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[MTonoOGpaHbl ONTUMAaIbHBIE YCIOBUSI ra3oxpoMarorpaduieckoro aHajanu3a ¢ MacC-CIeKTPOMETPUUECKUM
nerektupoBanueM (I’ X—MC), KoTopble TO3BOIIN MOJYIUTh YIOBICTBOPUTEILHOE pa3nacieHNe U NICH-
TU(hUKALMIO HEKOTOPBIX XjopopraHndeckux (XOIT) u ¢pochopoprannueckux (POIT) nectunmmon. Uc-
CJIeIOBAaHO HECKOJIbKO COPOSHTOB Ha 3Tare OYMCTKU KCTpaKTa ¢ eIbl0 YMEHBIIIEHUS MaTpUIHOTO 3-
dexTa WISt 1OCTHXKEHUST 00Jiee BBICOKOI TOYHOCTU aHayu3a. [IpoBemeHa olieHKa IOJTHOThHI U3BJICUCHUS
XOIT u ®OII u3 MaTpulibl IOJIOK Ha MIPUMEPE CIESAYIOIINX NeCTULIMAOB: Tekcaxiopuukinorekcana (IXLT,
0-, B- 1 y-u3oMepnl), muMeToara, (pozanoHa, xroprnupudoca. YCTaHOBJIEHO, 4To HarboJiee 3G heKTUBHBIM
okasasiock npumeHeHue copoeHTa Florisil B couetanuu ¢ MgSO,, KOTOpO€ MO3BOIMII0 MAKCUMaJIbHO CHU-
3UTh MaTpU4HbIe 3DDEKTHI U TTOJYYUTH JyUIlINe MoKa3aTeIu CTENeHU U3BJISYSHUs UCCIeIOBaHHBIX aHa-
JnTOB. C TOMOIIBIO JAHHOTO METOa MPOBEACH MOHUTOPHUHT CONEeP>KaHUsI OCTATOYHBIX KOJTUYECTB MECTH-

LIMJIOB B IUIOAAX SI0JOHb Pa3HbIX COPTOB.
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BBEAEHWE

S1610KM — OTHM M3 HanmOoJIee pacIpoCTpaHEHHBIX
(GPYKTOB, IPUCYTCTBYIOLIUX B HAILIEM palliOHE KPYT-
s ron. OHU coaepKaT MUHUMAaJIbHBIN YPOBEHD Ca-
Xapa 1 6oraThl MUTATEJbHBIMU BEIlECTBAMM, BKIIIO-
yas TIeKTUH, BUTAMUHBI, MUHEPAJIbl, AHTUOKCHUIAH-
ThI, (pIaBOHOUIBI, TAHUHBI, OTyOMIbHBIC BEIIECTBA,
KaXIBI M3 KOTOPHIX HEOOXOOUM IJISI HOPMAITbHOTO
dyHKIIMOHUpPOBaHMSs oprann3Ma. Harpumep, mekTuH
IOMOTaeT YIYYIIUTh PaboTy XKeJlyTOYHO-KUIIIEYHOTO
TpaKTa, a MUHEPAaJIbl HY>KHBbI JUIS META0OJTM3UPOBAHMUST
n30BITKa conmr B opranmn3Me [1]. U3BecTHO, uTO (hia-
BOHOWIBI CITOCOOHBI TIPEIOTBpAIaTh Pa3BUTHE PAKO-
BBIX KJIETOK. biarogapst Haauuunio aHTUOKCUIAHTOB,
KOTOpPBIE CACPXKUBAIOT MPOLIECCHl OKUCICHUS, U Ta-
HUHOB, 00JIamalomuXx IPOTUBOBOCHAIUTEIbHBIM
JIeiicTBUEM, TAHHBIM (PYKT IMMOMOTaeT IpeaoTBpa-
TUTh Pa3IUYHbBIe XpOHUYECKHE 3a00IeBaHNsI, TaK1e
KaK acTMa M uiIeMudeckas 0oJie3Hb cepmaua [2, 3].
OaHaKo Jaxe CTOJIb MOJIE3HBIN (PYKT MOXKET HaHe-
CTU Bpe 3I0pOBbBIO UeJIOBEeKa MPU HAIMYUU B HEM
OCTAaTOYHBIX KOJIWYECTB SIHOXUMHUKATOB (MHCEKTH-
LIUOOB, TepOULIMIOB, ITMPETPOUIOB), KOTOPHIE MPU-
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MEHSIIOT B CEIbCKOM XO3SIMCTBE IJIs 3allMThI OOJIb-
IIMHCTBA KYJIbTYp OT BpeauTeseii [4].

