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_ METOAH BU3HAYEHHA
MYIIBTU3A/IMIIIKOBHX KIYTBKOCTEH HIECTHLTHU/[IB B YKPAIHI

Obrpynmoeano  HeoOXIOHIiCMb  pO3POOKU  MemMOOUK  GU3HAYEHHS  MYIbMU3ATUUKOBUX
kinokocmetl (multiresidues methods, MRM) nrecmuyudie 6 06 ‘ckmax 0Oosxinia ma xapuosux
npooykmax. Buxowano ananiz 00cCseHeHb GIMYUBHAHOL WKOAU AHATIMUYHOL Ximii necmuyuodig y
cmeopenni MRM 6i0 ananimuunux cxem CUCMEMAMUYHO2O BUIHAYEHHS 3ANUWKIE NeCmUyuodie
npu ix cymicHili npucymuocmi 8 0OHIill Npobi 00 MYTbMUATUWKOBUX MEMOOUK BUMIPIOBAHHS
Macogoi KoHyeHmpayii necmuyudie 8 NpPOOYKYIi aA2ponpoMUCIOB020 KOMNIEKCY, 00 exmax
006KINLIA (3 3ACMOCYBAHHAM MBePO0haA3HOi eKxcmpakyii, 2a3opiouHHoi Xxpomamoepagii/mac-
cnekmpomempii, 8UCoOKoegeKmusHoi piounHoi xpomamoepaghii/mandemuoi mac-cnekmpomempii.
Hagedeno nopienusanvuuii ananiz cmanoapmuux 2apmoHizosanux 6 Ykpaini MRM eusnauenns
necmuyuodis. Onucano nepesazu cyuacnoz2o cmanoapmuoz2o memody EN 15662-2008, pozensnymo
gapianmu moougixayii memody QuECHhERS ons eunpobysanv SUCOKONINIOHUX Mampuyb ma
BU3HAYEHHS NOJAPHUX AHANIMIE He aulle Necmuyuodis, aie i MIKOMOKCUHIB, NONIAPOMAMUYHUX
8Y2/1e800HI8, AHMUDIOMUKIB, NONIXIOPOBAHUX DiheHinie ma iHWUX epyn KCeHoOiomuKie 6 00 ekmax
006KILIA mMa NPOOYKYII acponpoMUCio8o20 KOMNIEKCY, NpeoCcmasieHo 6HEeCOK BIiMYUSHAHUX
aHanimuxia y 80ockouanents memooonocii QuEChERS.

Knrwowuosi cnoea: meepoogaszna excmpakyis, —2azopiouHHa  xpomamozpagis/mac-
cnekmpomempis, 6UcOKoegheKmueHa piOUHHA XPOMAmozpais/manoemMHa Mac-cneKmpomempis,
MEMOOUKU BUSHAYEHHS — MYIbMU3AIUMKOsUxX Kintokocmeti necmuyuoie (multiresidues methods,
MRM), memooonocis  QuEChERS, memoo EN 15662-2008, sucoxoninioni mampuyi, nonsphi
ananimu, MIiKOMOKCUHU, NOJIAPOMAMUYHI 8YeNe800HI, AHMUDIOMUKU.

Obocnosana HeoOX00UMOCMb pa3pabomKu MemoOux onpeoeneHus MyTbmuUoCmamoyHblx
konuuecme  (multiresidues methods, MRM) necmuyuoos 6 obwvexmax okpyosicarowei cpedvt u
npodykmax numanus. Ilpogeden amanus oocmudiceHul omedecmeeHHOU WKOAbl AHATUMUYECKOU
Xumuu necmuyuoog 6 cozoanuu MRM om ananumuyeckux cxem CUCmMeMamuiecko2o onpeoeieHus:
0CMAamKo8 necCmuyud08 Npu COBMECMHOM NPUCYMCMBUU 8 OOHOU Npobe 00 MYIbMUOCHAMOYHbIX
MEMOOUK — UBMEPEHUST  MACCOB0U  KOHYEHMPAayuu KOMNIEKCO8 NeCmuyudos 6 NpooyKyuu
ACPONPOMBIULIEHHO20 KOMNIEKCA, 00beKmax oKpysicaioujell cpeovl ¢ npuMeHenuem meepoodazHoi
IKCMPAKYUU, 2A30HCUOKOCIHOU XPOMAMOSPAPUU/MACC-CREKMPOMEMPUU, 8bICOKOIPPEKMUBHOT
HCUOKOCMHOU Xpomamozpaghuu/manoemHou macc-cnekmpomempuu. Ilpueeden cpasHumenvHulll
AHAU3 CMAHOAPMHLIX  2APMOHU3UPOBAHHBIX 6 Ykpaune MRM onpedenenus necmuyuoos.
Jokazanuvl npeumywecmaa cogpemennoz2o cmarnoapmuozo memooa EN 15662-2008, paccmompenvi
sapuanmul moougpuxayuu memooa QuEChERS ons ananuza mampuy ¢ 8blCOKUM COOepI*HCAHUEM
JURUOO08 U OnpedeseHus NONAPHLIX AHAIUMO8 He MOIbKO NeCmuyuoos, HO U MUKOMOKCUHOS,
NOIUAPOMAMUYECKUX — Y2N1e8000P0008,  NOIUXTOPUPOBAHHBIX — Oupenunros u  oOpyeux epynn
KCEHOOUOMUKO8 8 00beKmax oKpyicaioujeli cpeobl U NPOOYKYUU azponpomMbluLIeHH020 KOMNIEKCd,
npeocmaesier 6K1A0 OMEYeCMBeHHbIX AHAIUMUKO8 8 COBEPUICHCHBOBAHUE —MeMmO00I02UU

QUEChERS.

