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AHanu3s nonMuMKnuYeckKux
apoMaTuuyecKuXx yrnesogopoaoB

B nouse ¢ npumeHexHmem Agilent Bond
Elut BXXX ¢ OJ1

Metoanuyeckaa nHdopmauuma

JdKonoruyeckuit KOHTpPonb

AHHOTauMA

PaspaboTaHa 1 aTTecToBaHa AnA onpeAerneHna WecTHaauaT1 NoMUMKINYeckux apo-
matuyeckux yrnesogopozos ([MAY) B nouse MeToAuKa Ha OCHOBE BbICOKO3(hheKTHB-
HOM xuakocTHoi xpomatorpadpuu (BIXX) ¢ chnyopecueHtHbIM aeTektopom (OJ10).
AHanuaupyemblie [1AY Bkntoyatot HachtanuH (Nap), aueHacbtuneH (Acy), aueHadteH
(Ace), dnyopeH (Flu), dheHaHTpeH (Phe), antpaueH (Ant), nyopanten (FIn), nupen
(Pyr), 1.2-6en3a[alaHTtpauen (BaA), xpuseH (Chr), 6eHso[e]nupeH (BeP), 6eHso[e]aue-
HadtuneH (BaA), 6en3o[k]cdnyopaHten (BkF), amb6enso[a,h]aHtpaueH (DahA),
6eH30[g,h.ilnepunen (Bghi)P n unaexo[1,2,3-cd]nupeH (InP). MeTtoanka ncnonb3ayet
npo6onoArotoBKy ¢ ucnonb3oBaHuem npoueaypbl QUEChERS («6bicTpoy, «npoctoy,
«3KOHOMUYHOY, «3h(heKTUBHOY, KHaZeXKHO» U «6e3onacHo») And aHanu3a ocTaTOUYHbIX
KONMMYecTB MHOTUX BELLECTB, CO31aHHO Ha OCHOBe 0(hULMaNbHOTO MeTo/a 3KCTPaK-
ummn 1 oumctkm 2007.01 Accoumauum aHanutuueckux coobiects (AOAC). Pasaenenue
onpeaenfaembIx BELLECTB NpoBoaunoch Ha konoHke Agilent ZORBAX Eclipse PAH

(4,6 x 50 mm, 1,8 MKM) nyTem rpagueHTHOrO 3MOUPOBaHNA GUHAPHOM CMEChHO aLleTo-
HUTPUN — BoOZA C NocneAyoLWUM GyopecLeHTHbIM AeTEKTUPOBaHMEM, ANA KOTOPOro
3a/JlaBanuncb COOTBETCTBYIOLLIME ANWNHbI BOMH BO36Y)KAAIOLLIETO M M3MEPAEMOTo UCTyC-
kaemoro uanydenua. HalineHHoe cosepykaHue aHanUToB HaXoAMNOCH B Aana3oHe oT
86.0 a0 99,2 % ot ucTMHHOTO NPK OTHOCMTENBHOM CTaHAapTHOM oTknoHeHun (RSD) ot
0,6 no 1,9 % ana Tpex pasnuyHbIX YpoBHE HacbllleHUA obpa3sla aHanuMTaMm.
Mpenenbl 06Hapy>XeHUA U KONMYECTBEHHOTO ONpeaeneHna CoCTaBuUIM COOTBETCTBEHHO
o1 0,005 a0 0,78 n o1 0,02 5o 1,6 Hr/T.

Agilent Technologies



Beepenue

Monuapomatnyeckue yrnesoAopoabl UNK NONULMKNUYECKNE
apomatuyeckue yrnesogopoapl ([AY) asnaiotca apomatnye-
CKUMMU BELLLECTBAMU C KOHAEHCUPOBAHHbLIMM LIMKNIaMK, KOTO-
pble KnaccuguUMUpyroTca No YUCNY YIMepoaHbIX LUMKIOB,

a Tak>Xe Mo KaHUeporeHHoMy AeicTunio. bu- n Tpuuuknuye-
ckue MAY He KaHLIepOreHHbl, a HEKOTopble U3 TeTpa-, NeHTa-

u rekcaumknuyeckux MAY kaHueporeHHbl. TeTpauuknuyeckue
MAY xpuaeH u 6eH3o[a]aHTpaLieH, neHTaumknuyeckue MAY
6eH3o[a]nupeH, 6eH3o[b]dnyopaHTeH, 6eHso[k]dnyopaHteH

u anbeHso[a,h]aHTpaueH u rekcaumknuyeckuin MAY mHae-
Ho(1,2,3-cd)nupeH aBnatotca kaHueporeHHbiMu MAY. Cpeam
MAY Hanbonee BbIpa>XkeHHbIMU KaHLIEPOTeHHbIMU CBOWCTBAMM
o6nasaet 6eH3o[a]nupeH [1]. AreHTCTBO N0 OXpaHe OKpYyXalo-
weit cpeabl CLUA (EPA) u EBpocotos knaccudmumpytot Lwect-
Haauatb 13 Takux MAY kak onacHble coeauHeHua [2]. B uenom
MAY asnatotca NUNOGUNbHBIMU COEAMHEHUAMM, IEMOHCTPU-
PYIOLLMMU BbICOKOE CPO/ACTBO K OPraHMYecKUMm BeLliecTeam,

