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OnpeaeneHne OCTaTOYHbIX KOIMYECTB AENCTBYHOLLMX
BeLLecTB XN10pOpraHUYecKnux nectmumaos B NIUCTbAX
3€/IEHOro 4aAa, C MCNO/Ib30BaHMEM KBaApynoJ/ibHOro
Mmacc-agetektopa «Maestro-aMS»

Konynmaee 4. A. K. 6. H., Hay4HbIli COMpPYyOHUK
omoena uccaedosaHuli u pa3pabomokx,
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Knroueseole cnosa
Fazosasn xpomamo-macc-criekmpomempus, necmuyuosi, 3eaéHoili yad, iDwell®
Time

Pe3rome

lpodeMOHCMPUPOBAHA ~ BO3MOMHOCMbL  XPOMAMO-MACC-CIeKmpomMmempuyeckoli
cucmemol Mascmpo-aMC Ha npumepe onpedeneHUs 0CMAMOYHbIX Kosau4ecma
epynnel Oelicms8yrOWUX BeWecms X/A0pop2aHUYEecKUx necmuyudos 8 /uUcCmesx
3en16H020 4YaA.



BseodeHue

B coBpemeHHbIX ycnosuaAx, Korga B cdepe obUTaHWA 4YenoBeKka MOCTOAHHO HaxoAmuTCA
MHOXECTBO XMMMUYECKUX BELLEeCTB aHTPOMOreHHOro XxapakTepa, NOTEHUWMANIbHO OMACHbIX ANA
300pPOBbA U KU3HEOEeATeNbHOCTM, obecneyeHWe HaceneHua 3KoNornyeckn 6esonacHbimu
NPOAYKTAaMW NMUTAHMA CTAHOBMUTCA OAHOM MX CaMbIX aKTyaslbHbIX 33434 B aHA/MTUYECKON XMMUWN.
Yait Tomy He ucKnodeHue. Mo pasHbIM AaHHbIM, NoTpebieHMe Yaa Ha O4HOro YesnoBeKa B rof
coctaBnaet ot 2,5 Kr (B8 AHramn) go 0,3 Kr (AmepuKa). Poccusa 3aHMMaeT 8 mecTto no uucay
notpebneHunn Yas c nokasatenem 0,6 Kr yaa B rog Ha o4HOro YyesioseKa [1].

be3ycnoBHO, TaKOM LUMPOKO PACMnpPOCTPaHEHHbIA NPOAYKT 06A3aH noaBepratbCA CTPOro
pernameHTMpPOBaHHOMY KOHTPOAIO MpeXKge, 4Yem nonactb B 4awky nokynatento. Cpeawm
nokasatenen NoAoH6HOro KOHTPO/IA OCHOBHOE MECTO 3aHMMAOT XMMUYECKMe NoKasaTenu, cpeam
KOTOPbIX YPOBEHb OCTAaTO4YHbIX KONMYECTB NECTULINAOB MMEET NPUOPUTETHOE MECTO.

HecmoTps Ha TO, YTO NPUMEHEHME NECTULMLOB CTPOrO PernameHTUPOBaHO Yepes CUCTeEMyY
rocyaapcTBEHHOM perncTpaummn, HaunMoHabHble HOPMATMBbI CTPAH-3KCMOPTEPOB Yasa MOTYT CU/IbHO
OTANYATLCA NO pAAYy NoKasaTenein. Apyrumum cnoBamm, TEXHONOTMA UCNONb30BAHUA NECTULMAO0B B
Pa3/IMYHbIX PaNOHAX BbIPaLMBAHMA Yas MOMKET KOPPEKTMPOBATbCA MPOM3BOAUTENAMM Yaa B
33aBMCMMOCTH, HaNpUMep, OT Pas3INYMA B KIMMATUYECKNX 0COBEHHOCTAX NPOM3PACTaHUA KyNbTypbl,
N TEM CaMbIM MPUCYTCTBMEM Pa3IMYHbIX BpeauTenen.