Knrwoueswie cnosa: meepooghasnas skcmpakyus, 2a304#CUOKOCMHASA Xpomamozpaghus/macc-
cnekmpomempus,,  8blCOKOI(pGHeKmusHas  HCUOKOCMHASL  XPOMAMO2papus/manoemMuas macc-
cnekmpomempus, MemoouKu onpedenenus MYTLIMUOCMATNOYHBIX KOIU4ecme
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(multiresidues methods, MRM) necmuyuoos, memooonocuss QUEChERS, memoo EN 15662-2008,
BbICOKONIUNUOHBLE mampuybl, noJisipHble aHaaumal, MUKOMOKCUHDbL, nojauapomamudecKkue
V211e8000p00bl, AHMUOUOMUKU.

The necessity of development of multiresidues methods (MRM) of pesticides determination
in the objects of environment and foodstuffs is substantiated. An analysis of the achievements of the
national school of pesticides analytical chemistry in the creation of MRM has been carried out
from the analytical schemes of systematic determination of pesticide residues co-presence in one
sample to multiresidues methods for measuring the mass concentration of pesticides in agro-
industrial products, environmental objects using solid extraction, gas-liquid chromatography/mass
spectrometry, high performance liquid chromatography/tandem mass spectrometry. The
standartized harmonized MRM of pesticide determination are presented, variants of modification of
QUEChERS method for testing of highly lipid matrices and determination of polar analytes, not
only pesticides but also mycotoxins, polyaromatic hydrocarbons, antibiotics, polychlorinated
biphenyls and other groups of xenobiotics in the objects of environment and products of agrarian-
industrial complex are considered. The advantages of the modern standard method EN 15662-2008
are proved, the contribution of ukrainian analysts in improving the QUEChERS methodology is
presented.

Key words: solid phase extraction, gas-liquid chromatography/mass spectrometry, high
performance liquid chromatography/tandem mass spectrometry, multiresidues methods (MRM) of
pesticides determination, QUEChERS methodology, method EN 15662-2008, lipid matrices, polar
analytes, mycotoxins, polyaromatic hydrocarbons, antibiotics.

IaTencudikais CiTbCHKOIO TOCHOJAPCTBA, IO HaOyjJa I[HPOKOTO 3alpOBaKEHHS
(mommpena B 60 - 70-x pokax MUHYJIOTO CTONITTS), Oyja BHUKJIMKAaHA HEOOXITHICTIO ITiBUIICHHS
00csriB BUPOOHHUIITBA MPOAYKILi arpompomucioBoro komiuiekcy (AIIK) B ymoBax aedinmry
poboyoi cuin 1 OGa3yBanacs Ha aKTMBHOMY 3aCTOCYBaHHI XIMIYHHX 3aC0O0IB 3aXHCTY POCIHH Ta
MIJIBUINICHH]I piBHA MexaHizamii. Ile B cBOw dYepry mpu3Beno J0 CTPIMKOTO PO3BUTKY XiMii
NECTULUAIB — Ha 3MiHY CTIHKUM XJjopopraHiunuM mnecturuaam (XOII) npuiinum cnoyatky
dbochopopraniuni cronyku (POC), moTiM CHHTETHYHI MIPETPOiAM, a HANPHKIHIN CTOpidus —
HEOHIKOTUHOINMW. 3’sBHIMCS HOBI XiMiyHi rpynu ¢yHrinuaiB — (kapOaMaTH, TpUA30JIH,
cTpoOimypuHu) Ta TepOiuuaiB (PpeHICEUOBUHM, CHUM-TPHA3MHM, alleTaHUIAWA, Ii3HIIE -
Cynb(OHIICEYOBHHH).

3pocTaHHs TECTUIIMIHOTO HABAHTAKEHHS HA 00 €KTH JOBKULIS MiABUIIUIO WMOBIPHICTH
3a0pyIHEHHS Xap4yOBUX MPOJYKTIB T4 BUKIMKAJIO HOBI PU3UKU JUISL 3I0POB’ S JIIOIUHH.

Ha Toif yac aHamTHYHUNA KOHTPOJIb 3aUIIKIB necTuuAiB y npoaykiii AITK Ta 06’ekrax
HABKOJIMIIHBOTO cepeloBHIa Oylio MoOyAOBaHO HAa BUKOPUCTaHHI TakK 3BaHUX single-MeToauk
(mpu3HAaYCHMX /IS BU3HAYCHHS 3aJIMINKIB OJHOTO MECTUIIUAY B OJHIM MATPHIIi), IO PO3POOIISITUCE
SIK HEBiJl'€MHA CKJIaJI0Ba 3a0€3MEUCHHSI PEECTpallii MECTUIIUIIB Ta MMOCTPEECTPAIIHHOTO KOHTPOIIO.
3 gacoM cTajio 3po3ymiio, Mo single-MeToauku Oyiau HE B 3M031 3a0€3MeUUTH HATIHHUN KOHTPOJIh
3aJTUIIKIB IECTHUIIH/IIB B YMOBaX iHTEHCHU}IKaIlii CITLCHKOTO TOCTIOapCTBA.

