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Pe3rome

MpoO0emMoHCMPUPOBAHLI 80O3MOXHOCMU XPOMAMO-MACC-CIeKmpomMempuyeckoli cucmemsi
Mascmpo-aMC Ha npumepe onpedeneHus 0CMAMOYHbIX Koaudecms Oelicmesyroujux
sewecms necmuyudos e 06pasyax NPOMbItAEHHOU KOHOMAU.



BeedeHue

CywecTByeT HECKONbKO Uenerl KynbTUBaLUMW, WAW  BblpaliMBaHMA  KoHonau. B
NPOMbILWAEHHOCTM KOHOMIA UCNONb3YyeTCA KaK Cblpbé B MeANUMHCKOWN, TONJNBHON, TEKCTU/IbHOM,
NErkon (KoHonnAHoe macno), GymarkHOM, CTPOUTENBbHOM W APYrMX OTPacafaX, a TaKke [ns
npou3BoAacTBa rPyboro pacTMTenbHOro BOJIOKHA [1]. Takoro poga NpOMbIWAEHHAA KOHONASA
COLEPKUT HU3KUI NMPOLLEHT NCUXOAKTUBHOrO BELLECTBA TETParMApokaHHabwuHona, B oTanuyMe oT
KOHOMNAU, KYIbTUBMPYEMOM ANA HeNeranbHbIX Lenei, a UMeHHO KypeHMAa MapuxyaHbl.

CTouT OTMETUTb, YTO 3a nocnegHue 10 net pPbIHOK KOHOMJIWU CyLW,EeCTBEHHO M3MEHWICA U
nepeweén u3 noagnonbHoro bmMsHeca Ha «4EPHOM PbIHKE» B NIEra/IbHYO MHAYCTPUIO. TONYKOM ANs
TAKOro PasBUTMA MOCAYKWUAO paspelleHne B HEKOTOPbIX CTpaHaxX MCNOAb30BAaHWA KOHONAM B
MeANLMHCKUX LLeNsX, B YaCTHOCTU, AN1A JIe4eHMA YCTAaHOBNEHHOMO 3aKOHOM Kpyra 3abonesaHuii nam
KYNUPOBaHUA MX CMMNTOMOB. Jleranusauma WCNOAb30BaHMA KOHOMAW MOBAEKNA 33 COb6OM
BbIPabOTKY pernameHTUpYLWmMX TpeboBaHUM B 061acTn KavecTBa M 6€30NacHOCTU AaHHOTO BUAA
NPOAYKUMU, TAe OOHUM M3 NYHKTOB ABAAETCA onpefeseHne CnefoBblX KONMYECTB AENCTBYHOLLNX
BELLEeCTB NecTMUMA0B B PaCTUTE/IbHOM Cbipbe C MOMOLLbIO METOL0B KUAKOCTHOM M ra30BOM Macc-
CNEKTPOMETPUMN.

KoHonna ABnAeTca A0BONbHO CNOXHbIM OOBbEKTOM ANA UCCNeA0BAHUA, TaK KaK COAEPKUT
MHOTOYMUCNEHHbIE BbICOKOKOHLLEHTPUPOBAHHbIE GOHOBbIE KOMMOHEHTbI, MeLlaloLmne HaaEKHOMY
AETEKTUPOBAHUIO LEeNeBbIX COeAMHEHWI B OPraHMYEeCKOM IKCTpaKTe. ITO ABNAETCA OCHOBHOM
npobnemon M Npu TecTMpoBaHMM OOPA3LLOB KOHOMAM Ha MPUCYTCTBME OCTATOYHbLIX KOAMYECTB
nectmunpos (ocobeHHO Ha ypoBHe cnefoBbix Konnyects). CyLLecTBEHHAA Pa3HULLA KOHLLEHTPaL M
OCTAaTOYHbIX KOAMYECTB AEWCTBYIOLWMX BeWecTB MNecTUUMOoB U CO-3KCTParMpoBaHHbIX
KOHLEHTPauni KaHHAabMHOMOOB W TEPrNeHOB YC/NOXHAKT  BblINO/NHEHME TecTa, BBOAA
AONONHUTENIbHbIE  MATpUYHble 3PdeKTbl, KOTOpble NPUMBOAAT HE TONbKO K CHUMKEHUIO
YyBCTBUTENBHOCTU MHCTPYMEHTA/ZIbHOrO MeToZa, HO W K Heobxoammoctn 6onee 4acToro
TEXHUYECKOro 06CNYyKMBaHUA CUCTEMbI, BEAYLLETO K YBEAMYEHWUIO BpemeHu npoctoa npubopa.
CnepnoBaTteNibHO, «KJAOHOM» K YCMELWHOMY aHaM3y CNefo0BbiX KONNMYECTB NecTMunaoB B 06pasuax
KOHOMNM ABNAETCA HALEKHOE CHUXKEHNE MAaTPUYHOMN HAarpy3KM Ha Macc-cnekTp. A 3Toro A0KHbI
NPOBOAUTLCA AOMNONHUTENbHbIE UCCAEA0BAHMA OMNTMMA/IbHBIX MOAXOAO0B MOArOTOBKM Npob6bl K
MaCC-CNEeKTPOMETPUYECKOMY aHaN3y ANA CHUMKEHMA MATPUYHOM HarpysKM Ha CMeKTP MCKOMbIX
coegmMHeHnn. CHUXKEHME KOIMYecTBa NOTEHLMANIbHO MeLatoLWwmx n3obap no3BoanT cneymanmcTam
[obutbca ctabunbHoM paboTbl Macc-AeTEeKTOopa, YBENNYUTb MPOU3BOAUTENIbHOCTD METOAa U Tem
CaMbIM NOBbICUTb NPOMYCKHYO cNOCOBHOCTb paboTbl 1abopaTopmm, COKpaLLaa TEM CaMblM BpeMeHa
NPOCTOA CUCTEM PASM TEXHUYECKOTO 0BCNYKMBAHMA N PEMOHTA.

B HacToALen cTatbe NpPOAEMOHCTPUPOBAHA BO3MOXHOCTb NPUMeHeHUA
MY/IbTUKOMMOHEHTHOro metoga npobonoarotoskn QUEChERS ¢ ncnonbsoBaHmem Habopa VetexQ
(MHTEpnab). Takke [nNA pelweHWA MOCTaBNEHHOW 3afayM KOHTpons 06pasuoB npeasorKeHa
[ONOJIHUTENIbHAA CTaAMA OYUCTKM MPOObI KNaccMyeckMm MeTofom TBEPAOGDA3HOM IKCTPAKLUM C
nocneayroWUM AeTeKTUPOBaHUEM CNef0BbIX KOMMYECTB NeCcTULMAOB BblCOKOYYBCTBUTENbHbLIM
macc-getektopom Maestro-aMS.

