOPOYHOTO aHAIW3a U MoATBepkacHUsA. Cxema mporecca n3oopaxena Ha puc. 2. [IepBblii aTam BKIIOYAET
YCTAHOBJICHHUE TEX OCTATKOB MECTHIUIOB, KOTOPHIE, BEPOSTHO, OyAyT MPUCYTCTBOBAThH MIPH HHTEPIIPETAIINN
WCXOJHBIX JaHHBIX, H30eras, HACKOJIbKO 3TO BO3MOXKHO, JIOXKHOOTPHIIATEIBHBIX PE3yJbTaToB. BTopoii
3Tan — 3TO MOATBEPKACHUE, B KOTOPOM OCHOBHOE BHUMAHUE YCNISCTCS MECTHIUIAM, OOHAPYKCHHBIM Ha
stane 1. O0beM paboT Ha ATare MOATBEPKACHUS OMPEACIIACTCS EIbI0 UCTIONB30BAHUS 3aHOCUMBIX B OTYET
PE3YJIbTAaTOB W BO3MOXXHBIMU IMOCICAYIOIIUMU AAMUHUCTPATUBHBIMU PCHICHUAMMU. Bbl60p TEXHHUYECCKOT'O
npuemMa Jsl TOJATBEPXKIACHUS 3aBUCUT OT €ro JIOCTYITHOCTH, BpeMEHH M cTomMocTH. OHH OCHOBaHBI JIHOO
Ha JATbHEHINEeH WHTEpNpeTaui XpOMaTorpaguueckux ¢ Macc-CIEKTPOMETPHUSCKUX JaHHbBIX, JIMOO
Ha aJIbTCPHATUBHBIX MCETOAAX C HCIIOJIb30BAHUEM PA3JIUYHBIX (bI/I3I/IKO'XI/IMI/I‘I€CKI/IX CBOICTB COCIMHCHUS,
00 Ha COYETAaHUM pa3jIMYHBIX METOJOB pa3lClCHUs U OOHapykeHus. HekoTophie ajibTepHATHBHBIC
METOAMKH OATBEPKACHUS IIPUBEIICHEI B Ta0MI. 0.

Besikuii pas, korna xpomarorpaduieckue TEXHUIECKHE MTPUEMBI UCTIONB3YIOTCS IJIsl OTOOPOYHOTO aHalin3a
WIN TIOJATBEPKACHMSA, HaJUIeXkalas HacTpoWKa OKOH BpEMEHH yAEp)KaHWs HMMEET pellalolee 3HaYeHHE.
[lepen HavanoMm aHain3a HEOOXOAMMO CIEAWTH 3a T€M, YTOOBI MPUOOP OBUI MPABMIIBHO OTPETYJIMPOBAH;
nepea  KakKIOW DNapTHed aHaJW30B CJelyeT MPOBOAUTH HCHBITAHWE CHCTEMBl Ha COOTBETCTBUE
tpeGosanusam’. Baza JaHHBIX U1 3HAYEHWH BPEMEHHW YJEPXKaHUs J0/DKHA ObITh HACTPOEHA MO TEKYIIUM
ycnosusam?, Ha srane 1 TonepantHbie mHTEPBAbI OT 1,5 10 3% OT aGCOMIOTHOrO BPEMEHH YIEPKAHUS MOTYT
NPUMEHSTBCS Ui KanmwuiapHoi I'X B 3aBucumocTH OT (GoOpMbl HHKa. [ moaTBepKIEHHS BPEMEHH
yAepKaHus a0CONIOTHBIE TOJIEPAHTHBIE MHTEPBAJIbl YBEIWYHBAIOTCS C YBEIHMYCHUEM BPEMEHH YACpKaHHUS.
TonepaHTHBIM WHTEPBa] JIOJKEH ObITh MeHee 1 c. s BpemeHu yaepxanus (RT, retention time) menee
500 c. nst 3nauenmii Bpemenu yaepskanus ot 500 go 5000 c. pexomenayercs nntepBai 0,2% OT 3HaUeHUs
RRT. lns Gonee AMUTEIBHOTO BPEMEHH yAEpKaHus 6 C. SBJISETCS MOAXOAALINM HHTEPBAJIOM.

[MoxTBeprkaroIre UCIBITAHKSI MOTYT ObITh KOJIMUECTBEHHBIMY U (MJIH) Ka4eCTBEHHBIMH, HO B OOJIBIITMHCTBE
CIIy4aeB MOTPeOYIOTCS pe3ynbTaThl 000uX THHOB. OcoObIe MPOOIEMbl BOZHUKAIOT, KOTJa OCTATKH JIOJIKHBI
OBITh TIOJATBEPXKICHBI HA YPOBHE WJIM OKOJIO Tpejieia ONpPEICIICHUS, U XOTSA KOJIWYECTBEHHO ONPEICIIUTh
OCTAaTKA Ha 3TOM YPOBHE CJIOKHO, BaXKHO OOECIIEUYMTH aJICKBATHOE IMOJITBEPXKICHHE KaK YPOBHS, Tak U
uAeHTH()UKALIHH.