BpaxoByrour HOBI BUKIWKH, 3aCHOBHHUKOM BITUM3HSHOI INKOJW aHATITHYHOI XiMii
nectuuuaiB  npodecopom Knucenko M.A. 3 yuHsSMH pO3MOYaTO PO3pOOKY METOJIB BU3HAUEHHS
MYJIbTH3AIMIIKOBUX KiTbKOCTEH mectuinaiB (multiresidues methods, MRM) B ymoBax oOMexeHOT
0a3u BHUMIpIOBAJIBHOTO oOONagHaHHA. Tak 3’SBUBCS HOBMH HampsMOK B aHANITHYHIA Ximil
MECTUIIMIIB, CHOTOIHI BIIOMUN SIK «CHCTEMAaTHMYHHUM X1/ BU3HAUCHHS 3aJUIIKIB MECTULUIIB TPH
CyMicHIll mpucytHocTi B oaHIA mnpoOi». IlpuHumn mertony Oyno 3acHOBaHO  Ha migbopi
YHIBEpCAIBLHOTO CIOCO0Y BMITYYEHHS KOMIUICKCY MECTUIMIIB 3 MATPHIIl, PO3MOIiTY MECTUIIUIIB 3
eKCTPAKTiB Ha XIMiUHI TPYyIH, BUKOPUCTOBYIOUM BIAMIHHOCTI y (Di3MKO-XIMIYHMX BIACTHBOCTSAX
modekya (pKa, pH Boguux po3uuHiB, logopy TOIIO) Ta IX BHU3HAYEHHI METOJaMH TOHKOILIAPOBOI Ta
razopiguunoi xpomarorpadii (I'PX) 3 enextponnosaxsatuum aerektopoM (E3]1), TepmMoioHHHM
JIETEKTOPOM  XpOMaTO-(pepMEHTHUM MeToJoM. (OCHOBHI MNPUHUMNU POOOTH 3  aHaNli3y
0araTOKOMIIOHEHTHUX cymimer mectunuaiB  Oyno miacymoBaHo Kiumcenko MLA.  3i
cmiBaBTopamu [1].
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CucteMaTHYHHIA X111 BU3HAUCHHS 3aJIUIIKIB IECTUIIU/IB 3a X CyMICHIN HasBHOCTI B OJIHIN
npobi Oyno ycmilHO peani3oBaHO y po3poOkax nabopaTopiii aHamiTHYHOI XiMil MECTHUIMIIB
Bcecor3Horo HayKoBO-IOCTITHOTO 1HCTUTYTY TITI€EHW Ta TOKCHUKOJOTII TECTUIUIIB, MOJIMEpPIB 1
wiactuunux mMac (BHAINTHTOKC) (auni AI1 «HaykoBuii IEHTp NPEBEHTUBHOI TOKCHKOJOTII,
xap4oBoi Ta XimiuHoi Oe3meku imeHi akagemika JI.I. Measens MO3 VYkpainu») ta KuiBcbkoro
HAYKOBO-JIOCJIITHOTO IHCTHTYTY TirieHu mpaui ta npogsaxsoproBanb (KHAI T'TIHII3) (auni Y
«Incturyt meaumau npami imedi FO.1. Kynaniesa HAMH Vkpainny [2, 3, 4, 5, 6], YkpaiHcbkoro
HAYKOBO-A0CHiTHOTO 1HCTUTYTY 3axucty pociauH (YHII3P) (auui «IHCTHTYT 3aXUCTy pPOCIUH
HAAH Vxkpaian» [7, 8], Bcecoro3Horo HaykoBO-IOCTIAHOTO 1HCTUTYTY €(ipOOTiHHUX KYJIbTYP
(BHAIEOK, m. Cumdeporiib) [9].

CTBOpEHHSI CHCTEMH MYJbTU3JIMIIKOBOTO BU3HAUEHHS MNecTHUIHAIB y mpoaykmii AITK
CIIYTYBaJIO MOIITOBXOM JIJISl TIOSIBU OKPEMOTO HAMPSIMKY aHAJIITUYHOTO KOHTPOJIO Pi3HOMaHITHHX
MEeCTULIM/IIB,  3aCTOCOBYBaHMX B  TIH YW  IHINKA  arpOTEXHOJOTi  BHUPOIIYBaHHS
CUIBCBKOTOCIIOIAPCHKUX KYIbTYp. Tak, 0yia0 po3poOIeHO METOJUKH CUCTEMAaTHUYHOTO BU3HAUYECHHS
3QIAIIKIB TECTHIMAIB, 10 3aCTOCOBYBAJIMCh B IHTCHCHBHUX TEXHOJOTISIX BHPOIIYBaHHS
edipoomiitaux kyneTyp (BHIAIEOK), miomgoBo-oBoueBux kynbryp (BHIAIITHTOKC), 3epHOBHX Ta
ykpoBoro oypsky (YHII3P).

3anponoHOBaHO MYJBTH3AIMIIKOBI METOAWKH JUIsI KOHTPOJIO 3a0pynHEHHS 00 €KTiB
noBKULIS — rpyHTiB, Boau Ta pocauH (BHAITTHTOKC Ta BHIAIEOK), a Takoxx Xap4oBHX
pamionie (BHAII'THTOKC). [Ins BuUSIBIEHHS EKCHO3UINT IIOJUHU TMECTUIMAAMHU, IiaTHOCTUKH
npodeCiiHUX Ta EKO3AICKHUX OTPYEHB Ta MPo(d3aXBOPIOBAHb PO3POOIECHO METOIMYHI BKa31BKH 1O
CUCTEeMAaTUYHOMY XOJIy aHaji3y Ol0JIOT1YHUX cepenoBUIl (KpOBi, Ce€di TOIIO) HA BMICT MECTUIIUIIB
pizHoi ximiunoi pupoau (KHAITTHII3 ta BHAITTHTOKC).