IMecTrLMaBI — 3TO BElLIECTBA WJIM CMECH COETMHE-
HUi1, KOTOpBIE UCIOJb3YIOT JJIsi O6OpbOBI C BpeaUTe-
JIIMM,, BKJIIOYasi HAaCEKOMBIX, COPHSIKM U MUKPOOpra-
HU3MBEI |5, 6]. ExXerogHo Bo BceM MUpe 1151 60pbOBI C
BpEOUTENIMUA U OOJE3HIMU MHOTUX (DPYKTOBBIX U
OBOIIHBIX KYJIBTYP UCIIOJIb3YETCS OTPOMHOE KOJIMYe-
cTBO necTuluaoB. 1o 3Toi MpUYMHE, TIOMUMO TTPU-
CYTCTBUSI B OKpYXaIOLlIel cpelie, JTaHHbIE SII0XUMM-
KaThl 4YaCTO OKa3bIBAIOTCS M B IMUILEBBIX MPOIYKTaX
[7, 8].

Ha cerognstimiawmii 1eHb BhIpalllMBaHUE SIOJIOK B
OOJIBIIMHCTBE CIIydaeB He 00XOOMTCS 0e3 IIpuMeHe-
HUS NEeCTULMAOB, HEOOXOOUMBIX IS 00eCIIeYeHU S
pocTa 1 COXpaHHOCTH ypoxKasi. Ype3amepHoe mpuMe-
HEeHHE 3TUX COCMMHEHMU MOXET NPUBECTU K HaIU-
YHMIO UX OCTATOYHBIX KOJIMYECTB B IUIOAAX ITOCIe COO-
pa ypoxas [9]. CioemyeT y4uThIBaTb, YTO B CYXMX
YCIIOBUSIX Y IPM HU3KMX TeMIlepaTypax IIepUoO. Mo~
JIypacnaga NecTULMOOB yBelmumBaercsa. KMx ocra-
TOUYHBIE KOJIMYECTBA MOT'YT HAHECTU 3HAYMTEJILHBIN
yiep6 310poBbI0 oTpeduTeneii [10].
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Ta6muna 1. Pexxrim paGoThl ra3oBoro xpomaTtorpada rpu aHaiuse mpood

[MTapametp

BC.HI/I‘{I/IHa, YCI10BUA

Temnieparypa ucraputesiss M mopTa BBojaa
Temmeparypa nepexoqHO TUHUN
TemrmepaTypa NCTOYHUKA NOHOB

TCpMOCTaT KOJIOHOK

BBon rmpo6sl
O06BbeM BBOAUMOI ITPOOKI
JIMUTeTbHOCTh aHATU3a

Pacxon raza-nocurens (He, 99.999%)

280°C
270°C
230°C
HavajbHas Temreparypa — 80°C,
BbIICPXKKA IPU JTAHHOM
TeMmIriepaTtype — 2 MUH,
CKOPOCTb MOAbeMa
temneparypsl — 10°C/MuH,
KOHeuHas TeMiiepaTtypa — 280°C
¢ nejieHrMeM noroka 1:10
1 MK
47 MmuH