JKcnepumeHmManbHAA Yacmob
Mamepuanei u mMemoosbi

Bce ncnonb3ayembie B UCCNeA0BaHMM peareHTbl UMelT KnaccudumKaumio, Kak 0ocobo YmcTble
nnn HPLC grade. CtaHAaapTbl AeCTBYIOWMX BELLECTB NECTULMAOB OblM NPUOBPETEHBI B KOMNAHUK
Restek (CLUA), B yactHocTh: GC Multiresidue Pesticide Standard #6 (Restek 32568); GC Multiresidue
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https://ru.wikipedia.org/wiki/%D0%9A%D0%BE%D0%BD%D0%BE%D0%BF%D0%BB%D1%8F
https://ru.wikipedia.org/wiki/%D0%A1%D1%8B%D1%80%D1%8C%D1%91
https://ru.wikipedia.org/wiki/%D0%9C%D0%B5%D0%B4%D0%B8%D1%86%D0%B8%D0%BD%D0%B0
https://ru.wikipedia.org/wiki/%D0%A2%D0%BE%D0%BF%D0%BB%D0%B8%D0%B2%D0%BE
https://ru.wikipedia.org/wiki/%D0%A2%D0%B5%D0%BA%D1%81%D1%82%D0%B8%D0%BB%D1%8C%D0%BD%D0%B0%D1%8F_%D0%BF%D1%80%D0%BE%D0%BC%D1%8B%D1%88%D0%BB%D0%B5%D0%BD%D0%BD%D0%BE%D1%81%D1%82%D1%8C
https://ru.wikipedia.org/wiki/%D0%9A%D0%BE%D0%BD%D0%BE%D0%BF%D0%BB%D1%8F%D0%BD%D0%BE%D0%B5_%D0%BC%D0%B0%D1%81%D0%BB%D0%BE
https://ru.wikipedia.org/wiki/%D0%91%D1%83%D0%BC%D0%B0%D0%B3%D0%B0
https://ru.wikipedia.org/wiki/%D0%A1%D1%82%D1%80%D0%BE%D0%B8%D1%82%D0%B5%D0%BB%D1%8C%D1%81%D1%82%D0%B2%D0%BE
https://ru.wikipedia.org/wiki/%D0%A2%D0%B5%D0%BA%D1%81%D1%82%D0%B8%D0%BB%D1%8C%D0%BD%D1%8B%D0%B5_%D0%B2%D0%BE%D0%BB%D0%BE%D0%BA%D0%BD%D0%B0

Pesticide Standard #5 (Restek 32567); GC Multiresidue Pesticide Standard #2 (Restek 32564); GC
Multiresidue Pesticide Standard #3 (Restek 32565); 8140/8141 OP Pesticide Calibration Mix A
(Restek 32277); B KauyecTBe BHYTPEHHEro CcTaHZapTa Wcnonb3oBanun 4-xnopandeHun 3sdup
(Calibration Mix #3; Restek 31620).

MapameTpbl MHCTPYMEHTAZIbHOrO MeToZa npeAacTaBneHbl B Tabanuye 1. XpomaTtorpamma
CKAHWPOBAHMA CMECU CTAaHOAPTOB AENCTBYHOLWMX BelwecTs (98 nectMumaos) npeacraBieHa Ha

pucyHKe 1.

Puc. 1. I'X-MC (Scan) xpomatorpamma CMecu CTaHAapPTOB AeNCTBYOWMX BelecTs 98 necTMUMAOB.
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1-Methane, bis(2-chloroethoxy)-; 2-1,3,5-Trichlorobenzebe; 3-Dichlorvos; 4-1,2,4,5-Tetrachlorobenzebe; 5-Naphthalene, 6-2-
chloro-; 7-Mevinphos; 8-Etridiazole; 9-Cloroneb; 10-Benzene, pentachloro-; 11-Benzene, 1-chloro-4-phenoxy-; 12-Demeton-
O; 13-Ethoprophos; 14-Naled; 15-Phorate; 16-Benzene, 1-bromo-4-phenoxy- (ISTD); 17-HCH isomer |; 18-Demeton-S; 19-
Benzene, hexachloro- (HCB); 20-2,3,4,5,6-pentachloro anisole; 21-Atrazine; 22-HCH isomer Il; 23-Terbuthylazine; 24-HCH
isomer Ill; 25-Diazinone; 26-Pyrimethanil; 27-Tefluthrin; 28-Disulfoton; 29-Terbacil; 30-HCH isomer 1V; 31-Endosulfan ether;
32-Transfluthrin; 33-Vinclozoline; 34-Parathion-methyl; 35-Heptachlor; 36-Fenchlorphos; 37-Pentachlorothioanisole; 38-
Fenthione; 39-9,10-Anthracenedione; 40-Triadimefon; 41-4,4-Dichlorobenzophenone; 42-Trichloronate; 43-Cyprodinil; 44-
MGK 264; 45-Isodrine; 46-Penconazole; 47-Fipronil; 48-Triadimenol; 49-Captan; 50-Triflumizole; 51-Procymidone; 52-Folpet;
53-Chlorbenside; 54-trans-Chlordane; 55-Paclobutrazol; 56-Tetrachlorvinphos; 57-Endosulfan; 58-Flutriafol; 59-Ovex; 60-
Prothiofos; 61-Fludioxonil; 62-p,p'-DDE; 63-Myclobutanil; 64-Flusilazole; 65-Chlorfenapyr; 66-Fensulfothion; 67-beta-
Endosulfan; 68-p,p'-DDD; 69-trans-Nonachlor; 70-Endrin aldehyde; 71-Clordecone; 72-Endosulfan sulfate; 73-o,p'-
Methoxychlor; 75-Tebuconazole; 76-Captafol; 77-lprodione; 78-Bifenthrine; 79-Phenothrine; 80-
Pyriproxyfen; 81-lambda-Cyhalothrin; 82-Acrinathrin; 83-Fenarimol; 84-Permethrin isomer |; 85-Permethrin isomer Il; 86-
Coumaphos; 87-Cyfluthrine isomer |; 88-Cyfluthrine isomer |l; 89-Cyfluthrine isomer Ill; 90-Cyfluthrine isomer IV; 91-
Cypermethrine isomer |; 92-Cypermethrine isomer Il; 93-Flucythrinate isomer I; 94-Etofenprox; 95-Flucythrinate isomer II; 96-
Fluridone; 97-Fenvalerate; 98-Fluvalinate.
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74-Hexazinone;

Taba. 1. [Mlapamempbl UHCMPYMeEHMAAbHO20 Memooa.

UHcmpymeHmapuii

'X-MC cucmema Maestro-aMS

Ucnapumenso Split/Splitless (liner: Restek 4 mm x 6.3 x 78.5)

Restek Rtx-5MS

Xpomamoezpaguyeckas KOMOHKA
(30m x 0.25mm; 250um)




Ycnosusa xpomamoepaguyeckozo pasdesneHusn

0O6vém npobei 1 mKn

CoomHouweHue deneHus npoboi Splitless; Purge 70 ma/muH nocne 0,7 MUH
t° ucnapumens 240°C

Pexcum mokKa 2a3a-Hocumerns Pexkum Constant flow

80°C B TeyeHue 0,7 MUH;
30,0°C/muH go 180°C, yaepskaHue 0,0 muH;
MpadueHm t° neyu
9,0°C/muH o 250°C, yaepaHue 3,0 MuH;

30,0°C/muH go 305°C, yaepaHue 2,5 MuH;

Tun u ckopocme 2a3a-Hocumernsa (He) 1,0 mn/muH
t° uHmepgpelica MC 270°C
Ycnosus macc-cnekmpomempuveckoz2o 0emeKmupoeaHus

McmoyHuK uoHU3auyuu au (El)

t° ucmoyHuka 240°C
3adepxcka pacmeopumens 300 cek

SCAN 50 — 500 Da (2000 Da/sec)