B Toii ke yac MiKHapOJHa aHAJTITHYHA CHIUIBHOTA CKOHIIEHTpYBaJIach Ha po3podii MRM
BU3HAUYCHHS 3QJMINKIB TECTUIHAIB, SKI IPYHTYBaJIUCh Ha JOCSATHEHHSAX aHAJIITUYHOTO
npuiao0yyBaHHS: KOMII FOTEPHOT'O IIPOrPaMHOT0 3a0e3neueHHs, KaIIsIpHUX
xpoMarorpadiuHuX KOJIOHOK, TBepmodazHoi ekcrpakimii (TDE), opuriHanbHUX cHUCTEM 1HXKEKIIii
npobu, HoBux nerekTopiB y I'PX Ta BucokoedexTuBHiil pimunHiii xpomatorpadii (BEPX), B
nepiry yepry mac-crekrpomerpudnux (MC) neTekTopiB, aBTOMAaTH30BaHMX CHCTEM €KCTpPaKIlii Ta
OYHMCTKH €KCTPAKTiB, HOBUX CEJIEKTHBHUX COPOCHTIB Ta PEaKTHUBIB. 3aBISAKU peaiizalii OuIbIIOCTI
JOCSITHEHb 3HAYHO CIPOCTHIIMCH BUMOTH J0 YUCTOTH ATIKBOT, IO iHXKEKTYIOTh y Xpomarorpad, y
pa3u MiJBUIIMIACH CENEKTUBHICTh Ta 3MEHINWIAcs Mexa KiabkicHoro BusHaueHHs (MKB)
AHATITHYHUX METOAMK, aBTOMATHU3YBAJIUCh MPOIIECH MPOOOITIITOTOBKH, 1HKEKTYBaHHS, KEPyBaHHS
pPOOOTOIO MPHIIA/IB, 3HAYHO NMPHUIIBUAIIUBCS MPOIEC OTPUMAHHS MPOTOKOJIIB BUMIPIOBaHHS.

3’siBusach BenuKka KutbKicTh MRM BHU3HAUYeHHS 3aIUINKIB MECTHIMAIB y PI3HUX MATPHUIIAX
00’€KTiB JOBKULIS Ta XapyoBUX MNpoAykTiB. Ilimcymkom ©OararopidHoi poOOTH aHANITHKIB 3
po3pobnenHs MRM Bu3HaueHHS 3aJIMINIKIB MECTUIIM/IB CTAIW BIAMOBIIHI aHATITHYHI CTaHIAPTHI
metonuku [10, 11, 12, 13, 14, 15, 16 ], sixi Oyno rapMoHi30BaHO B YKpaiHi.

Ha puc. 1 HaBemeHO peTanbHy OJIOK—CXEMY CTaHAAPTHOI AHATITUYHOI TPOLEAYPH
BHU3HAYCHHS MYJIbTU3ATUIIKIB MECTUIN/IIB Y 3PHOBUX (OCHOBHA CKJIAJI0OBAa arpoOeKCIOpTy YKpaiHH)
3a crangaptTHUM MeToaoM 3rigno 3 JICTY EN 12393-1,2,3:2003 [10].

HesBakatoun Ha OYEeBHWIHI MepeBaru (BUCOKA CEJIEKTHBHICTH, OJJHOYACHE BU3HAUaHHS 50
aHamiTiB, nmoctatHs MKB) 1 3amisHi cydacHI aHaNMITHYHI METOAM Ta TNpwiIaaud (KamuisipHa
xpomarorpadis, TOE, cerekTHBHI NETEKTOPH), METOJIUKA € JIOCUTh TPYIOMICTKOIO, KJIOMITKOIO,
BUTPATHOIO Ta JoBrorpueaio (18-20 roaun).

B Vkpaini 3 00’ekTuBHUX 00cTaBUH HanpukiHmi XX-ro — noyarky XXI-ro cropiuus MRM
BU3HAUYCHHS 3QJIMINKIB KCEHOOIOTHKIB B3araji HE pO3pOOJSINCh, aHATITUKH KOPHUCTYBAIUCS
CTaH/IAPTHUMH TapMOHI30BAHUMHU METOJUKAMHU, 110 3raJiaHi BUIlE. BUHATOK CTaHOBUTH aTeCTOBaHA
MRM Bu3HauUCHHS 3alMINKIB MECTUIHAIB Y IPYHTI [17], Ky Oymo po3poOsiieHo B YKpaiHCBHKIM
nabopatopii sikocti Ta 6e3nmeku npoxykimii AIIK HamionamsHoro ysiBepcutery OiopecypciB Ta
npupogokopuctyBanasi MOH  Vkpainu (YJIABIT AIIK HVYBill Vkpaiau) y 2006 pomi Ta
BUKOPHCTAHO 3 METOI0 MOHITOPHHTY 3a0pyaHeHHs IpyHTiB [ 18, 19, 20].