1 MJI/MWH, TIOCTOSTHHBIN TTOTOK

B cBs3u ¢ 3TUM HEoOXOAUMO MPOBOAUTH KOH-
TPOJIb COAEPKAHUSI OCTATOYHBIX KOJUYECTB SIMOXU-
MUKATOB B OKpY:Kalollleil cpeie 1 MUILEeBbIX TPOAYK-
Tax. 1 uneHTuuKaluum 1 KOITU4eCTBEHHOM! OlIeH-
KU TIPUMEHSIEMBIX TIECTULIMIOB TPEOYIOTCSI OBICTPHIE
U yIoOHBIE METOAbI OIpeae/ICHUsI, Cpeau KOTOPBIX
OCHOBHBIMHU Ha CETONHSIIHUI IeHb SIBJISTIOTCS Tra30-
Bas (I'X) u BbicoKOa((peKTUBHAS KMAKOCTHAS XPO-
maTtorpacdusa (BD2KX) B coueTaHUM C MacC-CIIEKTPO-
metpueit (MC) [11, 12]. OgHuM U3 YacTO IIPUMEHsIe-
MBIX CITOCOOOB IMPOOOIOATOTOBKHY IMTPOO MpU aHAITM3E
octatkoB niectnnnoB saBisieTcst QUEChERS m ero
MOIU(UKALIMK, K TPEUMYIIECTBAM KOTOPBIX OTHO-
CUTCSI BLICOKHE TTPOMYCKHAsI CITOCOOHOCTH 0Opa3iia u
CTeTNleHb W3BJICUCHUS 1IEJIEBBIX aHAJIMTOB, HU3KOE
MoTpebIeHEe paCTBOPUTEIISI U KOPOTKOE BpeMsI aHa-
m3a [13, 14]. IIpm 3TOM, HECMOTpPS Ha 3HAYUTEIb-
HbIe PEeUMYIIIEeCTBa, METOI TpeOyeT amanTaluuun JIJIst
KaXXI0ro BrAa MaTpUll, HEOOXOAMMO YIIydIlaTh YCIO-
BUSI XpOMaTOTrpaUiIeCKOro pasaeaeHUsI U ITpOoOOITO--
TOTOBKMU 1I€JIEBbIX AHAJIUTOB JIJISI aHAJIM3a OCTATOYHBIX
KOJIMYECTB MECTULIMAOB Pa3IMUHBIX KJIIACCOB.

HMcxonst U3 BBILIEU3TI0XEHHOTO, 1ieJIb paboThl —
amanranus criocoba QUEChERS nipu onpeneneHumn
OCTaTOYHBIX KOJUYECTB MECTULIMAOB (B MEPBYIO OUe-
penb xnopoprannyeckux (XOII) u dochopopranu-
yeckux (POII)) B o6pasiiax s6J0K ¢ MpUMEeHEHUEM
I'’X—MC.

METOAMNKA NCCIIEJOBAHUA

Hucmpymenmanvuas wacmes. PaboTy IpoBOOWIN
Ha TrasoBoM xpomartorpade “Xpomarsk Kpucramn

5000”7, cHaOXEHHOM MacC-CHEeKTPOMETPUIECKAM
JIETEKTOPOM, KBaplLEeBOM KanmWJUISPHOM KOJOHKOI
“Chromatec CR-5ms” 30 m X 0.25 MM X 0.25 MKM, 1
aBTOMAaTHUUYECKUM mo3aTopoM npooOsr JAXK-2M 3D
npousBoacTBa pupmsel “Xpomatak” (Poccust), ¢ pe-
rUcCTpaliMeit Macc-CneKTpoB 2JIEKTPOHHOU MOHU3a-
nuu (3Heprus 3yekTpoHoB 70 3B) B nmamaszoHe co-
oTHoueHuit m/z = 35—600, Opu ONTUMAIILHBIX
YCJIOBUSIX Ta3zoxpomaTorpaguyeckoro pasaeieHus
(tabn. 1). O6pabOTKy JaHHBIX XpOMAaTO-MacC-CIIeK-
TPOMETPUYECKUX aHAJIM30B OCYLIECTBIISIM C TTIOMO-
IIbIO IIPOrPaMMHOI0 obecIiedeHus “XpoMaTaK AHa-
JIMTUK” 1 3JIeKTPOHHOM OMOIMOTEKHN MacC-CIIEKTPOB
“NIST 2020” (CILA).