Ona ocywecTBNieHNA NpOrpamm MOHUTOPUHIA M KOHTPOAA OCTATOYHbIX KOMYECTB
NnecTMuuaoB B Yae Heobxo4MMbl BbICOKOYYBCTBUTENbHbIE AHAIMTUYECKNE CUCTEMbI, MO3BONAIOLLMNE
OEeTEKTUPOBATb M KOMIMYECTBEHHO OLUEHMBATb YPOBHM OCTATOYHbIX KOHUEHTPaUWii nectmumaos,
HUXe oPuuManbHO YCTaHOBAEHHbIX MO TpeboBaHMAM 6e3onacHoCcTU. Ha cerogHAWHUN MOMEHT
CO34aHO [0CTaTo4HO 6onblioe pa3Hoobpasve aHANUTUYECKMX MEeTOA0B AJIA MOHUTOPMHIA U
NpoBeAeHNA HAAEXKHbIX U3MEPEHUN UX YPOBHEN KOHLLEHTpauuii B Boae, Bo3ayxe u noyse. Ho,
NMOCKO/IbKY aCCOPTUMEHT NeCcTUUMAOB CEeroaHA o4YeHb BeNUK, Hanbonee apdeKTUBHbIA NOAX0A, NUX
KOHTPO/A CBA3aH C NPUMEHEHMEM MY/IbTUKOMMOHEHTHbIX METOAOB aHanM3a, KoTopble MOryT
onpenensaTb, Kak MOMHO 6onblLe coegUHEHU O4HOBPEMEHHO.

B HacToAwen cTaTbe NPOAEMOHCTPMPOBAHbI BO3MOXHOCTU BbICOKOYYBCTBUTE/IBHOFO Macc-
hetektopa Maestro-aMS ana peweHnA NOCTaB/IeHHbIX 3a4au.

IKcnepumeHmManbHaAA 4acmeo
Mamepuanei u Memoobl

Bce ncnonb3yemble B SKCNEPUMEHT peareHTbl MMenu KnaccuduKkaumio, Kak ocobo umnctble
mnn HPLC grade. CTtaHmapTbl AEWCTBYHOLIMX BELLECTB X/I0POPraHUYEeCcKUX nectuumaoB Obian
ncnosb3oBaHbl KomnaHuu Sigma-Aldrich (EPA SS TCL Pesticides Mix).

B KauecTBe 06beKTa uccnenoBaHuA 6bin BbiIbpaH moaenbHbii 06pasel, SKCTpaKTa 3eN1EHOro
Yyan, KYNJIeHHbIA B MECTHOM CynepmapKeTe M NOAroTOB/AEHHbIM NO MeTogy NPobonoAroToBKM
QUEChERS [2]. B 3KcTpaKT 3apaHee BbINOAHWAW BHECEHME cmecu 16 AeNCTBYIOWMX BeLLecTs
NecTMuuaoB ¢ KoHueHTpaumamu: 10; 50; 100 ppb.

Taba. 1. Mapamempbl UHCMPYMEHMAAbHO20 Memododd.

UHcmpymeHmapuii

’X-MC cucmema Maestro-aMS

Ucnapumens Split/Splitless (liner: Restek 4 mm x 6.3 x 78.5)
Xpomamoepaguyeckas KOMOHKA Rtx-5MS (30m x 0.25mm; 250um)




SKcnepumeHmanovHble HACMPOUKU

06vém npobei

1 mKkn

CoomHouweHue deneHus npoboi

Splitless; Purge 40 ma/muH nocne 1,2 muH

t° ucnapumens

250°C

Pexcum mokKa 2a3-Hocumernsa

Pexkum Constant flow

MpadueHm t° neyu

60°C B TeyeHue 1,25 muH;
20.0°C/muH po 180°C, yaep:kaHue 0,0 muH;
5.0°C/muH go 230°C, yaepxaHue 0,0 MUH;
25.0°C/muH o 290°C, yaepkaHue 2,0 MUH;
30.0°C/muH po 310°C, yaep:kaHue 2,0 MUH.