HCO6XOZ[I/IMOCTB MMOATBCPIKAAOIMINX HCIBITAHUM MOJKET 3aBHCETh OT THIIA HpO6I>I WIH €€ H3BECTHOU

1 Soboleva E. Ambrus A., Application of system suitability test for quality assurance and performance optimization of a
gas chromatographic system for pesticide residue analysis, J. Chromatogr. A. 1027. 2004. Ctp. 55-65.

2 Lantos J., Kadenczki L., Zakar F., Ambrus A. Validation of gas chromatographic Databases for qualitative
identification of active ingredients of pesticide residues in Fajgelj A. Ambrus A. (eds) Principles of Method Validation,
Royal Society of Chemistry, Cambridge, 2000, ctp. 128-137.
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MpenpicTopui. B HEKOTOPBIX KyJNIbTypax WM CENbCKOXO3SIMICTBEHHOM CBIPhE YacTO BCTPEYAIOTCSA
oTIpe/ieTIeHHbIe OCTAaTKU. [ cepun po0 aHAIOTHYHOTO MPOUCXOXKIEHUS, COJIEPIKAIIUX OCTATKH OJTHOTO M
TOTO K€ TICCTHIUAA, MOXKET OBbITh JOCTATOYHO MOJTBEPMIACHUS HACHTU(GUKAIMK OCTATKOB B HEOOJBIION
MPOTOPITMOHATBHON YacTH TPoO, BEIOPaHHOH ciy4daiflHBIM 00pa3oM. TOYHO Tak ke, KOrja M3BECTHO, YTO
KOHKPETHBII MecTUIU ObUT IMPUMEHEH K MaTepuany IMpoObl, BOZMOXKHO, YTO MOXET HE TOTpeOoBaThCA
MOATBEPXKJACHUE WIACHTU(UKALUN, XOTS CJIEAYeT MOATBEPIUTH Psijl CIy4YalHO BBIOPAHHBIX PE3YJIBTATOB.
Ecnu mocTymHbl «XONOCTBIE» TPOOBI, UX TPEOYETCS HMCIONB30BATh JJIS MPOBEPKU HAIUYHUS BO3MOMKHBIX
UHTEP()EPUPYIOIIUX BEIIECTB.

HeoOxomumple maru Jjs MoJIOKHUTENBHON HIACHTU(DUKAIIMYA — 3TO MPEAMET MPUHSATHUS PEIICHUS XUMUKOM-
aHarmtukoM. Oco0oe BHUMAHHE CIEIYeT YACHATh BHIOOPY METOAa, KOTOPBIH MUHUMH3UDPYET BIIASHUC
nHTep(EepUPYIOMNX COoeANHEHUH. BRIOpaHHBI TEXHUYECKUH MpHeM (WIH MPHEeMbI) 3aBHCHT OT HaJIHYUS
MOAXOJIAIIMX MPUOOPOB U OMBITA B UCIIBITATSILHON JIA0OPATOPHH.

I'A30BASI XPOMATOI'PA®US/ MACC-CHEKTPOMETPHUSA (I'X/MC)

JlaHHBIE 00 OCTaTKaX, MOJNYYCHHBIC C TIOMOIIBID MAacC-CIEKTPOMETPHH, MPEACTABISIOT co00i Hamboiee
yOeqUTEeNbHOEe OCHOBAHWE M, €CIIH JIOCTYITHBI MOAXOAANINE KOHTPOJILHO-U3MEPHUTENbHbIC MPHOOPHI, TAKON
TeXHUYECKUH npueM TMOATBCPKACHUA ABJIACTCA MNPCANOUYTUTCIBHBIM I TIPUMCHCHHA. OTOT K€
TEXHUUYECKUH NIPUEM TaKKe OOBIYHO UCTIONB3YETCs B LIEIIX 0TOOPOYHOro aHaimm3a ocTaTkoB (3Tam 1). Macc-
CIIEKTPOMETPHUECKOE  OMNPEJCICHUE OCTAaTKOB OOBIYHO TIPOBOAAT B COYETAHMHM C TMPOLEAYpOi
XpoMaTorpaUuecKoro pasleseHus, 4ToObl OJHOBPEMEHHO IOJNyYUTh JIaHHBIE O BPEMEHHU YJIEpXKaHusl,
COOTHOIIICHMM MAacChl W 3apsja HMOHA, a TakXke cojaepkaHus. KoyinyecTBeHHas Tmepenada JIaOMIIbHBIX
aHAJIMTOB Yepe3 XpoMaTorpauuecKyro CUCTEMY CONPsDKCHA ¢ mpo0ieMaMu, aHATOTUYHBIMUA TeM, KOTOPbIC
BO3HUKAIOT C JIPYTHMH JieTeKTopaMHu. JIJish KOJMWYECTBCHHOM OIEHKH KOHTPOIUPYEMbIC HOHBI JIOJDKHBI OBITH
TEMHU, KOTOPLIC HaI/I6OJ'ICC CHGHI/I(bI/I‘IHBI IJId  aHajiiTa, MNOABCPKCHbBI HAUMCHBUICMY BJIIMAHUIO U
00eCIeYrBarOT XOPOIIee OTHOIICHHE CUTHAI-TIYM.