Peacenmot u o6sexmut uccaedosanus. icnonb3oBa-
JIU CcJIenylollue aHaJIUTUYeCKue CTaHOapThl: O-
XL, B-TXUI, y-IXUOT npousBonctBa “XpoMm-
JIa6” (Poccus), numeroat, ¢po3ajoH, XJopnupudoc
npousBoncTtea HITK “BJIOK-1" (Poccust), cynbdar
MarHusi Oe3BOMHBIN, alleTaT HATPUs, alleTOHUTPUI
Mapku “x.4.”, PSA (copOeHT, comepxkaluii B Kaue-
CTBE MPUBUTOI TPYTIITHI AIKMJIAMUH C IBYMS pa3iny-
HeiMu NH,-rpynmamu), Florisil (copbeHT, sBisito-
LIUIACS CUTMKATOM MarHus).

IIpobonodeomoska. B KauecTBe 0OBEKTOB MCCJIE-
JIOBaHMWS OBLIM OTOOpaHBI 0Opa3Ibl SIOJIOK pa3Idd-
HBIX COPTOB U CTPaH IIPOMCXOXICHMS ypOXKasi OCCHU
2021 1. IToaroroBKy nMpoo6 K aHaIN3y OCYIIESCTBIISIIIN
no knaccudeckoit meronuke QuUEChERS (puc. 1).
CraTtucTn4ecKyto o0paboTKy ITOTy4eHHBIX pe3yJIbTa-
TOB IIPOBOIWJIN C MCTIOJIb30BaHMEM T1aKeTa aHaJn3a
nmaHHbIX Microsoft Exel.

ATPOXUMUA
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20 MJT aLlETOHUTPUIIA
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BCTPAXMBAHUEC B TCUCHUC 1 MmuH |
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_>|

BCTpSIXMBaHME B TeUeHMUE 15 MUH |

6 r cysnbdara MarHust

!

1.5 r alierara HaTpust

neHrpudyruposanue 5000 06/mMuH (5 MUH)

|
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|
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1) 150 mr cynbdara maraust

BCTPAXMBAHWE B TCUCHUEC 1 MuH

50 mr PSA;

'

2) 150 Mr cynbaTa MmarHust
50 mr Florisil;

neHtpudyruposanue 6000 06/MuH (1 MUH)

3) 150 mr cynbdaTa MarHust
50 mr PSA
50 mr Florisil

!

I'’X-MC ananu3s

Puc. 1. Cxema nipo6oroarotroBku ciocooom QuEChERS mist onpenenenust nectuuaoB metogoM [ X—MC.

PE3VJIBTATBI 1 UX OBCYXIEHHUE

Meton '’X—MC GBI BEIOpaH IJIsi KAYECTBEHHOTO
U KOJIMYECTBEHHOTO OINpeAeeHus CoAepKaHUs
XOII u @OII B cBsI3U € €ro BHICOKOM YyBCTBUTEIb-
HOCTbIO, TOYHOCTBIO M CIIOCOOHOCTBIO JETEKTUPO-
BaTh HU3KWE KOHLIEHTPALUU UCCIIeTyEMbIX ITeCTULI -
noB. IIpu 3ToM ObLIM TIpOopaboTaHbl pa3IuyHbIC Ba-
pMalMu HAacTPOWKM Macc-CHEeKTPOMETPUIECKOTO
JleTeKTopa 1 ra30BOro xpoMarorpada c 1eibko Moj-
0opa onTUMaIbHBIX ycioBuit aHanusa. [lpenen ko-
JuyectBeHHoro onpeneneHus (ITKO) XOIT (XL,
o-, B- u y- uzomepsr) cocrasua 0.5 mkr/kr, @OII
(mumeToar, ¢po3aoH, XJaopnupudoc) — 7.5 MKT/KT.

JI1s1 moCTUzKeHMsI TIOCTaBJICHHOM 11U MCclle/IoBa-
HUSI pacCMaTpUBAIU BIUSTHUE MaTpUYHOTO 3(ddekTa
Ha MOJIHOTY U3BJIEUYEeHUSI TIECTULIUIOB M3 SKCTPaKTAa s10-
JIOK. B KauecTBe 3TaJIOHHOM MAaTpUILIbI ObLIA BEIOpAHbBI
9KCTPAKTHI, IIPEIBAPUTEILHOE UCCIICIOBAHNE KOTOPBIX
MoKa3aJl0 OTCYTCTBHE OCTAaTOUHBIX KOJMUYECTB Iie-
ctuumnos kiacca XOIT u ©OIT.