U UX onpejeneHue B Noyse Bceraa Tpebyer NpUMeHeHua
3(PHEKTUBHBIX 3KCTPAKLIMOHHbBIX METOAMNK, YTO6bI U3BNEYL ITU
CUNbHO copbupytolLMecs 3arpAsHAIOLLIME BELLIECTBA M3 MOYBbI
[3]. bbin uccnepoBaH paa MeTOAMK 3KCTpakLmMK Ana npo6o-
noAroToBkM 06pasLIOB MOYBbI (3KCTPAKLMA MO MeToay
Cokcnerta, XXnakocTb — XMAKOCTHaA akcTpakuma u TOJ) bbina
HeobXxoAMMa CTaAMA BbiNapuBaHUaA, YTO NPUBOAMIIO K NOTEPAM
UNU 3aHUXKeHuo coaepxanua netyumux MAY, Takux kak HadTa-
nuH [4].

Metoa AOAC QuUEChERS wupoko npumeHsnca npu aHanuse
necTMuMaoB B Npo6ax nuLieBbIX NPOAYKTOB CO BpEMEHH €ro
pa3pabotku ydeHbiMu MuHKUCTEPCTBA CENbCKOTO X03AMCTBA
CLUA (USDA) [5]. HenaBHo 3ta MeToAMKa pacnpocTpaHuiach

Ha HoBble 0611aCTU NPMMEHEHUA, MOMUMO UccriejoBaHuA bes-
0NacHOCTU MULLEBbIX MPOAYKTOB. B Lenom oHa Bkntoyaer ABa
OCHOBHbIX 3Tana: 3KCTPaKLMK U OYUCTKY C MOMOLLLbIO AUCTEp-
cuoHHoii TOJ. B Heili ucnonbayetca ogHOCTaAMAHAA 3KCTpakK-
umA ¢ nomoLpto 3abycepeHHOro aLeToHUTpUNIa ¢ 04HOBpe-
MEHHbIM BbiCariMBaHMEM BO/bl U3 BOAHOIN Npo6bl C NOMOLLbH
6e3sojHoro cynbgara marina (MgS0,), uto6bi BbI3BaTh pas-
ZeneHue xuakux ¢as. Mocne ot6opa anukBoTbl U3 OpraHUye-
CKOF0 CrnoA ANA AanbHeiilleid 04UCTKU OCYLLIECTBNAIOT AUCnep-
CUOHHYI0 TBepaodhasHyto akcTpakumio (AT®3) ¢ ucnonb3osa-
HMeM coyeTaHua copbeHTa Ha OCHOBE MEPBUYHO-BTOPUYHOTO
amuHa ([1BA) ana otaeneHnA opraHMYeckux KUCNoT OT Apyrux
KOMMOHeHTOB 1 6essoaHoro cynbara marina MgS0,

C LieNTbl0 CHUXKEHWA 0CTAaTOYHOTO KONMUYECTBa BOAbI B 3KCTpak-
1e. Moryt go6aBnatbca u apyrue copbeHTbl, Takue Kak rpacu-
TMpoBaHHaA caxa (GCB), yTo6bl yAanuTb NMIMEHTbI U CTEPUH,
unu C18, utobbl yaanuTb Xupbl U BOCKK.

B naHHO MeToanyYeckoi MHopMaLumn NpeacTaBneHbl ceeje-
HuA 0 meToae aHanusa MAY B cnesoBbiX KONUYecTBax

¢ ucnonb3oBaHnem metoga BIXKX ¢ donyopecueHTHbIM AeTek-
tuposaHuem (®J1[1). Metoamkm Ha ocHoBe BIXKX npumeHumbl
ana aHanuaa AY, 1ak kak aetekTupoBaHue no YO-nornotie-
HUI0 U (hNyopecLIEHTHOE AeTeKTUpOoBaHue obecneynBalot
MOBbILLIEHHYIO CENEKTUBHOCTb N0 CPABHEHWIO C APYrMMU MeTo-
AMKamm, Takumu Kak X ¢ nnameHHo-MoHN3aLUMOHHbIM AeTek-
Topom [6]. MeToa BkntoYyaeT npo6onoaArotoBKy ¢ UCNOMb30Ba-
HueM Habopa AnA akcTpakuum ¢ 6ycdepHbiMu conamu Bond
Elut AOAC (kat. Ne 5982-5755) n Habopa AnA AMcnepcMoHHoi
TO3 coaepxaluux xupHble Belectsa npob Bond Elut AOAC
¢ npobupkamu Ha 15 mn (kat. N2 5982-5158). Xumuyeckue
cTpykTypbl [AY, 3aeiicTBOBaHHbIX B JaHHOM UCCeA0BaHuMm,
npueeaeHbl Ha puc. 1.