[Ipy ncnonbp30BaHMM MOHUTOPHHTA BRIOpaHHBIX HOHOB (SIM, selected ion monitoring) Ha 3TOH cTanum yxe
JIOJDKHBI OBITH YCTAHOBJICHBI TOJEPAHTHBbIE WHTEPBAIBI JJIsl COOTHOIICHHH HMOHOB W 3HAYEHWH BPEMEHH
y/AepKaHHs, OCHOBaHHBIC HA BBEJCHWHU CTAHJIApTa MECTHIIMAA B YACTOM PACTBOPHTENE C KOHIICHTpAIUEH,
ONMM3KOM K KPUTUYECKOMY YpOBHIO. ToJlepaHTHBIE MHTEpPBAJIbI AJsl COOTHOLICHWH HMOHOB JOJDKHBI OBITH
B mpenenax + 30% oT cooTHomeHuit abcomoTHOTO coaepkanus noHOB. Korma 2 (umu 3) cooTHOIIEHHS
BHIODaHHBIX HMOHOB HaxOJATCsS B TMpeleliaX YCTAHOBJICHHBIX TOJEPAHTHBIX HMHTEPBAIOB, OCTAaTOK
noarBepxkaaeTcs®. Jlns HeGONMBIIOrO KOJIMYECTBA NECTHIMIOB B MAcC-CIIEKTPE MOKET OOHApYKHBATBCS
TOJILKO OJIMH KOHKPETHBII HOH. B 3TOM ciiydae ciieayer HaiTH anbTepHATHBHOE MOITBEPIKICHHE.

Korna oOHapy)XeHHbIE MOHBI BCE €Ille YKa3bIBAIOT Ha BO3MOYKHOE MPUCYTCTBUE OCTATKa, PE3yJIbTaT MOXKET
OBITh YYTEH KaK TNpEeIBApUTENILHO HICHTU(GHUIMPOBAHHBIA. OJHAKO, €CIIM Pe3ylbTaT MOXET MPHBECTH
K M€paM €O CTOPOHBI KOHTPOJHPYIOUIMX OPraHOB WM Pe3yJbTaThl OyAyT HCIONB30BATHCS VI APYTHX
nene (HampuMmep, JUIsl OLEHKHA TOTPEOJieHUS C THINeH), HEOOXOJUMO HAaWTH JIOMOJHUTEIBHOE
MOJTBEPKICHHE WACHTU(QHUKAIMK aHaIUTa. JTOTO MOXXHO JIOCTHYh C IIOMOIIBI0 TOTO JK€ CaMOro
obopynoBanus ['X-MC myreM BBEACHUS CTaHAAPTOB MPEIAIOIAraeMoro aHaJuTa C COTJIACOBAaHHOM
MaTpuleld, 4YToObl KOMIIEHCHPOBaTh BIMSHHE MATpHULbl Ha COOTHOLIEHWE HOHOB. B 3TOM ciyuae
HEOOXOJIMMO TPOW3BECTH IOCIEAYIONIME BBEJCHUS CTaHJapTa C COIVIACOBAHHOW MaTpuled u
npeanonaraemMor mpoosl. OtkioHenne RRT anamuTa B cTanmapTe W B NpearojiaraeMoM IHKe B Ipole
00BIYHO J0JKHO ObITh MeHee 0,1%. [IBa cOOTHOILIEHMS! HOHOB, U3MEPEHHBIE B MPO0OE, TOKHBI HAXOAUTHCS
B IIpe/lelax TOJEPAHTHOTO HHTEPBajia, PACCUNTAHHOTO HAa OCHOBE COOTHOIICHWH HOHOB B CTaHIapTe
Cc corylacoBaHHO#M Matpuiei. OCTaTOK CUWTaeTcs MOJATBEPKIACHHBIM, €CIH OH COOTBETCTBYET OOIIeMy
MIpaBUITy, U3JI0)KEHHOMY BbIIIE. ECITM COOTHOIIEHNSI HOHOB BBIXOAAT 3a MPEEIIbl TOJIEPAHTHBIX HHTEPBAJIOB,
JIOTIOJTHUTENIEHOE TOJTBEPKACHUE HICHTHU(PHUKAIIMN MOXKET OBITh MOJIYYEHO C MOMOINBIO aIbTEPHATHBHBIX
AHAJMTUYECKUX TEXHUUECKUX NMpreMoB. [IpuMeps! mpuBeaeHs! B Ta0I. 6.