Pextumbl CKAHUPOBAHUSA
SIM (cm. Tabn 2)

Mapamemp Dwell Time Pexkum iDwell® Time =~ 20 mcek

Pa3paboTKy WHCTPYMEHTA/NIbHOrO MeTOAa LLeNeBOro aHa/jn3a MCKOMbIX COeAMHEHWM
BbINO/IHA/IM HA OCHOBE NMOYYEHHbIX 9KCNEPUMEHTANIbHBIX AaHHbIX Pa3geneHnsa CTaH4aPTHOM CMecH
NecTUUMA0B B PeXXMME CKaHMPOBAHUA C KOHLUEHTpaumMel CBbiwe 1 ppm N8 Kaxaoro coeguHeHus.
BO3MOXKHOCTb NONYYEHWNA YMUCTbIX MACC-CNEKTPOB AENCTBYIOWMX BELLECTB NeCTULMA0B NO3BONAA
KOPPEKTHO MCMNO/b30BaTb aNrOPUTM aBTOMATUYeCKoro noctpoeHua SIM askcnepumeHTta - SIM
Wizard®.

Anroputm SIM Wizard® saBnseTtca MHTENNEKTyalbHbIM NMOMOLLHUKOM Mpu GopMUpPOBaHUK
BbICOKOYYBCTBMTE/IbHOrO METOAA CKAHMPOBAHMA BblAEIE€HHbIX LeneBblXx MoHOoB (SIM). B yacTHoCTH,
anroputm pabotaet B8 2 3Tana. Ha nepBom 3Tane BbINONHAETCA KOMMNAEKC npouenyp, Kotopble
BK/IOYAOT B ceba aBToMaTuyeckoe uHTerpmposaHue npodpuna SCAN-akcnepumeHTa, npoueaypy
BblAENEHNA NPUCYTCTBYIOLLMX LieS1eBbIX KOMMNOHEHTOB Ha 3TOM nNpodune n GopmmpoBaHue Tabaumubl
YMCTbIX CNEKTPOB BCEX AETEKTUPOBAHHbLIX KOMMOHEHTOB CMecu C MpeaoXKeHHbIM nepeyHem
LeneBblX MOHOB.

Bropoit stan pabotbl anroputma SIM Wizard® npepctasnaet coboiri dopmupoBaHue
HenocpeaCcTBEHHO MHCTPYMeEHTabHOro meTtoaa SIM akcnepmMmeHTa € UICNO/Ib30BaHMEM MeXaHU3Ma
ABTOMATUYECKOTO pacyérta BpemMeHW CKAHMPOBAHMA KaxKOOro MOHa UeneBoro coeguHeHus
(iDwell®Time). MNoAobHbLIN  MexaHM3M  MONHOCTbIO  aBTOMATU3MPOBAH W BbINOAHAET
CermeHTUpPOBaHME XPOMATOrpammbl Ha BpPEMEHHble OTPEe3KM [A1A CKAHUPOBAHMA B KaXAOM
CErmeHTe HaMMeHbLIEro Yncaa Lenesbix MOHOB (puc. 2). Takon noaxos NO3BOAET UCMOb30BaTb
6onblMiA pecypCc BpPeMEHW [ANA CKAaHMPOBAHMA KaXAOrMo MOHA M TemM CamMblM [OCTUraTb
MAKCMMaNnbHON YyBCTBUTENIbHOCTU WMHCTPYMEHTANbHOIO MeToAa K WMCKOMbIM COeAUHEHUAM.
MapameTpbl CKAHMPOBAHMA LENEeBbIX MOHOB NpeacTaBaeHbl B Tabavue 2.




Tabn. 2. [Mapamempbl CKAHUPOBAHUSA UCKOMbIX COe0UHEHUU.

e [Jencreytowee Quantifier | Qualifier o Jencreytowee Quantifier | Qualifier
BELLEeCTBO WNOH WNOH BELLECTBO WNOH WOH
1 | Dichlorvos 184.9 144.9 38 | Endosulfan | 277 306.9
2 | Etridiazole 211 247.9 39 | trans-Chlordane 374.9 370.9
3 | Chloroneb 113 253 40 | Ovex 174.9 301.9
4 | Pentachlorobenzene 249.9 247.9 41 | cis-Nonachlor 408.8 410.8
5 | Phorate 75.1 260 42 | Prothiofos 308.9 162
6 | alpha-BHC 182.9 217 43 | 2,4'-DDE 246 317.9
7 | Hexachlorobenzene 285.8 287.8 44 | Dieldrin 278.9 263
8 | Pentachloroanisole 264.8 279.9 45 | 4,4'-DDD 235 199.1
9 | beta-BHC 182.9 217 46 | Bupirimate 273 316.1
10 | delta-BHC 182.9 217 47 | Perthane 223.1 224.1
11 | Terbuthylazine 214.1 173 48 | Chlorfenapyr 589 247.1
12 | Pyrimethanil 199.1 198.1 49 | Endrin 262.9 260.9
13 | Diazinon 303.9 276 50 | Endosulfanll 194.9 228.9
14 | Disulfoton 88 273.9 51 | 2,4'-DDD 235 237
15 | gamma-BHC (Lindane) | 217 182.9 52 | 4,4'-DDT 235 237
16 | Tefluthrin 197 177 53 | trans-Nonachlor 408.8 410.8
17 | Endosulfan ether 306.8 276.9 54 | Sulprofos 321.9 140.1
18 | Vinclozolin 212 2849 |55 4'4".Meth°xycm°r
olefin 307.9 238
19 | Methyl Parathion 263 247 56 | Endosulfan sulfate | 423.9 276.1
20 | Heptachlor 271.8 273.8 57 | 2,4'-DDT 121 227.1
21 | Fenchlorphos 284.9 286.9 58 | Propargite 350.1 173.1
Benzene,1-chloro- | 204.1 141.1
22 | Pentachlorothioanisole | 295.9 245.9 59
4-phenoxy- (ISTD)
23 | Fenthion 278 245 60 | Resmethrin 123.1 171.1
24 | Chlorpyrifos 313.9 315.9 61 | Endrin ketone 318.9 316.9
4,4'-
25 Dichlorobenzophenone 139 250 62 Bifenthrin 181.1 166.1
26 | Trichloronate 296.9 270.9 63 | cis-Permethrin 183 184
27 | MGK-264 164 112 64 | trans-Permethrin 183 184
28 | Isodrin 262.9 363.9 65 | Coumaphos 362.1 364.1
Heptachlor epoxide
29 (Is;)mer B) " 352.9 3509 o6 Etofenprox 163.1 376.2
30 | Fipronil 366.9 368.9 67 | Fenvalerate 167 419.1
31 | Triadimenol 168.1 112 68 | tau-Fluvalinate 250 252
32 | Folpet 260 104.1 69 | Cyfluthrine 199.0 227.0
33 | Procymidone 282.9 284.9 70 | Cypermethrine 181.1 163.0
34 | Chlorbenside 125 127 71 | Naled 145.0 184.9
35 | cis-Chlordane 374.8 372.8 72 | Captan 114.1 79.1
36 | 4,4'-DDE 246 317.9 73 | Paclobutazol 236.1 125.1
37 | Myclobutanil 179.0 125.1




Puc. 2. lnarpamma cermeHTHOM paboTtbl IX-MC B pexknume SIM ckaHupoBaHua (22 cermeHTa).