AueHadteH  AueHadTunex AHTpaueH

benso[k]cdhnyopanten Xpusen

[n6ensola, h]aHTpaueH OnyopaHTeH

oo coo oo oY oe

Benso[alaHTpaueH

Nu6enso[g.h,ilnepunen

OO

OeHaHTpeH

Benso[alnupen Benso[b]cdhnyopanten

Hadranuu Mupex

OnyopeH Nupewo[1,2,3-c,d]nupen

Puc. 1.

Xumuyeckue CMpyKmypbl nosiuyuKiiu4eckux apomamu4eckux yeneeobopo()os, uCNob308aHHbIX 8 UCCIIE008aHUU



3Kcnepumemanbuaﬂ 4yacTtb

PeareHtbl M pacTBoputenu

Bce peareHTbl xapakTepu3oBanuch CTeneHbH YNCTOTbI «YUCTbIN
Ana aHanusay unn «ana B3XXX». Auetonutpun (CH,CN) U TTAY
6binu npuobpeteHbl y komnaHuu Sigma-Aldrich (Cenr-Jlyuc, wrar
Muccypu, CLLUA). icnonbayeman Boaa 6bina nonyyeHa Ha cucte-
me Milli-Q (Munchopa, Maccauycerc, CLUA). MoasuxkHasa chasa
dunbTpoBanach yepes membpaHHbii punstp Whatman (amna-
meTtp: 47 mm, pasmep nop: 2 MKm).

CranpapTHble pacTBOpbI

MartouHble ctaHaapTHble pacTtBopbl (1 Mr/mn) nonyyanu nyrem
pacteopeHua 10 mr cootsetctaytowiero MAY 8 10 mn CH,CN u
xpanunu npu —20 °C. Bce paboune pactBopbl eXKeiHEBHO NPUro-
TOBIIANK 3aHOBO NyTem nocnejosatenbHoro passeaequa CH,CN.

06opynoBaHue U Mmatepuanbl

AHanus BbINOMHANCA ¢ Ucnonb3oBaHuem cuctembl BIXKX
Agilent cepun 1200 (Agilent Technologies, Canta-Knapa,
Kanudoptua, CLLUA), 06opyaoBaHHo 6UHapHbIM HAacOCOM

u hnyopecueHTHbIM getektopom (OJ1[), ana koToporo 3aaaBa-
NUCb COOTBETCTBYIOLLME AMMHbI BOMH BO36Y>KAEHMA U UCTyCKa-
Hua (Tabn. 1). Boibop aAnuH BornH Bo36y>XKAeHUA 1 UCTycKaHWA ANA
thnyopecLeHTHOro AeTeKTMPOBaHUA OCHOBbIBANICA Ha ONTUMAJb-
HOM OTKnKKe AnA Toro unu nHoro MAY. Tak kak aueHadTneH He
thnyopecumpyer, ucnonb3osanock Aetektuposanue no Y®-norno-
wenHunto npu 230 HM. PazaeneHune coeanHeHuid 6b1no BbINOMHEHO
Ha konoHke Agilent ZORBAX Eclipse PAH (4,6 x 50 mm, 1,8 Mkm),
kat. Ne 959941-918. [laHHble o6pabaTbiBan1ch B NPOrpaMMHOM
o6ecneyenun HPLC 2D ChemStation.

JKCTpaumaA U ouMcTKa 6bInK BbINOMHEHBI C UCMONb30BAHUEM
Habopa anAa akcTparMpoBaHuAa ¢ 6ycdepHbimu conamu Agilent
Bond Elut Buffered QuEChERS AOAC, kat. Ne 5982-5755, u Ha6o-
pa ana aucnepcuonHoi TO3 Bond Elut QUEChERS AOAC, kar.
Ne 5982-5158 (Agilent Technologies).

Mapamerpbl 060pynoBaHua
Ycnosua B3XKX

Tabnuua 1. Yenosua B3)KX npu pasoenenuu [AY

Konoka Agilent ZORBAX Eclipse PAH C18 4,6 x 50 mm, 1,8 mkm
CkopocTb noTtoka 0,8 mn/mMuH
Temnepartypa konoHku 18 °C

BBoanmbiit 06bem 5 mMKkn
MoasuxHan asa A = [levoHu3upoBaHHan Boja B= CH3CN
Ipaanent Bpema (MuH) % B
60
15 60
7 90
13 100
[letekTMpoBaHme: no YO-nornouwenuto npu 230 Hm ana Acy u dnyopec-
LIEHTHOE MpPK PasfnyHbIX ATMHAX BOMH BO36Y>XAEHWA
tnyopecueHuuu (Ex) u ucnyckanua (Em) ana ocrans-
HbIX COeAUHEHN
[nuHbI BONH:
Bpema (MuH) Ex/Em