7


http://docs.cntd.ru/document/1200078242
http://docs.cntd.ru/document/1200078242
http://docs.cntd.ru/document/1200078242

20-50 r (= 0,01 r) 3pa3ka 3 BU3HAUYCHUM BMICTOM BOJIOTH ITOMIIIAIOTh
y KoHiuny 0510y Ha 500 em3, nonarors 350 em® cymimmi st eKcTparyBaHHs
(ameToHiTpui/BoMA), CTPyIIyi0Th 30 XB Ha mBUAKOCTI 200 00/XB

GITBETPYIOTH KPi3b ManepoBuid PuIbTp (YepBOHA CTPIUKA)
y KoHiuHy kK0516y Ha 500 ¢m3, mepenocaTs (GinpTpar y AiNMILHY BOPOHKY Ha 1 em®

nonaroTs y Boponky 100 em® nerponeiinoro edipy (abo H-rekcany),
IHTEHCUBHO CTPYIIYIOTh IPOTSITOM 2 XB,
nonaroth 10 em® Hacuuenoro posurny NaCl ta 600 em® Bomu

IHTEHCUBHO CTPYIIYIOTh MPOTATroM 15 ¢, 1ar0Th yac mapamM po3auTUTUC,
BiIKWIAOTH BOJHMIA Iap, TPOMHUBAIOTH OpraHidHuii map 2 nopuismMu oy 1mo 100 em?®,
MIPOMHBHI BOJH BITKHIAIOTh

OpraHiYHMi Mmap IMEPENUBAIOTL y KOHIuHY K010y Ha 100 em?,
nomaroTh 15 r NaxSOy,
IHTEHCUBHO MEPEMIIIYIOTh Ta QUIBTPYIOTh

KOHIICHTPYIOTh (DIIBTpaT Ha BOAsHIN OaHi 3a TemriepaTypu 35-40°C
Ta Bakyymi 20 MM pr. cT. 10 5-10 em®

3aMOBHIOIOTH XpoMaTtorpadidHy KoJoHKY 3 ¢M akTuBoBaHOTrO (uiopusniy Ta 1 em Na2SO4,
npomuBaoTh KoJoHKy 10 em® merponeiinoro edipy (a6o H-rekcany),
BIJIKUIAIOTh IPOMHBHY PiAUHY

MEPEHOCATh KOHIIEHTPAT Ha IiIrOTOBJICHY KOJOHKY
(mpomuBaroTH Kooy 2 nopuismu o 5 em® nerponeiinoro edipy, NepeHOCATH Ha KOJIOHKY),
enrororoTh 60 em® cyminmmro (mieTnnosuii erep/merponeiinuii edip 15/85 06./06.)

00’€THAHUH eTfoaT KOHIEHTPYIOTh 110 1 Kparui,
po3unHIoTEL B 1 eM® H-Tekcany,
MEePEHOCTH y Blally JJIs XpoMatorpadyBaHHs
3a METOJIOM Ta30pIIMHHOI XpoMaTorpadii 3 eIeKTPOHHO3aXBATHUM JIETEKTOPOM

Puc.1. brok-cxema miaroToBKH poo I POBEACHHS JOCTIIKEHHS 36PHOBUX Ha 3aJTUIIKH
nectuiuaiB 3a MerogoMm 3riguo 3 JICTY EN 12393-1,2,3:2003



Meroauka a03BoJIsIIa BU3HAYATH 3anuiiku 40 mecTunuaiB pizHux Ximiuaux rpyn (XOII,
®OC, TpuasuHu, JUHITPOAHUIIHY, AllETAHUTIAN) B TPYHTaX PI3HHUX THITIB HA PiBHI, IO BiJANOBiIa€e
BHMOTaM KOHTPOJIIO 32 J0JICPKaHHIM BiJIMTOBITHUX CaHITAPHO-TITIEHIYHUX HOPMATHBIB.

Ha mouarky XXI cropiuus cramo 3po3ymino, mo meroxa 3rigHo 3 JICTY EN 12393-
1,2,3:2003 [10] Bke He B 3MO03i 3a0€3MEUYMTH 3POCTAIOYUI IMOMWUT HA MIBUAKHH Ta SKICHUN
KOHTPOJIb €KCIIOPTHO OopieHOBaHOI mpoaykitii ATTK.

3anpomonoBanwuii y 2003 porti meton miaroroBku nmpod QUEChERS (Quick, Easy, Cheap,
Effective, Rugged and Simple) [21] cTaB 3HauHUM KpokoM Yy po3poOii MRM Bu3HauCHHS
3ayMIKiB mectunuaiB. [li3Himie, sk TMokaszaja aHaJIITUYHA TPAKTHKA, METOJOJIOTIS IiArOTOBKH
npo6 QuEChERS, ska 3acHoBaHa Ha OaraTouiiboBiii ekcrpakuii Ta gucnepciiiHii TOE y
nmoeaHaHHl 3 cydacHUMHU aHamiThayHUMU Metomamu (['PX/MC Tta BHCOKoedeKTHBHA piIMHHA
xpomarorpadis/ranaemMua Mac-criektpomerpisi (BEPX/MC/MC); kaminsipuuit  enekrpodopes)
CTajia OCHOBHUM IHCTPYMEHTOM BHU3HAUYCHHS MYJIbTU3INIIKIB KCEHOOIOTHKIB Y PI3HUX MaTPHUILIX.

Hyxe ckopo meroq  QuEChERS mpoiimoB MixHapogHy Bamijamito B 0OaraTbox
nabopaTopisix cBiTy Ta cTaB MikHapoauuMm ctangaptom [22], VJISIBIT AIIK HYBIll Vkpainu y
2007 p. Texx mpuiiMana y4yacTb y il Baigaiii.