SIM Diagram
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lpobonod2omoska
B KauecTBe 06beKTa ucciesoBaHUA Hbl1 UCNONb30BaH 3KCTPAKT NPOMbILWAEHHOM KOHONAMK.

Kak yxe paHee Obln0 CKasaHO, NOAOOHbLIN OOBLEKT ABAAETCA CNOXHOM W KOMMIEKCHOM
PacTUTENbHON MaTPULEN C BbICOKMM COAEPHAHMEM COIKCTPAKTMBHbIX BellectB. CouBeTus U
JIUCTbA KOHOMN/IN coaepKaT cBbiwe 60 pasnyHbiX KaHHAabMHOMAOB, M MPUCYTCTBYHOT OHM, KakK
npaBuao, B BUAE WX KUC/IOTHbIX aHA/NOroB, COAEpPKalUX KapOOKCU-Tpynny B MOJIONKEHUU «2»
deHoNbHOM YacTM mosiekyabl. o mepe pasBUTUS UM CO3PEBAHUA pPaCTEHUA B  HEM
npeobnagatoT KaHHabuanonsl (KBA), TeTparnapokaHHabuHonbl (TTK), a no mepe crapeHua wu
OTMUPAHUA PacTeHMna, a TakXKe B Mpenapartax, NPUroTOBAEHHbIX U3 PACTUTENIbHOro maTepuana
TeTparnapokaHHabmnHon npespaliaeTca B KaHHabuHon (KBH). Mogo6bHbii Habop conyTCcTBYHOLMX
coeaMHEHNIN MaTpULbl BbipaykaeTca Npobaemoi n3BievYeHna OCTaTOYHbIX KONMYEeCTB NecTMUmnaoB
n3 KoHonAK. Mpn 3TOM KOHLLEHTPAUUA CONYTCTBYHOLWMX COeAMHEHUN ByAeT HanpAMYHO 3aBUCETb OT
pa3Hoobpa3vAa BMAOB WM GOPM KOHEYHOro MOJIyYaemMoro mnpoAykTa, a TaKxKe cnocoba
KY/IbTUBMPOBAHUA pacTeHusa. Bce nepeuuncneHHbie Bbille npobnembl B/AUAIOT Ha YUCTOTY
BbIMOJIHEHUA MACC-CMEKTPOMETPMUYECKOTO 3KCMEPUMEHTA, a TaKKe Ha CTeneHb W3B/eYEeHUs
LeneBbix COeAMHEHNI U3 NPOObI, YYBCTBUTE/IbBHOCTb METOAa U ero CTabuabHOCTb.

B cBs3M C BbIWEN3NOKEHHbIM, OAHOM M3 3a4a4 3KCNepuMMeHTa OblIo TaKKe U3yvyeHue U
MOWUCK ONTUMAJIbHOTO CNOCO6a OYMCTKM IKCTPAKTa KOHOMAW, C LEe/blo YNCTON dUKCAUMU MOHHbBIX
MUKOB MCKOMbIX BELLECTB B KOHEYHOM 3KCTPaKTe.

Ha nepBom 3Tane npo6onoAroTOBKM WMCMO/b30BaNM KNACCUYECKUI METOoh, 3KCTpaKLmu
QUEChERS [2], KOTOpblA OCHOBaH Ha W3BJIEYEHUM PACTBOPUTENEM [AEWNCTBYIOLLINX BELLECTB
necTMuuaoB U3 BbiCyLlEHHOro o6pasua KOHOMAN C OAHOBPEMEHHOM OUYMCTKOM IKCTPaKTa CMEChbHo
conen n MOHOOBbMeHHbIM copbeHTom Bondesil-PSA B npucyTcTBUM rpadUTM3MPOBAHHOM CaXK (puc.
3 1 puc. 4). Ucnonb3oBaHue Tonbko metoaa QUEChERS HegocTaTouHO, AN MOMYYEHMA YMCTOrO
3KCTpaKTa. [laxke nocsie CTagnmn OYNCTKU NEPBUYHO-BTOPUYHBIM aMMUHOCOPHEHTOM IKCTPAKT 6bIN Mo-
NPEHEMY HaCbIWEH BbICOKO KOHLEHTPMPOBAHHbIMU MELLAILWUMU KOMNOHEHTaMU M TpeboBan
AOMNONHUTENIbHOM CTaaMM OYUCTKK (puc. 6).


https://ru.wikipedia.org/wiki/%D0%9A%D0%BE%D0%BD%D0%BE%D0%BF%D0%BB%D1%8F
https://ru.wikipedia.org/wiki/%D0%9A%D0%B0%D0%BD%D0%BD%D0%B0%D0%B1%D0%B8%D0%B4%D0%B8%D0%BE%D0%BB
https://ru.wikipedia.org/wiki/%D0%A2%D0%B5%D1%82%D1%80%D0%B0%D0%B3%D0%B8%D0%B4%D1%80%D0%BE%D0%BA%D0%B0%D0%BD%D0%BD%D0%B0%D0%B1%D0%B8%D0%BD%D0%BE%D0%BB
https://ru.wikipedia.org/wiki/%D0%9A%D0%B0%D0%BD%D0%BD%D0%B0%D0%B1%D0%B8%D0%BD%D0%BE%D0%BB

Puc. 3. Ctagua akcTpakummn metogom QUEChERS.

2,0 r usmenb4yéHHoro obpasua nomewatoT B 50 mn LeHTPUDYKHYIO NPoBUPKY.
* BHOCAT CTaHAAPT 4. B. NeCTUUMA0B (NpU HEOBXOAMMOCTUN) U BHYTPEHHUW CTaHAAPT

OCTaB/IAIOT NPU KOMHATHOM TemnepaTtype B TedeHue 10 yacos 6e3
KpblileK (Mpuy yC10BMU NPUTOTOBIEHUA MAaTPUUYHOM KannbpoBKK)

B ueHTpuoyxKHyto npobupky gobasnsatoTt
10.0 M1 4eNOHN3NPOBAHHOM BOAbI.

@ PaBHOMepHO nepemewmnBarOT

Cpasy ke gobasnatot 10 Ma NOAKUCNEHHOTO
auetoHutpuna (1 % ykcycHas kucnoTta).

MepemelwunsatoT B Te4eHue 2 MUH, npm 2,000 rpm

Mpo6upKy NOMELLAIOT B MOPO3U/bHBIN WKad Npu
Temnepatype (—18°C) v BblaepXunBatoT B TedeHne 10 MuH

e Cnoii ayemoHumpuna ]
BHocAT KomnaekT conen:

- Mgso, .
- Nacl OcmamouHelii o6pasey ]
- C4HeNas0,*2H,0
- C.HNa,0,*1,5H,0
4
Boda ]
lMepemelwunsatoT B TeueHue 2 MuH, npm 2,000 rpm
LleHTpudyruposanme npu 3,000 rpm B Te4eHUe 5 MUH. Kpucmannozudpamer (Mgso,) ]

Puc. 4. Ctagns O4NCTKM CUJIbHO MUITMEHTUPOBAHHOIO 3KCTpaKTa metogom QUEChERS.