3 Soboleva E. Ahad K. Ambrus A. Applicability of some MS criteria for the confirmation of pesticide residues, .
Analyst, 129, 1123-1129, 2004.
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JlanpHeliliee MOATBEPXKICHHE MAacC-CIIEKTPOMETPHEH MOXXET OBITh BBITIOJHEHO TyTEM MOJYYeHUs
«TIOJTHOT0» Macc-CIeKTpa JIEKTPOHHOTO yaapa (Ha mpakTtuke o0srgHO oT m/z 50 (macca/3apsn 50) mo 30HEBI
3a mpenenaMu 00JIaCTH MOJICKYJISIPHBIX MOHOB). OTCYTCTBHE WHTEP(EPUPYIOIINX UOHOB SBISICTCS BaXKHBIM
(dakTOpOM TpU TMONTBEPKICHUHA HICHTU(PHUKAINK. J[OTIONHUTENHPHOE MOATBEPIKICHUE HACHTH()HKAIIUK
MOJKET OBITh MONY4eHO: (i) C MMOMOIIBIO ATBTEPHATUBHONW XpOMAaTOTrpaguIecKkoil KOJOHKH; (i) ¢ MTOMOIIBIO
QIBTCPHATUBHOTO TEXHUYECKOTO IMpUeMa HOHHM3AIMK (HampuMmep, XUMUYECKOW HOHW3anuu); (iil) myrem
OTCJIC)KUBAHUS TMPOAYKTOB JaJIbHEHIICH peakiui BBIOPAHHBIX HOHOB C IOMOIIBIO TaHAEMHOW Macc-
cuekrpomerpun (MC/MC wmu MC"); (iv) myTeM MOHHTOPUHTa BBIOPAHHBIX HOHOB C YBEJIHMYCHHOW
paspeniaroniell CtoCOOHOCTHIO MacC-CIIEKTPOMETPA.

MaCC-CHeKTpOMeTpI/I‘lCCKI/Ie OMpeACJICHUA NOJUKHBI YAOBJICTBOPATL KPUTCPUAM aHATIUTHUYCCKOTO KOHTPOJIA
KaueCTBa, aHAJIOTUYHBIM KPpUTCPUAM, IPUMCHACMBIM K JPYTUM CUCTCMAaM.