06napy>xxuBaemblie MAY
Nap, Ace, Flu, Phe, Chr
Ant, Pyr, BeP, DahA, BghiP
Fin, 1,2-BaA,BeA, BkF, InP

ANWHbI BONH (HM)
0 -5 (TeMHO-CVHME XpOMaTOrPaMMbI) 260/352
0 - 14 (KpacHble xpomarorpammbi) 260/420
0 -14 (rony6ble xpomarorpammb) 260/460

Mpo6onoaroToBka

Mpo6a nousbl 6bina otob6paHa B MECTHOM 60TaHUYECKOM cajy
B [pamcrayHe (HOAP), BbicywieHa Ha Bo3ayxe npu TeMnepary-
pe oKkpy>KatoLlel cpesbl, a 3aTeM MpoceAHa AfA AOCTUXKEHUA
0JHOPOZHOCTM.

JKcTpakuma

5 r romoreHata no4Bbl MOMELLANUCh B LEHTPUDYXKHYIO Mpo-
6upky Ha 50 mn n3 Habopa aAna akcTparupoBaHua Bond Elut
QuEChERS AQAC. K npo6am fo6aBnanu cooTBETCTBYHOLLME
pacteopbl [1AY ¢ uenbio nonyyeHnAa onTMManbHbIX pabounx
pacTBOpPOB Af1A UCCIEeA0BaHNA TOYHOCTU BOCNPOU3BEAEHUA
CO/lep>KaHWA aHanU3npyeMbixX BELLeCTB U BOCMPOM3BOAMMOCTH
peaynbTatos. 2000 mkn pacTteopa [1AY no6asnanu ko Bcem
npobam, kpome xonoctoi. Mocne atoro B npo6upky aobasna-
nv 5,0 Mn BoAbl M € UHTEHCUBHO BCTPAXMBANM B TEYEHUE

1 mun. 3atem ao6asnanu 10 mn CH,CN ¢ nocneayioumm
nobaBneHMem nakeTMpoBaHHOM conu AnAa akcTpakuum Agilent
Bond Elut QUEChERS AOAC (kart. Ne 5082-5755), coaepxa-
wien 6 r 6essoaHoro MgSQ0, u 1,5 r 6esBoaHoro auerara Hat-
pua. Mpobupku ¢ npo6amMn MHTEHCUBHO BCTPAXMUBANU BPYYHYIO
B TeyeHue 1 muH, a 3atem LeHTpudpyruposanu npu 4000
06/MUH B TeyeHune 5 MuH.

Ouucrtka ¢ nomouwbio aucnepcuontoin TOI

Anuksoty o6bemom 6,0 Mn BepXHEro aLeToHUTPUITLHOTO CIoA
nepeHocunu B npobupky ana aucnepcmoHHoin TOI3 Bond Elut
QuEChERS AOAC Ha 15 mn. B npo6upke ana TO3 coaepxa-
nocb 400 mr copbeHTa Ha OCHOBE NMEPBUYHOI0-BTOPUYHOTO
amuHa (MBA), 400 mr cop6eHta C18EC n 1200 mr 6e3BoaHOr0
cynbhara mariua MgSO0,. Mocne BcTpAxmBaHNA B TeueHme
0/HO¥ MUHYTbI Npo6upku LeHTpudyruposanu npu 4000
06/MuH B TeyeHne 5 MuH. 3aTeM anuKBoTy 3KcTpakTa o0bbe-
mMoM 4 mn dunbTpoBanu Yepes NONMBUHUNUAEH(TOPUAHDII
wnpuuesoit unbtp 0,45 mkm, nocne yero 1000 mkn akcTpak-
Ta nomeLlanu Bo cinakoH AnA aBTocamnriepa AfA aHanusa
metogom BIXKX ¢ 0J11.

‘ B3gecbTe b r romoreHata noyBbl U MOMECTUTE B LIEHTPUCDY>KHYIO Npo6upKy Ha 50 mn ‘

Y

‘ [No6asbTe B npoby 2000 mkn cmecu MAY ‘

{ o e

‘ [o6aBbTe 5 mn BoAbI ‘

iie B 1 Mun

Wu iiTe B TeueHne 1 MuH

‘ Ao6asbre 5 mn CH,CN ‘

Y

‘ [o6asbTe naketnposaHHyto conb Bond Elut QUEChERS AOAC ‘

Mepemewnsaiite B TeyeHne 1 MUH, LeHTPUYTU-

" pyiite npu 4000 06/MuH B TeueHne 5 MuH

Mepemectute anukeoty 06bemMom 5 Mn B Npo6upky ana PCUOHHON TBEPAO(D ]
akctpakumuu (TO3) Bond Elut QUEChERS Ha 15 mn

Mepemewnsaiite B Teyenne 1 MUH, LeHTpUYTU-
V pyitte npu 4000 06/MuH B TeueHne 5 MuH