6.0 mL cynepHaTaHTa nepeHocAaTt B 15 mn ‘ ,U,O
npobupKy, KOTopas COAEPKUT NEPBUYHO-
BTOpUYHbIN amuHocopbeHT Bondesil-PSA n |J,EHTpI/Id)yI'M
% HaBecKy rpaduUTU3MPOBAHHOMN CaXKK

lMepemelunBaloT B Te4eHue 2 MuH, npu 2,000 rpm

LleHTpudyrmuposaHue npu 3,000 rpm, 5 MUH. |
-~ Mocne
MNepeHocat :-mCTpaKI B YMCTbI pnakoH i .L£EHTpMd)yFM
ONA nocneayrowen ctagum Teépao- .
dasHom akcTpakuum (TP3) s i

Ho nony4yeHHbIN aueTOHUTPUNBbHbBIN SKCTPAKT BCE ewé
COAEPXMUT AOCTAaTOYHO MAaTPUYHBIX KOMMNOHEHTOB, MO3TOMY {
cnepyet NPOBOAUTL AOMONHUTENbHYHO OYUCTKY!




B ponv AONONHUTENbHOM CTagMM OYUCTKM BblIO NPEA/IOKEHO UCMOIb30BaTh CNeLManbHO
NOArOTOB/IEHHbIE MATPOHbI C KNACCMYECKMM 0bOpalléHHO-das3HbIM maTepuanom (cuamkarenb c
OKTaZeuunbHou rpynnoi - C18).

Mepen BbINO/SHEHMEM MNpoUeAypPbl OYUCTKM UM 3A0OMPOBaHMSA Npobbl K 500 mKn
AUETOHUTPUIBHOTO 3KCTpakTa gobasnann 500 mMKn AEeMOHM3MPOBAHHOM BOAbl. [lanee 04YMCTKY
Npobbl BbINOAHANKM NO ceaytolen cxeme (puc. 5):

1) CrapuMa KOHAMUMOHUPOBAHUA copbeHTa. XMMMYEcKylo aKTMBauuio TBEpAoro copbeHTa
nposogunu pactsopom 30% ACN n 70% Boaa. dntoaT oTbpacbiBanu.

2) 3arpys3ka o6pasua. 1,0 mn o6pasua BHOCUAN Ha copbeHT. IntoaT oTbpacbiBanu.

3) Cragua npombiBKU. MpombIiBKY Npobbl nposoannn pactsopom 20% ACN u 80% Boaa. dntoat
oTbpacbiBanu.

4) Cragua 3N10MPOBAaHMA MUCKOMbIX COEAMHEHWIt. B KauyecTBa 3/1IOMPYIOWLENA KUAKOCTU
ncnonbzoBanu 500 MKn aLeToHUTPUANAE. INtoaT cobupanm Bo dnakoH gnsa MNX-MC.

Puc. 5. Cxema TBEpAoda3HOM OUYUCTKM aALETOHUTPUABLHOIO 3SKCTPAKTA MNOC/AE W3BAEYEHUA
nectuunaos metogom QUEChERS.

a). NpepagaputenbHoe pa3basneHne npobol

‘ K 500 MK/ aLeTOHUTPU/IbHOIO 3KCTpaKTa gobasnaoT 500 MK 4eMOHMU3UPOBAHHOM BOAbI

6). Oumnctka u anouposaHue nNpobbl

o N\

/ N\
/ 1). Ctagusa KOHAULMOHUPOBaHUA copbeHTa.

XUMMYECKyIo akTUBaLLMIO TBEpAOro copbeHTa NnpoBoaaT
pactsopom 30% ACN u 70% Boga. dntoat oTbpacbiBatoT.

2). 3arpysKa obpasua.
1 mn obpasua BHOCAT Ha copbeHT. dntoat oTbpacbiBatoT

3). CrapuAa NpOMbIBKU.
Mpombisky npobbl NnposoaaT pactsopom 20% ACN n 80%
BOZa. dntoat oTbpacbiBaloT

4). Ctagua SNIOMPOBaAHUA UCKOMbIX COeAMHEHMUIA.
| BKadyectBa antompytoLLei }K1MaKocT ucrnonbsytoT 500 MK

\\\aLI,ETOHMTpMna. Antoat cobupatot Bo dnakoH ans NX-MC. //

/

N\

-|—>( C18(0.17 2 / 1 ma o6pasya) ]

MpumeyaHue: Bo3MO}CHO UCMONb308AHUE MAKME U
cmaHAapmHbix Kapmpuodxcel 0718 T3 oyucmku
0.5 2 (C18) 0a4 3 Ms sKcmpakma.

Ha pucyHKe 6 npeactaBieHbl AaHHbIe CPABHEHMA PA3/IMYHbBIX PEXMMOB OYMCTKM NPOobbI.
MOXHO 3aMeTUTb, YTO YPOBEHb CUITHANA MATPUYHbIX KOMMOHEHTOB Noc/e TBEPA0DA3HOM OYMCTKU
A0BONbHO CM/IbHO ynan. Takoi meton npob6onoarotoBkM 6bla NPUHAT, KAaK ONTMMA/bHbIN, U BCE
nocnegytoume paboTbl BbINOAHANCD C SKCTPAKTAMM, OYULLEHHBIMWU ABYXCTAAUMAHBIM METOL0M.



Puc. 6. CpaBHeHme Pa3NNYHbIX CNoco60B OYNCTKM 9KCTPaKTa KOHONANU.

Total fon ¢t

= Without ceaning

6.UE+E*. - Qu EchERS - #1_C18nQueChERS_cartirdge_add300mg
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2-YX 3TanHas OYUCTKa
(QUEChERS + GCB) + T$3 (C18)

[anee 4nCTble 3KCTPAKTbl MATPULbl MUCNOb30BAIN AN BHECEHUA CMeCU 73 AeNCTBYOWMX
BELLECTB NecTuumMaoB ¢ KoHueHTpaumamm 20 ppb; 50 ppb; 100 ppb; 200 ppb c uenbto nocTpoeHus
KanMbpOBOYHOM 3aBUCMMOCTM AENCTBYIOLLMX BELLECTB NECTULMA0B HA GOHE MATPULbI (MATpUYHan
Kannbposka).

Pe3yabmamoi u 0b6cyxodeHue

JluHeliHOoCMb

Anpobauma WHCTPYMEHTA/NIbHOrO MeToAa M M3yYeHMe YPOBHEN KOJIMYECTBEHHOrO
onpeaeneHna OencTBYOWMX BELWecTB NecTMUMAoB B MaTpuLLEe KOHOMIW NPOBOAUAN METOAOM
MaTPUYHON KanMBpOBKM C MCMONb30BAaHMEM BHYTPEHHEro CTaHgapTta 4-xnopaudenunn spup (c
KoHUeHTpauunen 0,1 ppm). Bce HeobxoaMmble pacyéTbl OblIN BbINONHEHbI COMTACHO YTBEPKAEHHOM
Esponeinckonn ACAC aupektuse [3]. lNonyyeHHble gaHHble NpeacTaBnieHbl B Tabanue 3.

Taba. 3. [Mpedenbli 0bHaAPyHcEeHUA U CmerneHU u3sane4eHus uccaedyemoix coeduHeHU.