B2KX U BKX-MC

[MonTBepkeHNe OCTAaTKOB, OOHApy)KEHHBIX IOcie pasfeneHus ¢ nomouipto BIXX, oObruHO Oonee
po0IeMaTHYHO, YeM NPH HCIOIb30BAaHUM I'a30Boi xpoMmaTorpaduu. Ecian oOHapykeHHe oCylecTBIsETCS
nyTeM mnoriomeHus Y®-u3nyueHus, MOJyYeHHE IIOJMHOTO CHEKTpa MOXKET CIYKUTh JOCTaTOYHBIM
OCHOBaHHEM JUIsl ToKa3aTelibcTBa uaeHTUuKauu. OnHako Y ®-CHeKTpbl HEKOTOPBIX MECTUILIUAOB TPYIHO
ANarHoCTupoBaTb, IIOCKOJBKY OHH aHaJOIM4Hbl CIICKTpaM, HOPOHU3BOAMMBLIM MHOTHMHU JPYTUMHU
COCAMHEHUSMH, HMMEIOIMMH aHAJOTMYHble (PYHKIMOHAJIbHBIE TPYIIBl WM CTPYKTYpbl, & COBMECTHOE
ANMIOUPOBAHHUE MHTEPPEPUPYIOIIUX COCTUHEHUN MOXKET CO3/IaTh JOMOJHUTEIbHBIE MpodieMbl. JlaHHble 00
yq)'HOFJ'IOHICHI/II/I, IMMOJIY4YCHHBIC Ha HECKOJBKUX [JIMHAX BOJIH, MOIYT MNOATBCPAUTL WJIN OIIPOBCPIrHYTH
WACHTU(QUKALUIO, HO, KaKk MpaBWIO, caMHd 10 ce0e OHM HENOCTAaTOYHO XapakTepHbl. JlaHHBIE
(yopecueHINH MOTYT UCIIOIB30BATHCS U MOATBEP)KICHUS PE3yIbTaTOB, HOMTYyUYEHHbBIX C TOMOLIbI0 Y D-
nornomenus. XKX-MC MoxeT CIIy)KUTh XOpPOIIMM OCHOBAaHHUEM IS JOKA3aTeIhCTBA MOJTBEPKICHUS, HO,
MOCKOJIBKY TIOJNIyYeHHbIE CHEKTpPBl, KaK NpPaBWJIO, OYEHb MPOCTBIE H JEMOHCTPUPYIOT HEOOJNbIIOE
XapakTepHOE pazfelneHue, nonydeHHsle ¢ noMompbio JKX-MC pe3ynpTaThl peaKO MOTYT CUHUTATHCS
noctarouHo 00ocHoBaHHBIMH. XKX-MC/MC — 310 6osiee 3 QeKTUBHBIN TEXHUUYECKHA IPUEM, COYCTAIOIINN
W30MpaTeNbHOCTh W CHEMUPUYHOCTL M YacTO OOECHEeuMBAIOIIUI  JIOCTAaTOYHOE OCHOBAHWE IS
J0Ka3aresbCTBa uaeHTuuKkanuu. Texaudeckue npuembl XKX-MC, kak npaBuiio, HOABEP)KEHBI BIHSHUIO
MaTpHIbl, OCOOCHHO TIIOJABJICHUIO, M TO3TOMY JJsi KOJMYECTBEHHOIO IIOJATBEPKICHHUS MOXKET
HOTpeGOBaTBCH HCIIOJIb30BAHUC CTaHAaPTHBIX IlOGaBOK HJIN HN30TOITHO-MCUYCHBIX CTaHaapTOB.
JlepuBaTu3anusi TakKe MOXKET UCIIOJIb30BaThCS VIS ITOJTBEPIKICHHUS OCTaTKOB, OOHAPY>KEHHBIX C TOMOLIBIO
B3OXX (Tabm. 6).

TOHKOCJOMHAS XPOMATOI' PA®HUS (TCX)

B HekoTophIX ciy4asix TOATBEPKACHUE Pe3yJbTaTOB razoxpoMaTtorpadguu y/noOHee BCEro OCYIIECTBISATH
c nomowpio TCX. Mnentudukaiusi ocHOBaHa Ha ABYX KpUTEpHsX: 3HaueHUH Rf u peakuuu BU3yanu3amuu.
Mertoabl 0OHapyKeHHsI, OCHOBaHHBIE Ha Ouorpobax (HampuMep, HHrHOupoBaHue (HEpMEHTOB, TPHOKOBOTO
pocTa WIM XJIOPOIUIACTOB), OCOOEHHO MOAXOIAT JUIl KaueCTBEHHOI'O IOJTBEPXKJCHHUS, MOCKOJIbKY OHHU
crieunUUHBI 711 ONPEEICHHOTO TUTIa COCAMHEHH, YyBCTBUTEIbHBI U OOBIYHO OYEHb MAJIO MOJBEPIKEHBI
BIMSIHHIO COBKCTPAKTOB™®. B Hay4HOH JMTEpaType CyHIECTBYFOT MHOTOYHCIIEHHBIE yHNOMMHAHHS 3TOTO
Texauueckoro npuema’. KonMdecTBEHHbIE XapaKTEPUCTHKH TOHKOCIOMHOW XpomaTtorpa(uu, OIHAaKo,
orpannueHsl. [lanpHelnee paciiupeHre cgepbl NPUMEHEHHS 3TOr0 TEXHHYECKOro MpHeMa BKIIOYAET
yaajgeHue oOJIaCTH Ha IUIaCTHHE, COOTBETCTBYIomIeH Rf mHTepecyromiero coenmHeHus, ¢ MOCIEAYIOMINM

4 Ambrus™ A.,. Fiizesi? |.; Susan? M.; Dobi® D., Lantos* J., Zakar® F., Korsds* I., Olah3 J., Beke® B.B., and L. Katavics®
A cost effective screening methods for pesticide residue analysis in fruits, vegetables and cereal grains, J. Environ Sci.
Health B40, 297-339, 2005.

> Ambrus A.; Fiizesi I.; Lantos J.; Korsos I.; Hatfaludi T. Repeatability and Reproducibility of Rf and MDQ Values
with Different TLC Elution and Detection Systems. J. Environ Sci. Health B39 2004 (npuwnsmo x nyoauxayuu).