[TepeBarn metomy QuEChERS 3asBneni B aOpeBiarypi Ha3Bu (IIBUAKWN, €PEKTUBHHIA,
JeIIeBUM, JICTKUW, HaAiiHUN, O6e3neunuit). [lificHo, aHaii3 OJ0K-CXeMH MPOBENCHHS AOCITIIKEHHS
3epHAa Ha 3AJIUIIKHA TMECTUIUAIB 3a MeTozoM 3rigHo 3 EN 15662, QUEChERS, puc. 2, cBimuuTh mnpo
3aJIeKJIapoBaHi SKOCTI METOAY, IPU IIbOMY BUTPATH 4Yacy Ha BHU3HAYCHHS KOMILUIEKCY TMECTHUIIHIIB
(e menmre 100 girounx pedyoBHH) B OJHIHN MPoO1 3epHOBOT MPOAYKITii HE IEPEBUIITYIOTH 30 XBUJIHH.

10 r romorenizoBanoro 3pasky nomimaroTs B 50 em® noninpomninenosy (I1I1) uenTpudyxuy
npobipKy, nogarots 9 em® Boau ta 10 em® aneronitpuiy,

CTPYLIYIOTh Ha IIeHkepi npoTsrom 1 xB

nonatoTh 4 r MgS0y, 1 r NaCl, crpymrytoTs Ha mmelikepi 1 xB,

1eHTpudyryoth npotsirom 7-10 xB 3a 7000 06/xB

BinbuparoTs amksory (5 ¢M®) eKCTpakTy, NEepeHOCATh KUIBKICHO [0 KapTpHika s
aucnepciiinoi TOE (15 em?® III1 uentpudyxna npobdipka, mo mictuts 150 mr MgSO4, 50 mr
PSA*, 20 mr copbenrta C18 **), crpymyrots 1 xB, neHTpudyryots 7-10 xB 3a 6000 06/xB
BinOuparoTh anikBoty (2 ¢mM?), MOMIIIAKOTh y Biany Juis XxpoMaTorpagyBaHHs Ta IHKEKTYIOTH
BiIMOB1THKIM 00°eM y xpomatorpad (kanimsipHa ['PX/MC, BEPX/MC/MC)

[Mpumitka: ¥ PSA (primary secondary amine) - nepBMHHO BTOPUHHHI aMiH
** copbent C18 - ODS (octadecyl sorbent) — okragenun copoeHT

Puc.2. brok-cxema IpOBEICHHS TOCTIIKEHHS 3epHa Ha 3aJTUIIKA TIECTUIUIIB
3a merogom EN 15662, QUEChERS

Hyxe mBUAKO TpoBiAHI (hipMH, IO BUPOOJSIIOTH aHANITHYHE YCTAaTKyBaHHS, BUTpaTHI
MaTepialii Ta pPEaKTUBH, YCBIJOMIIIOIOYM 3pOCTAIOYMH MONUT Ha BUTPATHI Marepialu METOAY
QUEChERS, Bumyctunm cepii KapTpuKiB (TOTOBHX CyMIIIEH JUIS €KCTPAKIli Ta JUCIEPCIHHOT
T®E), BukopucTaHHS SKUX 1€ OUIbIIE CIPOCTHIIIO Ta MPUIIBUALINIO aHATITHYHY mponenypy. Ha
CBOTOJHINIHIN JIeHb, KpiM cTanaapTHoro Mmeroxy EN 15662, icaye 6imm3pko 900 MeTONUK, B AKUX Y
pi3HUX BapiaHTax Ta TMPOMOPLIAX EKCTPAareHTIB Ta COpPOEHTIB 3acTOCOBaHA METOAOJIOTIA
QUEChERS.

besymoBHo, wmerox mpobomiaroroBkn QuUEChERS He € yHiBepcanbpHHM, ane cama
meronoioris QuEChERS nyxe npuBabimBa mis XiMIKIB-aHAJIITHKIB 32 PaXyHOK OYECBUIHUX
nepesar, y nepiry depry aucrepciitHoi TOE. OO0MexxeHHST METOAy BUKPWIIHNCH IIe HA TEPIIOMY
eTari Woro CTBOpPEHHS, TOMY aBTOpH pekomeHayBaim 3actocoByBatn QUEChERS y mepmry gepry

9



JUTsl BA3HAYEHHS HEMOJSIPHUX a00 MaJIOMOJSIPHUX T1IpOo(GOOHUX MOJIEKYJ MECTUITUAIB Y MaTPHIIIX
3 BMICTOM JinifiB He Oinbiie 4%. Lle oOMexxeHHs 3a/1eKIapoBaHo B aHAIITUYHOMY cTaHaapTi EN
15662.

AHanizyroun faHi Tabmumi 1, MOXHa TPOTHO3YBaTH, IO ISl BU3HAYCHHS HETIOJISIPHUX
rigpodpoorux Mosekyn mnectuiuaie (XOII, ®OC, auHiTpoaHUTIHM Ta I1HII)  MOXE OyTH
3actocoBano BapianT QUEChERS 3 mucnepciitnoro TOE: PSA, GCB (graphitized carbon black —
aktuBoBane Byriwist), ODS (C18). IlpobGiemMu B OTpuMaHHI HOPMOBAHHX BajiJaIliiHHX
XapakTtepucTuk (koedimieHT moBepHeHHss Rec (recovery) - 70-120%, BimHOCHE cepeaHe
kBaaparuune Biaxmienus RSD (relative standard deviations) - 20%) BuHHMKaOTH PH BU3HAYECHHI
HaBiTh MAJIOMOJISIPHUX TMECTHUMIIB (1Mi1a30J11HOHIB, CyIb(OHIICEYOBUH), ToMy B craHaapTi EN
15662 nmponoHyOTH B3arajli He BUKOPUCTOBYBaTH nuctiepciiny TOE it BU3HAYSHHS MTECTUIINIIB
muXx XiMiuHuX rpyn. Takox ©e3 o4MCTKH, aje 3 BUKOPUCTAHHSAM JJIS eKCTPaKUii MiJAKHCICHOTO
MYpAIIHHOI KHCIOTOI METaHOIIy, 3alporoHoBaHo y Bimomii meroaumi EURL (European Union
Reference Laboratories) Bu3HaueHHs BUCOKOMOJISIPHUX MECTHIUAIB ((oceTni, riipa3u MajieiHoBa
kuciaora, eredon, rmidocar, rmodocuHat, (ocHoHOBA KHCIIOTA, MEIIKBAT, XJIOPMEKBAT) 3a
metogom QuEChERS [23], puc. 3.