. ) HapéxHo perektupyemas | Quantifier | Qualifier
Ne Jencreylowee seLww,ecrso R
KOHLLeHTpauma, ppm WOH MOH
1 |Dichlorvos 0.995 0.1 184.9 144.9
2 | Etridiazole 0.993 0.02 211 247.9
3 | Chloroneb 0.994 0.02 113 253
4 | Pentachlorobenzene 0.990 0.02 249.9 247.9




5 |[Phorate 0.992 0.02 75.1 260
alpha-BHC 0.988 0.02 182.9 217
beta-BHC 0.991 0.02 182.9 217

° delta-BHC 0.986 0.02 182.9 217
gamma-BHC (Lindane) 0.995 0.02 217 182.9
Hexachlorobenzene 0.993 0.02 285.8 287.8
Pentachloroanisole 0.992 0.02 264.8 279.9
Terbuthylazine 0.996 0.02 214.1 173

10 |Pyrimethanil 0.992 0.02 199.1 198.1

11 |Diazinon 0.988 0.02 303.9 276

12 |Disulfoton 0.987 0.02 88 273.9

13 |Tefluthrin 0.941 0.02 197 177

14 |Endosulfan ether 0.991 0.02 306.8 276.9

15 |Vinclozolin 0.988 0.02 212 284.9

16 | Methyl Parathion 0.986 0.02 263 247

17 |Heptachlor 0.985 0.02 271.8 273.8

18 |Fenchlorphos 0.987 0.02 284.9 286.9

19 [Pentachlorothioanisole 0.991 0.02 295.9 245.9

20 [Fenthion 0.988 0.02 278 245

21 |Chlorpyrifos 0.992 0.02 313.9 315.9

22 |4,4'-Dichlorobenzophenone 0.989 0.02 139 250

23 |Trichloronate 0.989 0.02 296.9 270.9

24 | MGK-264 Isomer I 0.991 0.02 164 112

25 [lIsodrin 0.989 0.02 262.9 363.9

26 |[Heptachlor epoxide 0.989 0.02 352.9 350.9

27 |Fipronil 0.993 0.02 366.9 368.9

28 | Triadimenol 0.998 0.02 168.1 112

29 |Folpet 0.923 0.02 260 104.1

30 [Procymidone 0.991 0.02 282.9 284.9

31 |Chlorbenside 0.992 0.02 125 127

3 cis-Chlordane 0.990 0.02 374.8 372.8
trans-Chlordane 0.988 0.02 374.9 370.9

33 |4,4'-DDE 0.990 0.02 246 317.9

34 |Endosulfan | 0.944 0.02 277 306.9

35 [Chlorfenson (Ovex) 0.992 0.02 174.9 301.9

36 cis-Nonachlor 0.988 0.02 408.8 410.8
trans-Nonachlor 0.991 0.02 408.8 410.8

37 | Prothiofos 0.991 0.02 308.9 162

38 |2,4'-DDE 0.989 0.02 246 317.9

39 |Dieldrin 0.995 0.02 278.9 263

40 |4,4'-DDD 0.991 0.02 235 199.1

41 |Bupirimate 0.997 0.02 273 316.1

42 |Ethylan (Perthane) 0.989 0.02 223.1 2241

43 | Chlorfenapyr 0.992 0.02 58.9 247.1

44 | Endrin 0.988 0.02 262.9 260.9
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45 [Endosulfan Il 0.978 0.02 194.9 228.9
46 |(2,4'-DDD 0.970 0.02 235 237
47 |4,4'-DDT 0.993 0.02 235 237
48 |Sulprofos 0.991 0.02 321.9 140.1
49 |4,4'-Methoxychlor olefin 0.990 0.02 307.9 238
50 |Endosulfan sulfate 0.993 0.02 423.9 276.1
51 |2,4'-DDT 0.982 0.02 121 227.1
52 |Propargite 0.999 0.02 350.1 173.1
53 |Resmethrin 0.999 0.05 123.1 171.1
54 | Endrin ketone 0.996 0.1 318.9 316.9
55 | Bifenthrin 0.988 0.2 181.1 166.1

cis-Permethrin 0.977 0.02 183 184
26 trans-Permethrin 0.901 0.02 183 184
57 |Coumaphos 0.998 0.02 362.1 364.1
58 |Etofenprox 0.995 0.02 163.1 376.2
59 |Fenvalerate 0.999 0.02 167 419.1
60 |tau-Fluvalinate 0.994 0.05 250 252
61 |Paclobutazol 0.991 0.02 236.1 238.1

Cyfluthrine isomer |

Cyfluthrine isomer Il
62 — SpcheKkm mampuyHO20 8AUAHUSA

Cyfluthrine isomer llI

Cyfluthrine isomer IV

Cypermethrine isomer |
63 — Sppekm mampuyHo20 eaAUSHUSA

Cypermethrine isomer |l
64 |Naled Jeepadayus sewyecmesa 8 ucnapumesne X
65 |Captan CueHasn HU3Kol UHMeHcusHocmu

ObcyxcoeHue pe3ynbmamos
CTOUT OTMETUTb, YTO HEe BCE COeAMHEHUA OblAM MPUHATbI ANA PacYETa MONYYEHHbIX

pe3ynbTaToB. B YacTHOCTM, OblAM MUCKAKOYEHbI COEAMHEHMA, KOTOPble MMESIM BbICOKYH CTerneHb
HaAEXHOCTM WX JEeTEeKTUpPOBaHMA Ha cuctemax BIKX-MC-MC (MoHM3auma meToaom
anekTpocnpen). B utore B KayecTtBe AEMOHCTPALMOHHbIX Pe3ynbTaToB 3KCNepuMeHTa 6bino
NPWUHATO UCNOb30BaTb 65 coeanHeHni (Tabanua 3).

JononnutenbHoi npobaemont npu paboTe c obpasuamm KOHONAM SBAAETCA Heobxogmumoe
NATUKpPATHOe pa3baBieHMe  U3B/NEKAaeMbIX COeAMHEHMW  pacTBopuTenem B npouecce
npobonoarotoBku (2 epamma obpasya skcmpazupyrom 10 muaauaumpamu ayemoHumpuna —»
1:5), 4yTO, COOTBETCTBEHHO, TPebyeT OT MaccC-CMEKTPOMETPUYECKOW CUCTEMbI AETEKTUPOBATb
KOHUEHTpauum B 5 pas HuxKe oxumaaembix. [oaobHbI apdeKT, 6e3ycqoBHO, CYLLECTBEHHO NOBANAN
Ha XapaKTePUCTUKY YYBCTBUTE/IbHOCTU MeTOAa.

Pesynbtatbl mMccnegoBaHMA MOKasann, 4to M3 65 AeNCTBYOWMX BelecTB NecTUuMAaos,
NPUHATBIX K UccnenoBaHuto, 54 moryT 6biTb AETEKTMPOBaHbI M KOJIMYECTBEHHO PacCYUTaHbl Ha
YypPOBHe HuKe uam pasHom 0,02 ppm (0,1 ppm B McxogHOM cbipbe). OcTanbHble 15% coeanHeHNUiM
XapaKkTepun3oBanncb Mb6o 6osiee BbICOKMM YPOBHEM AeTeKTMpoBaHusa ( > 0,1 ppm) unum xe 6bian
BOB/eYeHbl B 3GGEKT MATPUYHOrO BAUAHUA, KOTOPbIM MNPOABAANCA B BUAE YCUNEHUA WM

11



nogasneHnAa MCKOMbIX XpOMaTOI'pad)W—IeCKI/IX NMNKOB B npocbmne, 4YTO, COOTBETCTBEHHO, BbIPa*XanoCb

B HeOA4HO3HAYHOCTU NI HEBO3MOXHOCTU UX le,EHTVId)VIKaLIIMVI.