‘ OrchunbTpyitte Yepes nonuBuHUNUAEHMTOPUAHDIN Wnpuuesoit dmnbtp 0,45 Mkm

Y

‘ Momectute 1 mMn akcTpakTa Bo hnakoH AnA aBTocamnnepa ‘

Y

‘ Mpo6bl rotoBbl AnA aHanu3a metoaom BIXKX ¢ OJ11 ‘

Puc. 2. bnok-cxema npoyedypsl npo6oN0020MOBKU C UCNOIIb308aHUEM

memooa AOAC QuEChERS



Pesynbratbl u 06cyxaeHune

Xpomarorpachuueckuin aHanus

Pasnenenue 16 MAY 6bino BbinonHeHo Ha konoHke Agilent ZOR-
BAX Eclipse PAH (4,6 x 50 mm, 1,8 mkMm) nytem rpaameHTHOro
3MnoupoBaHWA GUHAPHOW CMECHIO aLLETOHUTPUI — BOAA.
Xpomartorpamma cTaHAapTHOI CMecu npe/jcTaBrieHa Ha puc. 3.
Xpomatorpamma X0yi0CTOro 3KCTpakTa noyBbl Npe/jcTaBieHa Ha
puc. 4, a HanoXeHHble XpPOMaTOrpaMmbl Npobbl NMOYBbI C Nep-
BbIM ypoBHEM Ao6aBok cmecu [TAY (cm. Tabn. 3) npeacTaBneHsl
Ha puc. b.

[na o6Hapy>XeHWA U KONMYecTBeHHOro aHanusa Ana dyopec-
LIeHTHOTO AeTeKTopa 3aaBanucb pasnnyHble ANUHbI BOMH
ucnyckanua (tabn. 1), 4tobbl yuecTb pasnuyna B UHTEHCMBHOCTU
nornotweHuna ana pasHbix MAY. HanoxeHHble XxpomaTorpammbl
Ha puc. 3 1 5 AaHbl pasnUyYHbIMM LBETAMM B COOTBETCTBUU

C BbI6paHHLIMU ANIMHAMU BOMH BO36Y>KAEHUA M UCMYCKAHMA.

B xoze aHanu3sa 6binu UCMONb30BaHbI CNeAyIoLLME ANUHbI BOMH

B036Y>AeHNA/UCNYCKaHWA: TEMHO-CUHAA XpPOMaTorpamMmma:
260/352 um; kpacHaa xpomatorpamma: 260/420 Hwm; rony6an
xpomartorpamma: 260/440 Hm. B cBa3u ¢ otcyTctBMeM cnyopo-
thopa B aueHadTMneHe, ANA Hero UCMONb30BaNM AeTeKTMPOBa-
Hue no YO-nornowexuto npu 230 Hm.

Ikcrpakuma QuEChERS

Wcnonbsosanue CH;CN B kauecTtse pacteoputena ana akc-
TpakLMM B YCNOBUAX BbiCanMBaHuA 6e3 Heo6xoaAuMocTn 1o6aB-
NeHuA CoNyTCTBYIOLLMX pacTBOpUTENei MoMorno nonyyutb
BbICOKME BbIXO/bl 3KCTPAKLIMM, YTO OTPAXKEHO TOYHOCTbIO BOC-
npouaseaeHua cogepxxanuii MAY B 1abn. 4. Kpome toro, pac-
toputens CH,CN cosmectum ¢ npoueaypoit BIXKX ¢ 011,
ONMUCaHHOM B HacToALLel MeToaMYecKo uHdhopmauuu. Takum
06pa3oM, BbinapyuBaHUA UMM NOBTOPHOTO 3a/€iCTBOBaHMA pac-
TBOpPUTENA He Tpebyetca. 310 ocobeHHo BaxkHo ana MMAY, Tak
KaK HEeKOTOopble U3 3TUX CoeAnHeHwii (HadTanuH, aueHadTeH

U chnyopeH) o4eHb NeTy4n u MoryT 6bITb yTEpAHbI Ha 3Tane
Bbinapusanua [7].

CranpapTHblii pacTBop

12

14 15

Bpemsa (MuH)

Puc. 3.

HanoxeHHbie xpomamozpammbl B)KX ¢ OJ1[ cmaHoapmHoli cmecu, cooepxawel: 1. Hagpmanun 2. aueHagpmuner 3. aueHagpmeH

4. pniyopen 5. peHanmper 6. aHmpaueH 7. ghniyopaHmeH 8. nupex 9. 1,2-6eH3o(a)anmpauer 10. xpuseH 11. 6eH3o(e)nupeH

12. 6exso(e)auenagpmunen 13. 6eH3o(k)dpnyopaHmen 14. oubenso(a,h)anmpaueH 15. 6eH3o(g,h.i)nepuner 16. uHoeHo[1,2,3-cd]nupeH.
Konuenmpayusa [TAY cocmasuna 1 m2/mn. B xo0e aHanu3a 6biriu Ucnosib308aHsbl criedyowjue OnuHbl 80JTH 8030yHOeHUA/UCNYCKAHUA:
cuHaa xpomamozpamma: 260/352 Hm; kpacHaa xpomamozpamma: 260/420 Hm; 20my6aa xpomamozpamma: 260/440 Hm. B ceasu

¢ omcymcmeuem ghriyopoghopa e aueHagpmureHe, 0n1a Hezo ucnosb3oeanu 0emekmuposaHue no Y®-noznoweHuro npu 230 Hm.