Tunu CKoOpoCcmb easa-HocumersnAa

(He) 1,0 mn/muH

t° uHmepgelica MC 280°C
Ycnoesua demekmuposaHus

McmoyHuK uoHU3auyuu aun (El)
t° ucmoyHuka 230°C
3adeprcka pacmeopumens 5 mnH

Pexcumel CKaHupoeaHuAa

SIM (cm. HuxKe)

Mapamemp «Dwell Time»

Pexkmum iDwell® Time

B npouecce noArotoBKM aHanMTUYeCKOro metoga Obin MCNOAb30BaH WMHHOBALMOHHbIN
aNropuTM aBTOMATUYECKOro PacyéTa ONTUMANbHOIO BPEMEHU CKAHUMPOBAHUA MOHOB ANA KaXKA0ro
nckomoro coeanHeHnus iDwell® Time.

Anroputm iDwell® Time aBTOomaTMyeckn pas3buBaeT XpomaTorpammy Ha OMTMMasibHble
BPEeMeHHble CErMeHTbl CKaHMPOBAHWUA MHANMBUAYANbHbBIX NMMKOB (pUC. 2), YTO NO3BONAET onepaTopy
BCErga UMeTb ONTMMA/IbHOE KOJIMYECTBO TOYEK AAHHbIX N5 KaXKAOW L,eneBor Maccbl B pernme
Ccenekuumn BblaeneHHbix MoHoB (SIM). Kak npepncrtaBneHo Ha pucyHKke 1, noaobHbIM noaxon
NO3BOMSET MONAYYUTb MAKCMMAZIbHO LENOCTHbIN MUK MNpaBuAbHON GOPMbI M C ONTUMANbHOM

WHTEHCUBHOCTbIO [6].

Opyrumun cnosamu, anroputm iDwell® Time nomoraer UCKAOYWUTL BO3MOMKHbIE MOTEPU
MOHOB B XOZ€ 3KCNEepPUMEHTa U TeEM CambiM A0OUTLCA MAaKCUMANbHOW YyBCTBUTENBHOCTU METOAA,

€ro CTabuUNbHOCTM, a TAK}KEe KOPPEKTHOIO aIrOPUTMa UHTErPUPOBAHNA AAHHbIX.
ANropuTM MHTErPMPOBaAH B NporpammHoe obecneyeHne Maestro-Operator.

10 Tovek/macca

MHmeHcusHocmb
HumeHcusHoCmb

Puc. 1. MpuHyun pabomel

6 Touek/Macca anzopumma iDwell® Time.

Bpewms, cex

Bpewms, cex




[pobonodzomoska
MeToa, CKpUHMHra ocTaTo4HbIX KonmyecTs nectuumnaos QUEChERS ocHoBaH Ha n3BneyYeHUU

pacTBopuTENEM AENCTBYIOLWMX BELLECTB MNeCcTUUMAOB M3 rOMOreHMsMpoBaHHOM cmecu obpasua
JINCTbEB 3€/1EHOr0 Yaa C OAHOBPEMEHHOMN OYMCTKOM IKCTPAKTA CMECbIO COJIel M MocieayloLen
naeHTUdMKaumnen, a TakKe KOJIMYECTBEHHbIM ONpeaeeHnemM C MOMOLLbIO ra30BOM XPOMATO-Macc-
CNEKTPOMETPUM.

OnAa  BblOeNEHMA MWCKOMbIX BELLECTB MNPUMEHANN 3SKCTPaAKUMIO aUETOHUTPUIOM B
cooTHoweHun 2,0 r npobbl K 10,0 mn pactBopuTena. OUYMUCTKY SKCTPAKTa OCYLLECTBAAAM COrNACHO
MEeTOANKM MOHOOBMeHHbIM copbeHTom Bondesil PSA, nocne 4ero noO/Ay4YeHHble aNMKBOTbI
nepeHocMan B BMany aBToCammiepa U UCCAeaoBanan MeTOAO0M CeNeKTUPOBAHUA BblAeNeHHbIX
noHos (SIM). Tabnaunua ueneBbix MIOHOB, COOTBETCTBYIOLLMX MCKOMbIM COEANHEHUAM, NpeacTaB/ieHa
B Tabanue 2.