Kak npumep, Ha pucyHKe 7 npeacTaBieHbl CNEeKTPbl KOMMOHEHTA X/I0poHe6 (A), KoTopblii
3N110UpPYeTCA OAHOBPEMEHHO C MaTPUYHbIM NMUKOM TepreHa (B), KOTopblit B cBOIO oyepesb MMeeT
NPaKTUYECKU CXOXKUI cnekTp. Hannume noaobHbIX MHTEPDEPUPYIOLLNX KOMMNOHEHTOB B MaTPUYHOM
¢doHe 3a4acTyto AenaeT HEBO3MOXKHbIM AETEKTUPOBAHWE COeANHEHUI N0 Hanbonee MHTEHCUBHbIM
W, Kasanocb 6bl, ONTMMaZbHbIM MOHAM, KOTOPble 3a4aCTyi0 MOXHO BCTPETUTb B INTEPATYPHbIX

MCTOYHUKaAX.

Puc. 7. CpaBHEHME CMEKTPOB AENCTBYIOLLErO BeLecTBa XOpoHeb (A) M cnekTp maTpuyHoro ¢GpoHa
(B) Haxoasweroca B «cynepnosnumMm» ¢ NMKOM BELLLECTBA X/IOPOHED.

Cnekmp cmaHdapma delicmsyrouiezo seulecmad XAopoHeb

Temporary spectrum. Ret. time 5.993..6.031 min

30E+4
1910
2.5E+4 @
20644
=
T 15644
|5
1.0E+4 -
0.SE+4 —
252.0
40 60 80 100 120 140 160 180 200 220 240 260 280

Cnekmp mepneHda (Mampuua), Komopsil HAX0UMCA 6 «Cynepno3ulyuU» ¢ 6eUecmeom XAopoHeb

30EH4- p—_—
Bll
56.9
2.5E+4 - T i 2—|—06'2
192.2
5 20E+4-
E
§ 15E+4 -
1.0E+4 -
0.5E+4 -
D 1 1 1 1
40 60 80 100 120 140 160 180 200 220 240 260 280
Ha pucyHKe HuMKe npeactaBfieH cayvyalh KOHTAMWMHALMKW MOHA 2eKCaxsa10paH ¢ maccoi 219
JanbToH.
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Puc. 8. Cnyqaﬁ KOHTaMUWHaUMN NOHA FreKCax/10paH C MNOHOM MaTpULLbl.

Cannb_pest_calibr / Matrix_Cannb_0.2_SCAN

= Total Ion Chromatogram
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2.0E+5

1.5E45
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810

830

Time, min

KoHTamMHaLmsa MoHa ¢
maccon 219 [la coeguHeHna
a-BHC

400
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200 |

Intensity

100
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= Temporary spectrum. Ret, time 7.952..7.977 min
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TonbKo geTanbHasa NpopaboTKa CNEKTPOB NO3BOAET cAeNaTb BbiIbOp ONTUMAIbHbIX MOHOB
ANA PerncTpaumMm UCKOMbIX COEAUHEHWUI, NPU 3TOM 3a4acTylo KepTByA B KaKOW-TO CTEMeHu U

4yBCTBUTE/IbHOCTbIO MHCTPYMEHTA/IbHOIO MeToda.

Puc. 9. MaTpuyHoe BAMAHWE TETParngpoKaHHabMHONA HA AETEKTUPOBAHUE LLENEBbIX COEANHEHUN.
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Ewé oaHOM NpUYMHOM HU3KOro npeaena obHapy)KeHMA HEKOTOPbIX COeAMHEHUN TaKKe
MOMKET ABNATbCA MX CNOCOBOHOCTb K Aerpagauumm, Aaxke npu KoMHaTHOM TemnepaTtype. Hanpumep,
Haned perpagupyetr A0 coeAuHeHus Ouxaopghoc  AarKe nNpU  KOMHATHOM TemnepaTtype,
cnefoBaTesibHO, TakuMe necTuumabl  MHOTA@ aHa/AU3MPYHOTCA BMECTEe U KOJIMYECTBEHHO
onpeaenseTca TONbKO No MUKy Ouxsao0pgoc.

BcriomozamenbHebili anzopumm nocm-obpabomru 0aHHbix Flexible SIM.

JKCNepMMeHTbl C KOMMNAEKCHOM MaTpuLen npeanonaratoT 40BObHO KPonoTaAmneyto paboTy
€ Noabopom UHAMBMAYANBHOIO (3KCKAKO3MBHOIO) MOHA ANA KaXKAO0ro LeneBoro KoMnoHeHTa. Kak
y»e 6blN0 paHHee NpeAcTaB/ieHO Ha PUCYHKaxX 7, 8 1 9, MaTPUUHbIN GOH NPUBOAUT K UCKAKEHUIO
YPOBHS CUrHana LE/IeBOr0 aHaauTa Ha KBaApyno/ibHbIX CUCTEMAX AAXKe B Pexume cenekumm
BblAENIE€HHbIX MOHOB. [03TOMY HE3aMEHMMbIM MOMOLLHMKOM A5 SKCNepTa B npouecce pa3paboTku
3KCMepMMEeHTaNbHOIO MeToda ABAAETCA WMHHOBALMOHHLIN anroputmM MnocT-o6paboTKM [aHHbIX
«Flexible SIM». AnropuTm No3BOANSAET 3KCNEPTY BblIOMPATb MAKCMMAIbHO YUCTbIN PACYETHBIN MOH

ANA BbINONHEHMA KOJIMYECTBEHHOTO aHaIN3a YxKe nocne cbopa Macc-CNEKTPOMETPUYECKUX SAHHBIX,
yTO nNpeacTaBaeHo Ha pucyHke 10. B yactHocTu, anroputm «Flexible SIM» aBTomaTuyeckn cTpouT
KanMbpoBOYHbIE 3aBMCMMOCTU ONs BCEX AETEKTUPOBAHHbLIX MOHOB, KOTOpble OblaM yKasaHbl B
MEeTOoA€e HE3aBUCUMO OT UX POSIN B MeToAe (KONIMYECTBEHHbIN MOH UM NoaTBep:Kaatowmin). Takum
obpasom, 3KcnepT Noay4yaeT BO3MOMKHOCTb MEPEKNYATbCA C OAHOr0 MOHA Ha Apyron ana
CaMOCTOATENIbHOMO aHaM3a YNCTOTbl MOHHOTO NUKa ANA Pa3/IMYHbIX TUNOB MaTpuL,. Ha pucyHke 11
NnpeAcTaB/ieHbl MaTPUYHble KAAMOPOBKM COEOUMHEHUIN AMA3WMHOH, METUA MapaTMOH M Kymadoc,
NonyyYeHHble B pe3ynbTaTe paboTbl c anroputmom «Flexible SIM».