Ycnoeua xpomamozpaghuyeckozo aHanu3a ykazaHbl 6 maon. 1.

6
5-
‘-

2 3-
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XonocTo# 3KCTpakT Npo6bl NOYBbLI

o
N
-~
=)

Bpewmsa (MuH)

Puc. 4.

Xpomamozpamma xonocmozo akcmpakma npobbl no4sbl. Ycrnosus XpoMamaepatﬁuquKoeo aHanu3sa ykasaHbl @ maon. 1.

[Ana nocmpoerus 6a3080l nuHUU XxpomamozpamMmsl 6biIU UCNOIb308aHbI CIE0yHOWUE ONUHbI 80ITH 8030yHOEHUA/UCNYCKaHUA:
260/352 um. lMpu opyeux ycrosuax no e036y#cO0eHuU0/UcnycKaHUo HUKakux 00nofHUMmMenbHbIX uHmepgheperyull o6Hapy#eHo He 6Obio.



JkcTpakr nouBbl ¢ nobaBneHnem pacrsopa MAY

HeusBecTHo

Bpema (MuH)

Puc. 5. HanoxeHHblie xpomamozpammbl BI)KX ¢ OJ1[] npobbi noyesi ¢ dobasneHuem cmeceli [TAY, codepxawux: 1. HagpmanuH 2. aueHagpmurneH
3. ayenadhmen 4. priyopen 5. penanmpen 6. anmpauer 7. priyopaHmeH 8. nupeH 9. 1,2-6eH3o(a)anmpauen 10. xpuseH 11. 6eH3o(e)nuper
12. 6eH3o(e)aueHadpmuneH 13. 6eHso(k)pryopanmer 14. dubeHso(a,h)anmpauen 15. 6eH3o(g,h,ijnepunen 16. undero[1,2,3-cd]nupen. [na amolii
npobbi 6binT UCNOb308aH NEPebIl yposeHb 0006asok cmecu [TAY (cm. mabn. 3). B xode aHanu3a 6biiu Ucnonb308aHsl CE0yOWUE ONTUHbI 80JTH 803-
6yx#oeHua/ucnyckaHua: cuHaa xpomamozpamma: 260/352 Hm; kpacHaa xpomamozpamma: 260/420 Hm; 20my6as xpomamozpamma: 260/440 Hm.
B ceasu ¢ omcymcemeuem gpriyopoghopa e aueHagpmurieHe, 0na Hez0 ucnonb30eanu demekmupogarue no Y@-noznoweruto npu 230 Hm. Ycnosus
Xpomamozpaghuyecko20 aHanu3sa ykasaHbl 8 maon. 1.

JNuneiiHocTb, Npeaen o6Hapy>xenua (LOD)
M npeaen KonuyecTBeHHoro onpeaenexua (LOQ)

Mpepenbi 06Hapy>XeHNA U KONIMYECTBEHHOIO
onpepenexlns

Mpeaenbl 06Hapy>KeHUA U KONMMYECTBEHHOTO ONpeaerieHuna
onpeAenanyu UCXoaa U3 KOHLEHTpaLMK cyrnbgoHamMuaoB,
o6ecneymnBaloLLieil cooTHolleHne «curHan — wym» 3 u 10
COO0TBETCTBEHHO. B Tabn. 2 npuBeAeHbl perpeccMoHHble ypas-
HeHuA, KoaPULMEHTbI KOpPenAaLMmM U camu npeaenbl 06Ha-
PY>XEHWA U KONUYECTBEHHOTO ONpe/eneHua.

JluneitHoctb

JIuHeiHble KanubpPoBOYHbIe KpUBbIe BbINM NONYYEHbI NyTEM
nocTpoeHus rpadpuka 3aBMCUMOCTM NNOLLLAAM NUKA ANA KaX-
Jl0T0 onpeaenAaemMoro BelllecTBa oT ero KoHueHTpauuu. Kpusble
6binu co3aaHbl nytem aobasneHua MAY k xonocTbiM pacTBo-
pam npo6 B AnanasoHe koHueHTpaumii ot 0 4o 300 Hr/T.