Taban. 2. BpemeHa 3/1I0UPOBAHUA UCKOMDbIX INMUKOSB U napamempobl UX CKAHUpoeaHuA

Ne | [eiicTeylowee RT, min Quantifier lon Qualifier lon 1 Qualifier lon 2
BELLECTBO

1 Aldrin 13.65 262.91 262.87 328.83

2 a-BHC (a-HCH) 10.29 218.9 184.91 182.91

3 B-BHC (B-HCH) 10.84 182.9 218.88 108.97

4 Lindane 10.995 182.91 180.94 n/a

5 6-BHC (6-HCH) 11.52 218.88 180.91 182.90

6 4,4-DDD 17.80 235.02 237.03 n/a

7 4,4’-DDE 16.545 246.06 317.95 315.93

8 4,4'-DDT 18.610 237.04 235.0 n/a

9 Dieldrin 16.645 276.93 262.91 379.92

10 | a-Endosulfan 15.840 240.95 194.97 n/a

11 | B-Endosulfan 17.590 240.93 338.81 306.90

12 | Endrin 17.330 262.9 244.99 n/a

13 | Endrin ketone 19.380 344.86 249.82 n/a

14 | Heptachlor 12.715 271.81 269.81 273.77

15 | Heptachlor 14.775 352.79 354.80 262.89
exo-epoxide

16 | Methoxychlor 19.545 227.14 228.15 n/a

Pe3yabmamesi u 0b6cyxcodeHue
JluHelHocmeb
KonnuyectseHHoe onpegeneHne npoBOAWMIM  MeTOAOM  abCcontoTHOM  KanuMbpOoBKM.
KannbposoyHaa KpuBas 6blna noctpoeHa B AuanasoHe ot 10 go 1000 Hr/mn (ppb).
N36upaTenbHOCTb MCNO/Ib3YEMOrO MeTOAa MacCC-CMeKTPOMETPUM OCHOBAHA Ha TOM, 4TO
[EeTEeKTUPOBaHUE [AENCTBYIOWMX BELLECTB MNecTUuMAoB cneunduyHo ANA KaK[oro MCKOMOro
BelW,ecTBa, YTo 0OOCHOBbIBAETCA Pas3/IMMHON CTENEHbID pasAeneHMa Ha XpomaTorpaduyeckomn
KONOHKE, a TaKKe XapaKTepHoW pparmeHTaumelt MOHOB AENCTBYIOWMX BELLECTB.



Puc. 2. Macc-xpomamozpamma cmaHOapmHoli cmecu Oelicmeyrowux eewjecme necmuyudos u
npoyecc asmomamu4ecKo20 pa3bueHusa XpomamozpaMmebl HA ce2MeHmbl C MOMOWbio

anzopumma iDwell® Time.
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1. a-HCH; 2. B-HCH; 3. Lindane; 4. 6-HCH; 5. Heptachlor; 6. Aldrin; 7. Heptachlor exo-epoxide; 8. a-Endosulfan; 9. 4,4’-
DDE; 10. Dieldrin; 11. Endrin; 12. B-Endosulfan; 13. 4,4-DDD; 14. 4,4’-DDT; 15. Endrin ketone; 16. Methoxychlor

Bce 15 coegmHeHnn U3 16 nmenu KanmbpoBoYHbI KoadduumeHT = 0.998 (Tabn. 4), ToNbKO
coegmHeHue 4,4’-DDT nokasano KanmbpoBOYHbIN KoadduuneHT pasHbi 0,996.

Ta6n. 3. KanubposoyHsiii KoaghgpuyueHm (R?) dna cmecu xnopop2aHuU4ecKux necmuyudos

[JelicTBytollee BeLLECTBO R2 [JelicTeytollee BeLLECTBO R2

Aldrin 0.999 Dieldrin 0.999
o-BHC (a-HCH) 0.999 o-Endosulfan 0.999
B-BHC (B-HCH) 0.999 B-Endosulfan 0.999
Lindane 0.999 Endrin 0.999
6-BHC (6-HCH) 0.998 Endrin ketone 0.998
4,4-DDD 0.998 Heptachlor 0.998
4,4’-DDE 0.999 Heptachlor exo-epoxide 0.999
4,4’-DDT 0.996 Methoxychlor 0.998