Crroco6 npooomnonroroBkn QUEChERS Bximoua-
€T 9KCTPaKIIMIO alIETOHUTPUIOM C JOOABJICHUEM CO-
et U cIeaylllylo 3a Heil CTaaui0 OTYMCTKM 3KC-
tpakTa. I[1pu nmpoBeneHnu mocneaHeid ObLIN arpoou-
pOBaHBI pa3IUJHBIC couyeTaHus copOeHTOB PSA m

ATPOXUMHUA  Ne2 2023

Florisil ¢ meipo onTMMMU3aiinm IpoIiecCoB YIAJIEHUS
COMYTCTBYIOIINX BEIIECTB U3 KOHEUHOTO 3KCTPAKTa,
OKa3bIBAIOIINX HETraTUBHOE BIWSHUE Ha YPOBEHb
¢$OHOBOTO IIIyMa 1 CIOCOOHBIX MIEPEKPHIBATH CUTHA-
JIbI XpoMaTorpapuIeCcKNX MUKOB LeJIeBbIX aHAJIUTOB.
B pesynbraTe poBeaeHHBIX UCCISAOBAaHUI HaOIIO-
Jalli 3HAYUTEIbHbIE MATPUYHBbIE MOMEXU MHPU HC-
noJib30BaHuU Kaptpumxa c PSA + MgSO,. lobasne-
Hue copoeHTa Florisil Ha cTamuy oYnNCTKA IIPUBETTO K
CHMXXKEHUIO (DOHOBOTO IIIyMa ¥ YMEHBIIICHUIO aHAIH -
TUYECKUX TTOMEX OT MaTPULIBI.

ALICTOHUTPUJIBHBINA 3KCTPAKT MaTPUIIbI, COIJIAC-
HO TTOJIyYeHHBIM Macc-CeKTpaM, coaepkaj HeOOoIb-
II1Me KOJIMYECTBA COCAMHEHUI pa3JIMYHBIX KJIACCOB,
BKJIIOYasl IIPOU3BOJHBIE MHOTOATOMHEBIX CIIMPTOB U
KUPHBIX KUCJIOT (pucC. 2).

HccnenoBaHust TOJIHOTHI U3BJIEUEHUS TIPOBOIIN
METOJIOM “BBEICHO—HaIeHO” ¢ MCIOJb30BaHUEM
IIUPOKO TIPUMEHSIEMBIX IJIsI 3allUThl TLUIOJOBBIX U
TUIOMOBO-STOAHBIX KYJIBTYP XJIOPOPTaHUYECKUX (Oi-
XUT, B-TXLI, y-TXLT) u dochopopraHmyeckux
NeCTULMAOB (muMeToarT, ho3ajoH, XJIOPIIUPUGOC)
(puc. 3). O0pas1bl 4j1s IIpOoBeaeHMs XpoMaTorpadu-
YEeCKOTO MCCIIEIOBAaHUSI TOTOBWIM B YeTBIPEXKpPAT-
HOI TOBTOpHOCTU. MneHTH(UKAIINIO KOMITOHEHTOB
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Puc. 2. XpomaTorpamma Mo THOTO MOHHOTO TOKa alleTOHUTPUITBHOTO SKCTPaKTa U3 s10J10K, mosryaeHHas crrocooom QuEChERS
u ¢ mpuMmeHeHreM Kaptpumxka Florisil + MgSOy4 (I — nMokcuM staHnuona, 2, 3 — u3oMepbl OKTaHauona, 4, 5, 9, 11 — dasa
KanuuIIPHOM KOJIOHKU, 6 — NaJIbMUTUHOBAsI KUCJIOTA U €€ MPOU3BOAHBIE, 7 — CTeaprHOBast KMCIOTA U €€ MPOU3BOAHbIE, § —
OJIEHOBAsI KMCJIOTA U €€ IMMPOU3BOAHbIe, /() — GEH30MHOI KUCIOTHI, 4-|7-(4-rentundenwn)-1,2,3,4-terparuapo-1,3-nmume-
TUi-2,4-nuokco-8H-umunazo [2,1-flnypun-8-unl-, 12, 13, 14 — HeuneHtudbuUMpoOBaHHbIE coenvHeHus, 15 — ¢eHou,

2,2'-meTuieH, 6uc[6-(1,1-auMeTHISTIIT)-4-METHIT-).