Tabnuua 2. JluneliHocms, npeden o6HapyxeHua (LOD) u npeden konuyecmeeHHo20 onpedenexua (LOQ) ona wecmHadyamu nonuyuknuyeckux apomMamuye-

CKUX y211€6000p0008

NAY PerpeccuonHoe ypaBHexue R? LOD Loa
Hadranun Y =0,0266x + 0,1568 0,9992 0,48 1.6

*AueHadhTuneH Y =0,0580x — 0,1323 0,9991 0,06 0.20
AueHadreH Y=0,0176 x + 0,0122 0,9995 0,12 0.41
OnyopeH Y =0,0358x — 0,1701 0,9991 0.24 0,79
(DeHaHTpeH Y =0,1097x - 0,4277 0,9994 0,07 0.22
AHTpaueH Y =0,0884x — 0,096 0,9993 018 0,60
OnyopaHTeH Y =0,0273x — 0,0069 0,9997 0,07 0,24
MupeH Y =0,0284x — 0,1041 0,9993 0,005 0.02
1,2-6eH3aHTpaueH Y =10,0120x — 0,0249 0,9994 0,78 0,26
XpuseH Y =0,0067x + 0,0165 0,9992 0,007 0.02
Benso[e]nupen Y =0,017x - 0,0252 0,9995 0,008 0,03
bens[e]aueHadtunex Y =0,1304x + 0,0727 0,9993 0,03 0,11
Benso[k]chnyopanteH Y =0,052x + 0,0165 0,9993 0,06 0,21
[un6enso[a,h]aHTpaueH Y =0,062x — 0,0346 0,9994 0.18 0.6

Benso[g,h,ijnepunen Y =0,0599x + 0,0779 0,9995 018 0,81
WuaeHo[1,2,3-c,dJnupen Y =0,0352x — 0,1588 0,9992 0,05 0,59

* Netektuposatue no YO-nornoweHuto npu 230 Hm



TouHocTb BOocCnpoun3BepeHua COﬂep)KaHMﬁ

Tabnuua 3. YpoeHu 0obasok cmecu [1AY

U BOCNPON3BOAMMOCTDb pe3ynbTatoB NAY YpoBeHb ao6aBok (Hr/r)
TouHocTb BOCNpOM3BeAEHUA CoAep KaHWA M BOCNPOU3BOAU- 1 2 3
MOCTb pe3ynbTaToB (OTHOCMTENbHOE CTaHAAPTHOE OTKIOHEHME, Hadbranun 20 100 200
RSD) oueHuBanu ana Tpex pasnuyHbIx ypoBHeii AobaBok [MAY *AuenadTunen 20 100 200
(tabn. 3). [ina ka>ka0ro ypoBHA OCYLLECTBAANK LUECTb Napan- Auevachren 10 50 100
nenbHbIx aHanusos (n = 6). B T:’iﬁl‘l. 4 npuBeseHa TOYHOCTb Onyopes 10 50 100
BOCNPOW3BEAEHUA COAepXKaHU U 3HAYEeHUA OTHOCUTENbHOTO

DeHaHTpeH 10 50 100
CTaHAapTHOTO OTKMOHEHWUA ANA WecTHaALaTU NonuumKnnye-
CKWUX apOMaTUYECKUX YITIeBO/0POAOB. Anrpauen 10 50 100

OnyopaHTeH 10 50 100
B Mupen 10 50 100

blBOﬂbl 1,2-6eH3aHTpaueH 5 20 50

[InA 04HOBpEMEHHOTo 06HApPY>KEHUA LIECTHAALATH MOMNULIMK- Xpu3eH 10 50 100
NMYECKUX apoMaTUYEeCKUX YrneBoA0pO0B B NOYBE Ha YPOBHE benso[e]nupen 5 20 50
MUNnuapaHbIX Aoneii 6bina paspabotaHa npocTan u 6bicTpan Bens[e]auenadtvnen 5 20 50
MeToAuKa onpeaeneHna 0CTaToYHbIX KONMYECTB MHOTUX Benao[k]dnyopanten 5 20 50
coeaMHeHuit, ocHoBaHHaA Ha metoAe Agilent Bond Elut [6en30(a.hjanTpaien 5 20 50
QuEChERS AOAC u metoae B3XX ¢ ®J1[. bbina aocturHyta Benaolg.h.nepuner 5 20 50

BbICOKafA TOYHOCTb BOCNpousseaeHus co,aepxaHMﬁ npu npe-

WHaeno(1,2,3-cd)nupen 5 20 50
BOCXO/AHbIX 3Ha4Y€eHNAX OTHOCUTENbHOIO CTaHAAPTHOIO OTKIO-

. Yo- 230
HEeHWUA pesynbTaToB aHann3a, YTo Mo3BONUIO CAENaTh BbIBOA Rerexruposanue no YO-normowsenwio npu 230 i