6 JUPAC Report on Pesticides (13) (Batora, V., Vitorovic, S.Y., Thier, H.-P. and Klisenko, M.A.; Pure & Appl. Chem.,
53,1981, 1039-1049
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JIOMPOBAHMEM W3 MaTephalia CJOoS M JAIBHEHIINM XMMHAYECKUM WU (PU3UYIECKUM MOJITBEPKIAOIINM
aHanm3oM. PacTBOp CTaHZapTHOTO MECTUITUAA BCETAA CIeAyeT HAHOCUTh Ha TUIACTHHY BMECTE C AKCTPAKTOM
mpoObl, 4ToOBl M30ekKaTh KAaKUX-THOO MPoOJieM, CBsI3aHHBIX C HemoBTopseMocThio Rf. UpesmepHoe
MOKPBITHE OKCTPAKTa CTAaHAAPTHBIM TECTUIMIOM Tak)Ke MOXET JaTh [OJIe3HyI HH(pOpMaImio.
[Ipenmy1iecTBa TOHKOCIOMHON Xpomarorpaduum — CKOpOCTh, HHU3Kas CTOMUMOCTh W MPHMEHUMOCTH
K TSPMOYYBCTBUTCIIbHBIM MaTepuanam. K HemocTaTkaM OTHOCATCS (Kak TpaBuio) Ooyiee HU3KUE
YYBCTBUTEIBHOCTh U Pa3/ICIUTEIbHASI CIIOCOOHOCTh, YeM Y MPUOOPHBIX XPOMATOTPApUISCKUX TEXHUICCKUX
MIPHEMOB OOHApYXEeHHs, W HeoOXOAMMOCTh B Ooiee 3(GEKTUBHOW UYNUCTKE B ciydae OOHApYKEHHS,
OCHOBaHHOT'O Ha IBETHBIX PEAKINAX XUMUIECKHUX BEIIIECTB.

JNEPABATH3ALIVS

[Ipu BBIOOpe WOHOB mis moaTBepkaeHus I'X/MC Ha OCHOBe JepuUBaTH3AINH, BEIOpAHHBIC WOHBI JTOKHBI
OBITh CTPYKTYPHO 3HAYUMBIMH JJII OCTaTKa W HE TMPEJCTaBIATh COO0M (hparMeHTHl JepUBATH3UPYIONIETO
areHra. XoTs JIePUBATHU3AIMS MOXKET ObITh TOJIE3HBIM CIIOCOOOM MOATBEPXKICHUS UACHTU(HUKALIUN OCTATKa,
CIIe/lyeT YYHUThIBaTh, YTO OHA TaKkKe JOOABUT JOMOJHUTEIBHBIA JJIEMEHT K HEONPeIeIeHHOCTH
KOJMYCCTBCHHOI'O IMOATBECPIKACHUA.

JTO HANpaBJICHUE B TEXHOJIOTHUSIX MOATBEPKICHUS MOKHO PACCMATPUBATH B BUJIE TPEX OOIIUX ITOIXOJIOB.
(a) Xumuueckue peakiuu

YacTo UCIOIB3YIOTCSI MEJIKOMACIITAOHBIE XAMUIECKUE PEAKIMHU, PUBOISIIKE K PA3JIOKCHHUIO, T00ABKE HITH
KOHACHCAIIUN TMPOAYKTOB pCaKluu C NECTUIIMAaAMH, C IMOCICAYIOUNIUM IMOBTOPHBIM HUCCICAOBAHUCM I3TUX
MPOAYKTOB XpoMarorpapuyeckuMu TEXHUYECKUMH MpHeMaMH. Peakuuum MpuBOAAT K 00pa3oBaHUIO
NPOIYKTOB, HMEIOIINX JPYrMe 3HAYCHHsS BPEMCHH yIaepkaHus © (WIM) OTKJIMKA JETEKTOpa, YeM
y HCXOOHOTO  coeauHeHus. IIpoOy  CTaHmapTHOrO MMECTHUIMAA ClieayeT o0pabarhiBaTh BMeECTE
C MPENNoiIaraéMbIM OCTaTKOM, YTOOBI MOKHO OBLIO HANpPSIMYIO CPaBHUTH pe3yJbTaThl KaXKAOTO M3 HUX.
Tax)ke B aHAU3 JOJDKEH OBITH BKJIIOUEH OOOTAIEHHBINA 3KCTPAKT [UIS J0KA3aTEIbCTBA TOTO, YTO PEAKITHSI
NpoTeKaeT B MPUCYTCTBHM Marepuaiia MpoObl. BiusHHEe MoMex MOMET BO3HHKATh, KOTJA MPOHM3BOJIHbBIC
coeMHEHHUsT OOHApYXHMBAIOTCS BBUIY CBOKMCTB JepuBaTH3Mpymomero peareHTa. O030p XUMHYECKHX
peakiuii, KOTOpbIC UCIOIB30BATUCH B LIEISIX MOATBEPKAeHUS, Obl1 onyosukoBaH Cochrane, WP. (Chemical
derivatisation in pesticide analysis, Plenum Press, NY (1981)). IlpeuMymiecTBO XHMHYECKHX PEAKIIHi
COCTOHMT B TIPOCTOTE M OBICTPOTE X MPOBEACHHS, HO MOKET MOTPeOOBaThCS MPUOOpeTeHHE U (MJTH) OYHCTKA
CIICIMAN3UPOBAHHBIX PEareHTOB.