7.5e-07+

16.352 anbda-IXLT
16.843 6era-I'XLIT

17.048 ramma-I'XLIT"

S5e-07

19.090 Xsopriupudoc

2.5e-07 1
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£

* MC/I-1: TIC

24.408 do3zanon
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Puc. 3. XpomaTorpaMmma IoIHOro MOHHOTO TOKA alleTOHMTPUIBHOI'O SKCTpaKTa U3 s10J10K, moyyeHHas crrocooom QuEChERS
u ¢ npumeHeHueM kaprpumxa Florisil + MgSO,, npenBapurebHO KOHTAMUHUPOBAHHOTO 6-10 iecTuunaamu (0.1 Mxr/mir).

TMIPOBOIMIIN 110 BpeMeHaM yIepKUBaHUS M XapaKTe-
PUCTUYECKMM MOHAM B 0a3e 3JIeKTPOHHOM OMOIMNOo-
Teku Macc-crekTpoB “NIST 2020” (puc. 4), koauue-
CTBEHHOE OTIpeAe/ICHNEe — METOIOM aOCOTIIOTHOM Ka-
JIMOPOBKHU.

YcTaHOBWIIM, YTO TIPH UCITOJIB30BAHNHT Ha CTAIUH
OUYMCTKM 3KCTpakTa KapTpumxka ¢ PSA + MgSO,
MOJIHOTA U3BJICUCHUST KaxKIOro M3 KOHTAMMHAHTOB
ObLIa He BBICOKOI (Tad. 2). KomoumH1poBaHue cop-
6entoB PSA + Florisil + MgSO, no3soauio nomuy-

ATPOXUMHUA  Ne2 2023
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Puc. 4. Macc-cniekTpbl onpeaensieMbIX MECTULIMIOB: (a) — AMMeToar, (6) — xyopnupudoc, (B) — doszanoH, (r) — o-IXLT,

B-TXLIT u y-TXLT.

YUTh U3BJIeYeHNE NCKOMBIX aHATUTOB >72%. Hanbo-
Jiee 3(HEKTUBHBIM [JIsI (PPYKTOBBIX MaTpHUIL OKa3a-
Jgock npumeHenue Florisil + MgSQO,, ¢ nomoiipio
KOTOPOTO YAAJTOCh MOJTYYUTh BLICOKME BETUUNHBI MC-
ciaenoBaHHOTO MTokasareis (>81%). Takum o6pa3omM,
MOTy4YeHHbIE PE3YJIbTAThI TOKa3aIu, YTO JaHHbINA Me-
TOI TIPUMEHUM ISl aHajM3a M KOJUYECTBEHHOTO
onpeneneHuss XOIT 1 @OIT B ceMeUKOBBIX IJIOJAX.

B ToproBo-po3HuuHbIX ceTsax T. KazaHu Obuin
OTOOpaHbl 00pa3lbl SI0J0K Pa3HbIX COPTOB U CTpaH
MPOUCXOXAEHUS MJISI OTpeaesieHUus] ColepXXaHUsl B
HUX ocTouHbIX KommuecTB XOIT u MOII ¢ mpuMeHe-
HueMm npodoroaroroBku QuUEChERS u oumcTkoit
9KCTpakTa ¢ ucnoyibzoBaHnuem Florisil + MgSO,.

Kak mpaBmiio, MITOpTHBIE SIOTOKM 0OpadaThIBa-
FOT BOCKOM, YTO YBEJIMUYMBACT CPOKM XpaHEHUS TaH-
HOTO MPOAYKTa W YJIy4lllaeT TOBApHBIM BUI, MpUIa-
Bas UM IJISSHIIEBBIM OJ1ecK. B ncciaemoBaHusIX MHOTUX
aBTOPOB OTMEYEHO, YTO SI0JIOKU, TOKPHITEIE BOCKOM,
B OOJBIIMHCTBE CIy4aeB COAECPXKAT SIMOXMMUKATHI.
Hanpumep, B padorte [15] mpencTaBieHb! pe3yabTaThl
HUCCIeA0BAaHUS PACTUTEIBHON IMTPOMYKIIMU, B YaCTHO-