0 NMPUMEHUMOCTM AaHHOTO MEeToAa ANA KONMYecTBeHHOro
KoHTpona coaep>aHua MAY B peanbHbIx npo6ax.

Tabnuua 4. ToyHocmb 80CNPOU3BEOEHUA COOEPHAHUA U OMHOCUMESIbHbIE CmaHoapmHble omknoHeHua (RSD) ona wecmHadyamu nonuyuknuyeckux apomamu-
yeckux y2neeo0opooos & npobe noyesi (n = 6)

NMAY YposeHnb po6aBok (Hr/r) (n = 6)

1 2 3

Haiinennoe copepxanve %RSD Haiinennoe copepxanve %RSD Haiinennoe copepxanve %RSD

B % OT UCTMHHOTO B % OT UCTUHHOTO B % OT UCTMHHOTO

Hadranun 96,5 0,7 86,2 14 92,8 14
*AueHadTuneH 87,3 0.7 90,0 1.3 91,7 1,6
AueHadreH 91,0 1.8 89,2 1.1 89,7 1.4
OnyopeH 95,2 0.8 91.4 1.3 86,0 1.2
(OeHaHTpeH 93,0 1,0 94,6 0,7 98,1 09
AHTpaueH 91,9 1.1 90,0 08 97.6 0,7
OnyopaHTeH 93,5 1.7 94,7 13 87.9 15
Mupen 96,3 13 89,4 0.9 91,2 19
1,2-6eH3aHTpaLeH 92,9 1.7 878 15 92,8 0,7
XpuseH 98,0 14 924 1.2 95,8 1,0
BbeHnso[e]nupex 97,2 1.0 97.5 0,7 90,3 0.8
benso[a]aueHadtunex 93,2 0.9 93.1 0,6 98,0 0.7
benso[k]cdbnyopaHteH 941 1.1 97,6 0,7 91,4 1.1
[n6enso[a,h]aHTpaueH 89,2 1,0 99,2 1.7 90,8 1.3
Benso[g.h,ijnepunen 91,0 09 96,7 0.8 97,3 1,6
NuaeHo[1,2,3-c,d]nupeH 86,0 1.2 97.8 0.8 94,3 1.3

* Netektuposatue no YO-nornowenuto npu 230 Hm



Jlnteparypa

1.

Method 4035, Soil Screening for Polynuclear Aromatic
Hydrocarbons by Immunoassay, Test Methods for
Evaluating Solid Waste, Physical/Chemical Methods,
vols. | and Il, 3rd ed., EPA/SW-846, US Environmental
Protection Agency Washington, DC, 1995, pp. 1 —10.

F. Busetti, A. Heitz, M. Cuomo, S. Badoer, P. Traverso,
“Determination of Sixteen Polycyclic Aromatic
Hydrocarbons in Aqueous and Solid Samples from an
Italian Wastewater Treatment Plant,” J. Chromatogr. A
1102 (2006) 104 — 115.

Z. Khan, J. Troquet, C. Vachelard, “Sample Preparation
and Analytical Techniques for the Determination of
Polyaromatic Hydrocarbons in Soil,” J. Environ. Sci. Tech.
2 (2005) 275 — 286.

P. R. Kootstra, M. H. C. Straub, G. H. Stil, E. G. van der
Velde, W. Hesselink, C. C. J. Land, “Solid-Phase
Extraction of Polycyclic Aromatic Hydrocarbons from Soil
Samples,” J. Chromatogr. A 697 (1995) 123 — 129.

M. Anastassiades, S. Lehotay, “Fast and Easy Multiresidue
Method Employment Acetonitrile Extraction/Partitioning
and ‘Dispersive Solid-Phase Extraction’ for the
Determination of Pesticide Residues in Produce,” 2003, 86,
412 —431.

J. W. Henderson, Jr., W. Biazzo, W. Long, “Polycyclic
Aromatic Hydrocarbons (PAH) Separation Using ZORBAX
Eclipse PAH Columns — Analyses from Six to 24 PAHs,”
Agilent Technologies publication, 5989-7968EN.

M. J. Ramalhosa, P. Paiga, S. Morais, C. Delerue-Matos,
M. B. P. P. Oliveira,” Analysis of Polycyclic Aromatic
Hydrocarbons in Fish: Evaluation of a Quick, Easy, Cheap,
Effective, Rugged and Safe Extraction Method,” J. Sep.
Sci. 2009 32 3529 — 3538.

NononuurenoHaa uudopmauna

[ononHutenbHyto MHopMaLMo 0 NPOAYKTAX U ycnyrax
Hallleii komnaHuu cM. Ha Be6-caitte www.agilent.com/chem.



www.agilent.com/chem

Komnahnua Agilent He HeceT OTBETCTBEHHOCTH 3a BO3MOX-
Hble OLWMGKM B HACTOALLEM JOKYMEHTE, a Take 3a y6bIT-
KM, CBA3aHHbIE UMW ABNAOLLMECA CNIEACTBUEM NONYYEHNA
HACTOALLLEro JOKyMEeHTa, 03HaKOMIMEHUA C HUM U ero
MCMOMNb30BaHMUA.
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