(b) dusnyeckue peaxiyn

[lone3HbIM TEXHUYECKUM IPUEMOM SBIAETCS (POTOXMMHYECKOE H3MEHEHHE OCTaTKa MEeCTULUAA JUIs
MOJYYCHUSI OJHOTO WJIM HECKOJBKHX IMPOAYKTOB C BOCIPOM3BOJAMMON XpOMaTrorpa(uveckoil KapTHHOH.
[IpoOy cranmapTHOTO MECTUIMA U OOOTAIIEHHBIN YKCTPAKT BCEr/ia celyeT 00pabaThiBaTh OJHUM H TEM XKe
obpazom. IIpoObl, comepkamue OCTaTKM HECKOJBKHX IIECTHLMIOB, MOTYT BBI3BaTb MNPOOJEMbI IpH
WHTEPIIPETallMN PEe3yNbTaTOB. B Takux ciydasx MpeaBapUTeIbHOE pa3elieHne KOHKPETHBIX OCTAaTKOB
MO>KHO POBOANTH ¢ ucnionb3oBanneM TCX, BOXXX unn ppakiroHnpoBaHus Ha KOJIOHKE MEpe pPeakuuei.

(c) Hdpyrue meTozast

MHorue necTHIUABI MOJIBEPKEHbI pa3sioKeHHi0 U (Wiu) TpaHcopmanuu ¢epmeHTamu. B orTnmume ot
OOBIYHBIX XMMHYECKUX PEaKIWi, 3T TPOILECCH OYeHb CHENU(UYHBI U OOBIYHO COCTOSIT M3 OKHCIICHUS,
THIpOJIN3a WM jAeankwiupoBaHus. [IpoaykTsl  KoHBepcuu — 00JaaloT  XpomaTorpaduyeckuMu
XapaKTepUCTUKAaMHU, OTIMYHBIMH OT XapaKTEPUCTHK MCXOJHOIO MECTHIMJA, M MOTYT HCIOJIb30BaThCA
B LESIX TIOATBEPKACHUS TPH CPaBHEHHHM C TPOAYKTAMH DPEAaKIHH C HCIOJIb30BAaHHEM CTaHIAPTHBIX
MECTULIMIOB.
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Tabmumua 6. Metoabl o00HapYyKeHMsl, NOAXOASIIMEe I OTOOpoyHoro anamm3a (Aran 1) u
NoATBeP:KIeHus1 (3TN 2) 0OCTATKOB.

Otan 1 — oTOOpOYHEIH aHAIH3
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I'X ¢ kanunspHoi kononkoi — D31, AD 1, IO/, TITD T xX2xt | x | x | x | x |x [Xx
I'X-MC X | X2 X | X [X [X | X |X
KX-MC X | X X | X | X | X [X
2]
£ | Texnn4eckue MPUEMBI C TIOJIHBIM CKaHHPOBAHUEM X | X | X | X [ X | X |[X [X
%]
g- (I'’X)", MCBP, anprepHaTHBHBIE TEXHHYECKHE PUEMbI HOHM3AaLIUK | X | X [ X [ X | X | X | X [X
-]
E KX-IM nnm Y d-ckanupoBaHue X | X |X X | X | x | X
5
T KX-Y®/BUC (omHa 1jiuHA BOJTHBI) X X X X X
N
= KX ¢ nerexropoM ¢iryopecueHINN X | X X | X X | x
=
M | TCX — wunrubupoBanue (epMeHTOB, TPUOKOBOrO pocta WM | X | X [ X | X [ X | X | X |Xx®
XJIOPOTIIIACTOB
Jepuaruzanus X [ X | X [ X | X |[X |X |X
[Ipoduns cnenmdruecknx N30MepoB X | X | X | X | X [ X |X