Taonuus 1
Di3uKo-XimiuHi 61aCMUBOCMI MOIEKY]l RECIUYUOIE, W40 GNIUBAIOMD
Ha ekcmpakyio ma euodip eapianma oucnepciinoi TOE npu 3acmocysanni npodoniocomosxku

log Pomw Posuunnicme | Kapmpuooc ona
.Hecmuuu(), (p?—|=7; pKOa ¥ 600i (20°C), ogcnipciﬁnoi
oioua pevosuna 20°C) (25°0) oo TOE
TEOYKOHA30T 3,7 5,0 36,0 PSA, GCB, C18
[IEHINMETAIIIH 5,4 2,8 0,33 PSA, GCB, C18
nipuMidoc-MeTUII 3,9 4.3 11,0 PSA, GCB, C18
A-UXIT 3,50 - 8,2 PSA, GCB, C18
iMazamip 0,11 11,0 9740 C18
XJ0pcynbpypoH -0,99 3,4 12500 C18
2,4-11 -0,82 3,4 24300 C18
riidocar -3,2 2,34 10500 C18
0 OoCcHHAT aMOHII0 -4,01 9,15 500000 C18
(dhoceTun-amoMiHII0 -2,1 4,7 111300 C18
IUKBAT -4,6 - 718000 C18
XJIOPMEKBAT-XJIOPU] -3,47 - 886000 C18
nporamMokap0o 0,84 9,5 900000 C18
IpONaMoKapO-TiAPOXIOPULT -1,3 9,6 1005000 C18

InenTudikamiro Ta KUIbKICHE BHU3HAUYEHHS MECTHLHUIIB y IIbOMY BHUIAJIKy BHUKOHYIOTH 3a
nonomororo BEPX/MC/MC He TUIBKM 3a paxyHOK TOTO, IO MOJIGKYJIW TECTHIIB HEJEeTK,
HAIIBJIETKI Ta BHCOKOIOJISIPHI, aie i TOMy, 110 BUKOPHCTAaHHS METOIY 3 BHCOKOIO PO3JILIHHOIO
3natHicTiO (BEPX/MC/MC) 3MeHITye HeraTUBHUM BIUTMB MaTpPHIII.

MonudikoBaHy METOIUKY BU3HAYCHHS «KHCIUX» nectunuaiB (2,4-, 2,4,5-T, GeHTa3oH,
OpOMOKCHHIJI, KJIOMipallif, HmajamoH, aukamba, ¢deHokcanporn, duayasudon, Quypokcumip,
rajakcudor, imizaMokc, imasarip, (4-xaop-2-mermipenokcn)onrosa kucinora (MCPA) ta inmi) 3
BUKOpHUCTaHHAM crpoiieHoi metononorii QUEChERS 6ymno Bukopucrano y EURL [24], puc. 4.
[Tpu pomy nuTpaTHUit Oydep Ta ounctka aucnepciitHoo TOE He BUKOPUCTOBYBAIUCH, @ METOOM
inenTudikarii Ta kitbkicHoro BusHaueHHs Oyina BEPX/MC/MC.
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10 r romorenizoBanoro 3pasky nomimarots B 50 em® I  uentpudyxny  npobipky,
nomaote X em® Bogum* T1a 10 em® migkmcnenoro meranmomy (1/100 Mypammna KuCIOTa),
CTPYIIYIOTh Ha meikepi npotsirom 20 XB

1eHTpuyryroTh npoTsirom 5 xB3a <29 000 06/xB

BimOuparots anmikBoTy (2 ¢M%) eKCTpakTy, HEepeHOCATh KINBKICHO OO0 KapTpuIKa Ul
nucnepciiinoi TOE (10 em® IMIT nenrpudyxna npobipka, 10 MIiCTHTE 2 ¢M3  alleTOHITPHUILY,
100 mr C18), cTpymiytoTs npotaroM | xB, neHtpudyryiors 5 xB 3a < 29000 06/xB

BinOuparoTh anikeoty (3-4 ¢m3), GiIbTPYIOTH Kpi3h MINPHIEBHH (iIbTP, TOMIIIAIOTE Y Bialy
s XpomaTorpadyBaHHS Ta IHKEKTYIOTh  BIAMOBIAHUN 00’eM 'y Xpomarorpad
(BEPX/MC/MC)

[TpumiTka: * KUIBKICTh BOJH, SKY JOJAIOTh, 3aJ€KUTh BiJl 11 BMICTY Y MaTpHIIi

Puc.3. brok-cxema MpoBeJICHHS JOCHIIHKEHHS MOJIOKA Ta SIELb HA 3AJIUIIKH MOJSPHUX
nectuuais 3a MetogoM QuPPe-AO-Method, (moaudikosanuii QUEChERS)