O6cyxcoeHue pe3yabmamos

Onpe,u,eneHme OCTAaTO4YHbIX KO/IMYECTB NMeCTUULMAOB B Pa3/ZINYHLIX TUNAX YaA COMNPAXKEHO C

onpeaeneHHbIMM Npobaemamm SKCTPaKLMK, OYUCTKM M nocnegyowmm MX-MC aHannsom um3-3a
CNOXHOCTM MaTpuubl. Hannuma ¢eHoNbHbIX cOeAMHEHNI, a TaKXKe KobenHa NpoaBnaeTca B Buae
MHOTOYNCNEHHbIX UHTEPbEPEHLMIA C UICKOMbBIMW KOMNOHEHTAaMMU, YTO BblpaXKaeTca B BUAE YCUNEHUA
WA NOAABNIEHMA WUCKOMbIX XpomaTorpaduueckmx nukos B npodune, a 3TO COOTBETCTBEHHO
NPOABAAETCA B HEOAHO3HAYHOCTU NAEHTUDMKaLUN.

deHoNbHble coeaguMHeHMA cocTaBaaoT 25-35% copep’kaHmA Cyxoro BewecTsa B MOOAbIX
CBEXMX YalHbIX NMCTbAX. OHM OTBEYalOT 3a uBeT YadA, 80% M3 KOTOPbIX COCTABAAOT GNABOHO/IbHbIE
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coeguHeHus, octanbHble 20% cocTaBNAOT NPOAHTOLMAHNANHBI, GEHONbHbIE KUCNOTbl, $aBOHONbI
n dnaBoHbl. Hannune nocnegHux obycnasnmeaeT 3eNeHOBATbINA UM KENTOBATbIN LBET 3€/1eHOr0
yaa. CTouUT TakXKe OTMETUTb, YTO YalHble /INCTbA COAEpPIKAT TaKXKe MUIMeHTbl xaopodunn u
KapoTuHouAapl.

Pe3ynbTaTbl 3KCnepMmeHTa Nokasanu, 4to 11 n3 16 xnopopraHMYecKUx coeanHEHNM moryT
ObITb AETEKTMPOBAHbI Ha YPOBHE HUXXe uan pasHbiMm 10 ppb, npu 3Tom cTeneHb M3BAEYEHMUA
AENCTBYIOLMX BELLECTB NecTmMunaos metogom npobonogrotoskn QUECHhERS coctasuna ot 70 go
110%. YuuTbiBaa BbICOKMMA GOH MaTpuubl 3€1EHOr0 4ana, HEKOoTopble CoeAMHEeHWA yAanocb
[EeTEKTUPOBATb (C YYETOM BbICOKOM CTEMEHU U3B/IEYEHUA) TONIbKO Ha YpoBHe 50 ppb. B yacTHOCTH,
Ha pUCYHKe 3 npeacTaBNeHO AeTeKTMpoBaHWe coeguHeHua Dieldrin Ha ¢oHe MHTEeHCMBHbIX
MATPUYHbIX MUKOB, C HAAEXHbIM AEeTEeKTUPOBAHMEM NOATBEPKAALLMX NOHOB.

B tabnnue 4 npepncrtaBieHbl pe3ybTaTbl 3KCNEPUMEHTA, B COOTBETCTBUMU C TpebyembiMmun
HOpMaTUBaMMU Pas3INYHbIX CTpaH. [laHHble NOKa3blBaloOT, YTO MACC-CMEKTPOMETpUYECKasa cucTtema
MaacTpo-aMC B KOMNAEKCE C MYNbTUKOMMNOHEHTHbIM MeTogom nogrotoskm QUEChERS nossonser
nosy4aTb HaAEXKHble pe3ynbTaTbl M MPOBOAUTL ObICTPbIN, @ TAaKKe KaueCTBEHHbIN aHa/IN3 LWWMPOKOro
CNeKTpa AEeMCTBYIOLMX BELLECTB Kaacca XI0pOpraHMYecKnx Nectuunaos, Npu Ux o4HOBPEMEHHOM
npucyTcTBUKM B 0bpasuax yas.

Puc. 3. Mpoghune macc-xpomamozpammsl mMoodesibHO20 0b6pa3ya 3en1EHO20 4as, ¢ 8HeceHUem
delicmeyrowux eewyecme necmuyudoe 8 KoHyeHmpayuu 50 ppb.
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nOAO6HbIe IKCNEPUMEHTbI ABNAKOTCA KpaVIHe Ba*XHbIMK ANA 6b|CTpOI’O pearnpoBaHnA B

CEKTOpe I'IpOp,OBOI'IbCTBEHHOVI 6e3OI'IaCHOCTM, a TaKXe B CEe/NIbCKOM XO03ANCTBE Ana MOHUTOPWUHTIa
npaBuUAbHOTO " 6esonacHoro npumeHeHunAa cpeacTts 3aluTbl paCTeHMIz Ha BblpalWMBaeMbIX
KynbTypax, no4yBax U B NOJIyH4aeMbIX NMPOAYKTaX NMNTAaHUA.