Puc. 10. MpumeHeHne anroputma «Flexible SIM» ana noct-o6paboTKM AaHHbIX Ha Npumepe
BeLLecTBa anxnopooc (KoHueHTpauma 0,05 ppm).
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Puc. 11. MaTpuyHble KanMBPOBKM COeAMHEHNIN AMA3UHOH, METUA NAapaTUOH U Kymadoc, NoNyYeHHble B pe3ynbTaTe paboTbl ¢ anroputmom «Flexible SIM».
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Anpobayua memoda meépooghasHoli IKcmpakyuu «8 06véme»
C uenbto onTMmmM3aumm metoga NpobonoaroToOBKN, CHUMKEHUA 3aTPAYMBAEMOrO BPEMEHU U
pPacxoAHbIX MaTepnanos, 6bIN0 NPeaNoKEHO TaKKe anpobupoBaTb BOSMOMXKHOCTb MCNONb30BaHMA
OAHOPA30BbIX MUMNET-KAPTPUANKEN ANA OYMCTKM IKCTPAKTa «B 06bEME». MMPUHUMN IKCTPaKuMK
3aKknto4vaeTca B pasmeweHnn 500 mkn obpasua Ha obpawéHHo-dpasHOM copbeHTe, adpdeKTUBHOM
nepemeLLMBaHNM 3a CYET BO3AYLIHOMO TOKa Yepe3 copbeHT 1 nocneaytowem cbope nccnegyemon
annKBOTbl BO (JIaKoOH aBTocamnnepa xpomaTorpada. lpeummywectsBom nogobHoro cnocoba
OUYUCTKU ABNAETCA CKOPOCTb BbiNosHeHUA (30-60 cekyHA), a TakKe MUHUMabHble TpeboBaHUA K
KonuyecTtsy obpasua (ot 250 go 500 mkn). Mpoueaypa O4MCTKM NpeacTaB/ieHa Ha pUcyHKe 12,

Puc. 12. Mpoueaypa 0O4MCTKM IKCTPAKTA C NOMOLLLIO TBEPAO0DA3HOM IKCTPAKLUMM B 06BEME.
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v
MpedsapumenvHbili sakcmpakm

1. Knaccuyeckana ctagusa QUEChERS, ¢ 04MCTKOM NepBUYHO-BTOPUYHbBIM
amunHocopbeHTom Bondesil-PSA + rpadputnsmposaHHas caxa

®UHaNbHBbIN KCTPAKT

OKpaweHHbIl copbeHm
Kapmpuox a nocsne aKCmpaxkyuu

2. CTagus [ono/IHUTENbHOM OYUCTKM SKCTPaKTa B 06béme
(c nomoubo NUNeT-KapTpuaxKen)

Pe3synbTaTbl McCCNeAoOBaHMA MOKa3anAW, YTO [AaHHbIM BWA, OYUCTKM HEeOOCTaTOYeH Aann
OETEKTMPOBAHUA COEAVHEHWM Ha YPOBHE CNedoBblX KoauMyecTB. B yacTHOCTM, Ha pucyHKke 13
npeacTaB/ieHbl Cly4an MHTEPdEPEHL MM MACC-CNEKTPAbHbIX NMUKOB LENEBbIX COeAMHEHUIA nocne
OYMCTKM SKCTPAKTA NUNET-KAPTPUAKAMM U NOCNE Knaccuieckon TBEpaodasHOM IKCTPaKLMK.



Puc. 13. CpaBHeHMe CTENEHN OUYNCTKM IKCTPAKTA Ha NPUMEpPE AETEKTUPOBAHUSA LeNIEBbIX NOHOB.
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1. XpomaTo-macc-cnekTpomeTpuyecKkas cuctema Maactpo-aMC nossonsaeTr

AETEKTUPOBATb PAL COeAMHEHWNIN ANA KOHTPOIA UX OCTAaTOYHbIX KOIMYecTB B 06pasLLax KOHOMIM Ha
ypoHe HuxKe 0,02 ppm.

2. KoppeKkTHaa HacTpoiKa MeToda CKaHUMPOBAHUA C YY4ETOM C/IOMKHOCTU MaTPUUHOrO
$OHa, a TaKKe NCNONb30BaHME IKCKAIO3MBHbIX LLENIEBLIX MOHOB B pexkmme SIM no3sonaeT 4ocTuratb
HeobXo04MMOro YPOBHA [AETEKTUPOBAHMA COrNacHO TPeOOBAHMAM pPas/IMYHLIX PEryANpPYOLMX
OpPraHoOB KOHTPOAA.

3. Hanbonee onTMmanbHasa o4MCTKA 3KCTPaKTa Oblia NoNyYeHa ¢ NOMOLLbIO KOMMJ/IEKCa
ABYX MeTO4,0B NPO60NOAroTOBKM, B YaCTHOCTU, KNACCUYECKOTr0 MeTOoAa IKCTPAKLMN OPraHUYeCcKmx
Bewects QUEChERS ¢ nocneaytoweit BTopon ctaguei TBEpA0DA3HON OYNMCTKM aLLETOHUTPUNBHOIO
3KCTpaKTa.

4, Tem He mMeHee MellatoWmne KOMMNOHEHTbI MaTPULLbl HE MO3BOANAM AETEKTUPOBATH
HECKONbKO COeAMHEHUM Ha HU3KMX YPOBHAX MX KOHUeHTpauui (< 500 ppb). B yacTHOCTW, Takune
CoeaMHEHWUA, KaK SHAPUH KETOH, 6udeHTpuH (puc. 9), umdayTpuH, umnepmeTpuH. MNpegnonaraercs,
4yTO ANA UX OETEeKTUPOBaHMA TpebyeTca Hosee CNoXKHaa MeTogMKa NpobonoaroToBKWU, KOTopas
6bl TaKXe BbICOKOKOHLLEHTPMPOBAHHOIO  KOMMOHEHTA
TeTparmpokaHHabuHona.

nossoaunna NUCKTHO4YNTD BANAHUE

B uenom, ctouT 3ameTuTb, YTO WMCMONb30BaHME MNOA0OHOro KOMMJIEKCHOro nogxoda K
MYNbTUKOMMOHEHTHOMY aHa/IM3y OCTaTOYHbIX KO/NMYECTB MNeCcTULMAO0B, KOTOPbIA TPaAULMOHHO
NPUMEHSETCA K 0DObIYHbIM CE/IbCKOXO3AMCTBEHHbIM Ky/IbTypam, MO3BOJIUT NPOBOAUTb CKPUHWUHT
NPUCYTCTBUA COEAMHEHUI KaK TpebyembIX COrnacHO HOPMaTMBaM, TaK U HE BKAIOYEHHbIX B CMUCOK,
KOTOpble MOTYT OCTaTbCs HE3aMeUYEeHHbIMU B XO04,e KOHTPO/IA U B NOCNEACTBME BbIATU HA PO3HUYHBbIN
PbIHOK B cocTaBe obpasua, ecnu He byayT NPUHMMATbLCA NOAO06HblIE KOMMNAEKCHble MOAXOAbl
TECTUPOBAHMUSA.
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B 3aKkntoueHMe OTMETUM, 4TO paboTa NpeanonaraeT CBOE NPOAO/IKEHME KaK B HANPaBAeHUN
noucka 6onee ontMmanbHoro cnocoba o4MCTKM Npobbl, TaK U BblgeneHnsa 6onee oNTUMANbHbIX
PEXKMMOB PerncTpaLmm Lenesbix MOHOB Ha GOHE 3arpyKeHHON M KOMNAEKCHON MaTpULbl.
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