1 — HUcnonvzyemcs mubo Koaonka ¢ Opy2oll NOISPHOCHIBIO, YMO NPUSOOUN K PA3HOMY HOPSIOKY NIOUPOBAHUs]
OCIMAMKO8 U 3A2PAZHAIOUUX Beujecms, INIOUPYeMblX 6OIU3U UHMepecylouje2o nuka, aubo Opyeoi ocobulil

demexmop.
2 — Tom owce mexuuueckuti npuem I'’X-MC moorcno ucnonvzosams Onsi smana 2 (noomeepoicoerue), ecau
6b10paHbL pasHble UOHLL UMY YCIMAHOGIEHbl MOAEPAHMHbIE UHMEPSANbl HA OCHOBE PEeUleHUll ¢ CO2NACO8ANHOU
mampuyet.

3 — Hondxcna ucnonb308amucsi NOOGUIICHASL UNU HENOOBUNCHAS! (haza Opy2oll ROSPHOCTU.
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6aza naHHBIX 3Ha4eHui RT

ITAII 1 — OTBOPOUYHBIN AHAJIN3

[ToATBEPHKACHO, YTO CHCTEMA TTOXOLUT
JIA L[Eﬂeﬁ aHamsa, 1 MOXKECT OBITH NPUMEHCHA

Her
Brinonnure TexHu4ueckoe

00cCITyKMBaHHE CUCTEMBI U HACTPOWTE
mapameTpsl RT

v

Ipoanammsupyiite mpo6sr ¢ momosio I'X mwmm BOXX

v

3Ha4YeHHs BpEMEHH

yllep>KaHUsl HaXOJATCs B
YCTAQHOBJICHHBIX

TOJIEPAHTHBIX Tpejiesax.

Amnanut
He 00HapyKeH

v

Ipoanammsupyiire npobs! ¢ momomsio I'X-MC

v

3HaueHHUS BPEMEHH
yliepiKaHHs HAXOJATCs
B YCTaHOBJIEHHBIX
TOJIEPAHTHBIX
npezenax.

Ja
CooTHOLICHHS
AHaNMUT UIEHTHOUIHPOBAH. BBIOPaHHBIX HOHOB
JlanpHeiiee nOATBEPIKACHHE HaXOJATCS B yCTAHOBIIEHHBIX
He Tpebyercst TOJIEPAHTHBIX TIPEIENax
Her l
2 WK 3 0XKUAAEMbIX
Anamut Her A
HMOHA MPUCYTCTBYIOT B
HE UICHTU(ULIUPOBAH pHCy Y
npobe npu ganHOM RT
AHauT npeBapuTENbHO MOATBEPIKICH
JlanbHeiiee
3aHeCTH pe3yIbTaThl Her
MOJITBEPXKICHHE HA OCHOBE
B OTYET
HCTIONTB30BAHHS
\ 4
A\ 4 A 4

y

Hcnone3yiiTe Apyrue TeXHUUECKHE TPUEMBbL
JUIS TIOATBEPIKACHUS B OPSAJIKE NPHOPUTETA

ITo BO3MOXHOCTH UCTIONB3YHTE
aJbTEPHATHBHBIC HOHBI

Hcnonb3yiiTe cTaHIapT ¢ COracoBaHHON
MaTpHIleH MPEoIaraéMoro CoeHHEHHUs

110 JOCTYIMHOCTH, BDEMEHU, CTOUMOCTA U
OIIbITa MPOBEACHUS aHanma.z

JUTSL TIPOBEPKH TOJIEPAHTHBIX HHTEPBAIOB
COOTHOIIICHHUI NOHOB 1 RT ¥ BBITTOJIHUTE
KOJMYECTBEHHOE OTIDENEIeHHE aHATUTA

Puc. 2. CxemaTuyeckoe n300pa:keHue 0TOOPOYHOro aHAJM3A U moATBep:kIeHus: (3tan 1 u 3ran 2)

0CTATKOB NECTUIINI0B

1 — HecBolicTBEeHHBIE 3HaYCHHMs1, BKIIFOUAsl 3alpelieHHbIe BelecTBa, HapyiieHne MRL wmu TpeOOBaHMI K UCCIIEIOBAHUSM, KaK, HAIPUMeEp, IPH

OIIEHKE BO3/IEMCTBHUSA

2 — Cwm. apyrue crocoObl MOATBEPKIACHUS B TabII. 6

3 — Jl11s1 HeGOIBIIIOrO KOJIMYECTBA IECTHIMIOB B MAacC-CIICKTPE MOXKET OOHAPY KHBAThCS TOJIBKO OJMH KOHKPETHBIH HOH. B 3TOM ciydae cienyet

HaWlTH AIBTCPHATUBHOC IMOATBCPIKIACHHUEC.