Taban. 4. lNMpedenbl 06HApPy}ceHUA U cmeneHu u3eaevyeHus coedUHeHUA 8 IKcrepumMmeHme.

Ne | Oderictylowee | [JeTekTupyemble CreneHb MakcumanbHO JoNycTMMbIe YPOBHU, ppb

BELLECTBO KOHLEHTpaUuK, | U3BneYeHus, EC** T PR——
ppb %

1 | Aldrin <10 ppb 97% 20 ppb n/a n/a

2 | a-BHC (a-HCH) | €10 ppb 75.2 % 10 ppb** 200 ppb* n/a

3 | B-BHC (B-HCH) | <10 ppb 74% 10 ppb** 200 ppb* 50 ppb***

4 | Lindane <10 ppb 82% 10 ppb** n/a n/a

5 | 6-BHC (6-HCH) | <10 ppb 64% 10 ppb** 200 ppb* n/a

6 |4,4-DDD <10 ppb 90.5% ND 200 ppb* n/a

7 | 4,4-DDE <10 ppb 84.5% ND 200 ppb* n/a

8 |4,4-DDT <10 ppb 86% ND 200 ppb* n/a

9 | Dieldrin <50 ppb 120% n/a n/a n/a

10 | a-Endosulfan < 50ppb 112.4% 10000 ppb* | 10000 ppb* | 30000 ppb*

11 | B-Endosulfan | <100 ppb 93.05% 10000 ppb* | 10000 ppb* | 30000 ppb*

12 | Endrin <10 ppb 112% n/a n/a n/a

13 | Endrin ketone | <100ppb 107.5% n/a n/a n/a

14 | Heptachlor <50 ppb 54.4% n/a n/a n/a

15 | Heptachlor <10 ppb 99.8% n/a n/a n/a
exo-epoxide

16 | Methoxychlor | <10ppb 60.0% n/a n/a n/a

* - Report of the working group on maximum residue levels (MRLS) and MRLS in the brew [3]
** _ Comission regulation (EU) 2017/978 of 9 June 2017 [4]
**%* _ Japanese Food Chemical Research Foundation [5]

BbigoOdbi

1. BbII'IOﬂHEHHbIﬁ IKCNEPUMEHT NOKa3a/l, 4YTO XPOMaTO-MaCC-CNeEKTPOMETPHUYECKAA CUCTEMA
Maactpo-aMC oTBeYaEeT CaMblM COBPEMEHHbIM TPEOOBAHUAM NPUOOPHOIo NapKa A4N1A BbINOAHEHUS
KOMMNONEeKCHOIro aHa/1in3a OCTaTOYHbIX KONNYeCTB AEVICTBYI-OLLI,MX Beuwecrts neCctmumnaos B npoaykumnn.
|_|O}1y‘-IeHHbIe AdaHHblEe AEMOHCTPUPYIOT BbICOKYHO YyBCTBUTE/IbHOCTb N CENEKTUBHOCTb CUCTEMDI.

2. B xoae paboTbl NnpeacTtaBneH MHHOBALMOHHbIN afIfOPUTM aBTOMaTUYECKOM ONTUMM3ALLUK
napameTpoB CcKaHuMpoBaHuMa wuoHoB iDwell® Time, KoTOpbIi MOBbIWAET YYBCTBUTE/IbHOCTD,
npon3sBoanTENbHOCTb CUCTEMDLI, @ TaKXe BHOCUT AO0NOJ/IHUTEJIbHbIE y,EI,O6CTBa B MeTogun4eckyro
paboTy, CHMKaA Tem cambiM KBasMPUKaLMOHHbIe Bapbepbl U TpeboBaHUA K onepaTopy MNX-MC B
PYTUHHBIX labopaTopusx.
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