ATPOXMUI
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ctu s10y10K, Ha conepxaHue XOII, B xome KOTOPBIX
ObLIM OOHApyXXeHbl OCTATOYHbIE KOJMYECTBA Ol-
'XUr (0.08 mr/kr), B-IXUT (0.08 mr/kr), AT
(0.007—0.04 mr/xr) u rentaxiopa (0.008—0.013 mr/kr).
Takske mpy MCCIIeIOBaHUY SIOJIOYHBIX BBLKUMOK [ 16]
obu10 BbisiBieHo Hanuuue [XUT (o-, B-, y-u3ome-
poB) B koiauuectBe <0.03 mr/kr u 1T u ero metabo-
JiuToB B KoimdecTBe <0.06 Mr/Kr.

M3BecTHO, UTO KOXypa sI0J10K crocoOHa MOrio-
1IATh NTECTULIUIbI, KOTOPbIE C €€ MTOBEPXHOCTU MOTYT
MPOHUKHYTb BHYTPb TMjoaa. Takum oOpa3om, Ha
BHEIIIHEl TTOBEpXHOCTU $I0JI0OK, BO3MOXHO, Oojee
BBICOKOE COJep>KaHUE€ MNEeCTULIMIOB, YTO MOATBEp-
XKIEHO HCCIeIOBAaHMUSIMU MHOTHX aBTOpoB [17—19].
B cBs13u ¢ 3TUM B HacTosI1Iel paboTe MccienoBaHUs
MSIKOTHM M KOXXYPbI KaXK10To 0Opa3iia ObUTH IpoBee-
HEI OTHebHO. OOpa3nbl (MSIKOTh, KOXYpa) IUISI IIPO-
BeleHUSI XpoMaTorpaguieckoro aHajanu3a roTOBWIN
B LIIECTUKPATHOM MOBTOPHOCTU JIJISI KaXKI0TO cCopTa.

B o6pasiax s1010K (MSIKOTh M KOXKYpa), IIOABepT-
IIUXCS MCCIEAOBAHUIO, OCTATOYHBIX KOJIUYECTB Ie-
CTULIMAOB He OBLJIO BHISBJIEHO HAa YPOBHE YYBCTBU-
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Ta6muna 2. Pe3ybTaThl TOJIHOTHI U3BJICYEHUST (CTAaHIAPTHOE OTKIIOHEHHE, ToBepuTebHbII nHTepBan) XOIT 1 ®OIT u3
MOJAEIbHBIX 00pa31oB s10J10K (1 =4, P=0.95)

S —. [MomHoTa CraHgapTHoe JIoBepUTETBHBIINA
usBjiaeyeHus, % OTKJIOHEHUE, % uHTtepBan, = %
PSA + MgSO,

XOTI1 o-IXUr 75.3 0.07 0.16
B-IXLT 73.6 0.14 0.29

v-IXUTr 69.5 0.10 0.22

®OT1 JUMETOAT 68.6 0.10 0.22
do3anoH 71.7 0.20 0.43

xjiopnupudoc 60.2 0.16 0.35

PSA + Florisil + MgSO,

XOI1 o-I'XUr 85.4 0.18 0.38
B-rXur 78.2 0.10 0.21

y-TXLT 83.7 0.12 0.26

DOI1 IMEToaT 76.4 0.13 0.28
¢do3anoH 83.8 0.19 0.41

xyoprmpudoc 72.3 0.13 0.27

Florisil + MgSO,

XOTI1 o-IXQar 91.3 0.09 0.19
B-rxur 86.7 0.07 0.15

v-ITXLT 88.1 0.04 0.08

DOI1 IVMEeToaT 85.3 0.06 0.13
¢do3anoH 89.4 0.06 0.12

xnoprpudoc 81.7 0.08 0.17

Ta6imuua 3. Pesynbrarel [ X—MC-ornpeneneHust CoaepKaHusl MTECTULUIOB B TUI0AaX sI0JIOHb Pa3IMUYHBIX COPTOB (1 = 6,
P=0.95)