S r HaBaxKH MOIPIOHEHOTO 3epHA
nomiraroTs y [T neatpudyxuy mpobipky Ha 50 em?,
nomarots 10 em® Bomu

nomarots 0,3 em® 5 1 pozunny NaOH,
IHTEHCHUBHO CTPYLIYIOTH POTATOM 1 XB,
3QIIMIIAIOTE CyMinn Ha 30 XB, MEPIOANYHO CTPYLIYIOYH
(xo>xH1 10 XB)

nonatotb 0,3 em® 5 1 pozunay H2SO4 ta 10 em® aneronitpuiy,
{HTEHCHBHO CTPYIIYIOTh POTATOM | XB

noxaroTh cyminr coseir: 4 T MgSO4 6e3Boanoro, 1 © NaCl,
IHTEHCHBHO CTPYIIYIOTh IPOTSIroM 1 XB

1eHTpudyryroTh mpotsiroM 5 xB 3a 3000 06/xB,
7 em® opraniunoi ¢asu
nepenocsaTh y I1I1 nentpudyxuy npobipky,
NOMIIIat0Th Ha 2 roj1. (200 Ha HiY) Y XOJIOIUITbHHK

1 em® eKCTpaKTy MepeHoCsTh Y Bialy Uit XpoMarorpadyBaHHs I

Puc.4. briok-cxema mpoBeIeHHS JOCTIKEHb 3€PHOBUX Ha 3aJUIINKH «KUCIHX» MMECTUIIUIIB 32
metomom QUEChERS
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Haii6inpin cyrreBuM ooMexxkeHHsM metononorii QuUEChERS e HemocraTHiif 3aXucT aHamTY
BiJl HETATUBHOTO BIUTUBY MAaTpHIli, OCOONHMBO Ti€i, 1m0 Mae BeIMKUN BMicT miminaiB. Kiacuuni
BapiaHTU METOAY HE B 3MO31 3a0€3MEeUNTH YITKY 1ICHTH(IKAIII0 MECTUIIUIIB MIPU X BU3HAYCHHI y
XapYOBHX MPOAYKTaX 3 BMICTOM JimijiB Ounbmie HiX 6,0 %, HaBITH 13 3aCTOCYBaHHSM METOIHK
I'PX/MC ta BEPX/MC/MC. Bukopucranns mist qucniepciitnoi TOE copOeHTIB Ha OCHOBI OKCHITY
IUPKOHIIO 3a0e3Meunio 4yacTkoBe BupilieHHs mpooOnemu [25]. Cremiamictamu ¢ipmu Agilent
Technologies Oyno 3ampomOHOBAHO TPHUHIIMIIOBO HOBUW TMIAX1A Ui BH3HAYEHHS 3aJIMIIKIB
KCEHOOIOTHKIB Yy MATpUIMX 13 BHUCOKMM BMICTOM JIIIJAiB — TaK 3BaHE JApyre IOKOIIHHSA
QUEChERS [26, 27]. 3ampomnoHoBaHHMii MeTOJ 0a3yeTbCcs Ha BHJIYYCHHI IECTHIHMIIB Ta
aHTHOI0THKIB 3 BUCOKOIIIITHUX MATPHIlh MIAKUCICHUM alleTOHITPUIIOM Ta OYHINEHHI €KCTPAKTIB Y
JIBa €TalM i3 3aCTOCYBaHHSIM METOAMKH PO3IIMPEHOT0 BHJIYYEHHs JMmigiB mMarpuii - Enhanced
Matrix Removal-Lipid (meronx EMR-Lipid). [Tpu upomy aBropu BukopuctoByBanu sik [ PX/MC
[26] nns BusHauyenHs mectunmaiB, Tak i BEPX/MC/MC [27] s BU3HAueHHS BETCpHHAPHUX
npernaparis.

B VJISBIT AIIK HYBIIl Ykpainu merton Ha ocHoBi Metomosorii QUEChERS, cranmaptauit
metoa EN 15662, O6yno BUKOpUCTaHO Ui BU3HAYCHHS MYJIbTHU3AIMIIKIB MECTUIMIIB Y 3€pPHOBIH
nponykmii  [28], mommudikoBano pazom 3 JAY IMII HAMH Vkpaiam i BU3HAYCHHS
MYJIBTU3AIUIIKIB IECTUIUAIB Y IpyHTI [19], mpoaykiii ciIbChKOTOCIONaPCHKUX KYJIBTYp, a TAKOXK
pO3p0o0JICHO OPUTIHAIBHY MYJbTH3ATUIIKOBY METOAWKY BH3HAUCHHS TECTHIMAIB B  OJisAX Ta
OJIIEBMICHIN CHPOBHHI, IPOAYKIIi1 O KITHHHUIITBA.

Takum ymHOM, Ha choroaHimHIN neHb MeTon QUEChERS € ocHOBHMM MiXKHapoIHO
BU3HAHHM METOJOM BU3HAYEHHS MYJIBTU3QIUIIKIB HE TUTBKH MECTHUIIHMIB, allé 1 MIKOTOKCHHIB,
MOJTIapOMaTUYHUX BYTJICBOAHIB, AHTHUOIOTHKIB, TMOMIXJIOPOBaHMX OI1(EHUIIB Ta IHIIUX TPYII
KCEHOO10THKIB B 00’ €KTax HOBKULIS Ta npoaykiii ATTK.
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