OnpenensieMoe .
OOBEKT UCCIeIOBaHUSI, COPT pen Haiineno, Mxr/kr IMKO, mMkr/kr
COCIMHEHME

Ne 1 IT'penu CMuUt (MSIKOTb, KOXKypa) XOIl <0.5 0.5

DOII <7.5 7.5
No 2 Posin I'ana (MSIKOTb, KOXypa) To xe — To xe
Ne 3 Aiinapen (MSIKOTb, KOXYpa)
Ne 4 Pen lenuitiec (MSIKOTb, KOXYpa)
Ne 5 Tonnen Jenuiiec (MSIKOTb, KOXYpa)
TeIbHOCTU ITpUMEHEeHHOro MeToaa (tadin. 3). Mcxons SAKJIIOYEHHE
M3 MOJIYYCHHBIX PE3YJIbTATOB MOXHO 3aKJIIOYUTh, YTO TakuM 06pa3oM, MOKA3aHO, YTO MCTIONb30BAHME
A0JIOKY, TIOABEPIIIMECH UCCIEN0BaHMIO, ObLIN 0e3-  npo6onoaroroku QuEChERS c¢ mnocnenyoummm
OITACHBIMU JIJIST 3MOPOBBS ITOTPEOUTEIICH. I'’X—MC-ananmnzom saBisieTcst 3PpQGEKTUBHBIM U Ha-
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JIeKHBIM METOIOM IJIsI OHHOBPEMEHHOTO OIpeaeie-
Hu psana ximopopranmdeckux (XOIT) u pochopopra-
Hudeckux (POIT) mecTMuMaoB B IIoAax SOJIOHM.
B pesynbraTe sKcepUuMeHTABHOM anpodaluu pas-
JIMYHBIX COPOEHTOB IMPU MPOOOMOATOTOBKE CITOCO-
6om QuEChERS ycraHOBIEHO, YTO MCIIOIB30BAHNE
Ha cTanuu ouucTku akcTpakTa Florisil + MgSO, cno-
cobcTBOBAJIO 3(h(HEKTUBHOMY YIATICHUIO MATPUYHBIX
MOMeEX M MOIYYEeHUIO ITOJTHOTHI U3BJICUEHHUS B AyAalia-
30He oT 81 10 91% B 3aBUCUMOCTHU OT UCCICAOBAHHO-
ro anamurta. [lpemnaraeMblii MeTOm OBIT YCIEIIHO
MpUMEHEH JJISI ONpeaeSIeHNUSI OCTATOYHBIX KOJTUYECTB
MeCTULIMAOB B 00pa3iax sI0JI0K.
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Sample Preparation of QUEChERS in the Determination of Pesticides
in Apples by Chromatography-Mass Spectrometry

A. Z. Mukharlyamova“#, M. V. Balymova“‘, A. G. Mukhammetshina“,
K. Ye. Burkin®, and F. A. Bekmuratova“

4 Federal Center for Toxicological, Radiation and Biological Safety (FSBSI “FCTRBS-ARRVI”)
Nauchny Gorodok-2, Kazan 420075, Republic of Tatarstan, Russia

*E-mail: muharlyamova82@mail.ru

Optimal conditions of gas chromatographic analysis with mass spectrometric detection (GC-MS) were se-
lected, which allowed to obtain satisfactory separation and identification of some organochlorine (OCP) and
organophosphorus (OPP) pesticides. Several sorbents were studied at the stage of extract purification in order
to reduce the matrix effect in order to achieve higher analysis accuracy. The completeness of the extraction of
OCP and OPP from the apple matrix was evaluated using the example of the following pesticides: hexachlo-
rocyclohexane (HCH, o-, B- and y-isomers), dimethoate, phosalone, chlorpyrifos. It was found that the
most effective was the use of Florisil sorbent in combination with MgSO,, which allowed to minimize matrix
effects and obtain the best indicators of the extraction degree of the investigated analytes. This method was
used to monitor the content of residual amounts of pesticides in apples of different varieties.

Key words: gas chromatography, mass spectrometry, QuEChERS sample preparation, organochlorine pesti-
cides, organophosphorus pesticides, apples.
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