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Ananu3 cogepXXaHna NONMLMKNNYECKUX
apomaruyeckux ymesogopopos (MAY) B
pbibe metrogom IX-MC npu nogroroske
o6pa3uos no merogy QuEChERS ¢
ucnonb30BaHuem Habopa peaktuoB Agilent
Bond Elut pna aucnepcuonnon tBepaochasHon
3KCTPaKLUK U BbICOKO3()(heKTMBHOM
I'’X-kononku DB-5ms Ultra Inert

Metoanueckaa nHcopmaums

KOHTpOJ'Ib NMULLIEBBIX MPOAYKTOB U He(*)TEXVIMM'-IeCKaﬂ MPOMbILLJTIEHHOCTb

Pesrome

B naHHOM AokymeHTe noapo6HO onucaH 6bICTpbIi 1 3thheKTUBHBINA aHaNUTUYECKMiA
MeTo/, N03BONAOLLNA ONPeAenaTb HU3KME U Crie/loBble KONMWUYECTBA NONULMKINYECKMX
apomatuyeckux yrnesogopozos (MAY) B peibe. OH MoXeT cnyxuTb anbTepHaTuBoii 6onee
CNOXHbIM MeToauKaM, Tpebytolumm 6onblue BpemeHu. YnpolueHHbid Metog QUEChERS
(Quick, Easy, Cheap, Effective, Rugged, and Safe, 10 ectb 6bIcTpblii, NPOCTONA, 610AXKETHBI,
athcpeKTUBHbIN, HaZleXHbIA M 6e30macHbIi) ¢ AUCNepCHoHHON TBepA0(a3HO 3KCTpaKLMen
(aT®3) obecneynBaet 4OCTATOYHYIO OYUCTKY MATPULIbI, COXpaHAA MPXU 3TOM BOSMOXHOCTb
o6Hapy>xeH1A ManblX KONUYECTB OMpesenaemoro BellecTsa. Ha Bbixoae U3 kanunnapHou
KOMOHKM 6bIN ycTaHOBMEH 06yBaeMblii COEAMHUTENbHbIA 3NEMEHT, 06ecrneynBatoLLmin
06paTHy0 NPOAYBKY ANA YMEHbLUEHWA 0CTAaTOYHOTO B3aUMHOTO 3arpA3HeHUA Npob 1
COKpaLLeHUA NPOAOIXUTENBHOCTM LMKNA aHanm3a.

KonoHka Agilent J&W DB-5ms Ultra Inert (Ul) 20 m x 0,18 mm, 0,18 mkm ob6ecneynna
athchektnaHoe pasaenenue 16 uenesbix MAY. Metoa I'X-MC, ocHoBaHHbI Ha peructpauum
WHAMBMAYanbHbIX MOHOB (SIM), 6bin oTkanubpoBaH Npu 3HaueHuAx KoHueHTpauuu MAY 10,
25, 50, 100, 250, 500 1 1000 Hr/mn, Y4To NO3BONMNO MOMNYYUTh OTIUYHYIO NMUHEHHOCTb Y
BOCMPOM3BOAMMOCTb. [InA onpeseneHua cTeneHn M3BneYeHns 1cnonb3oBanuch Npobbl ¢
KoHueHTpaumeii 25, 250 u 500 Hr/mn. CteneHb u3sneyexua (sbixoa) coctasuna ot 80% Ao
139% npwu otHocutenbHom ctaHaapTHoM otknoHeHun (0CO) meHee 6%.
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BBepeHue

Pa3snuebl HedhTM NPUBOAAT K CUMbHBIM 3arPA3HEHUAM CbIPOiA HeTbIo,
B KOTOPOW COAEPKUTCA MHOXECTBO XMMUYECKUX COBAMHEHUH, K
KOTOPbIM OTHOCATCA M MONULMKNMYECKNE apoMaTUyeckiue
ymesogopoasl ([MAY). MAY npeacraenaior coboii MpoKUiA Knace
BELLIECTB, CBOWCTBA KOTOPbIX XOPOLLO U3yYeHbl, 3arpA3HEHNE 3TUMU
YITIeBO0POAaMM Bbi3bIBAET BCEMUPHYHO 03a60YEHHOCTb M3-3a
nonazgaHuA UX B NPOAYKTbI MUTaHUA U aKomornyeckux yuiep6bos. MAY
06naaatoT M3BECTHON TOKCUYHOCTBIO U B HEKOTOPBIX CRyYanx
CYMTAKOTCA KaHLIEPOreHHbIMU. 3TV BELLLECTBa YCTOYMBbI B
OKpY>KatoLLIeii cpeie U HaKanmnuMBatoTCA B XKMPOBOIA TKaHM pbIb Ha
npoTAXXeHun Beeii nuiLesoit Lienu [3]. K cyactbio Ana cneuuanuctos,
Ha JaHHbI MOMEHT HakonmneH 60NbLLOA OMbIT BNUAHWA Pas3nMBOB
HedhTM Ha Mopckux obuTaTenei 1 OKpy>KatoLLyto cpeay. ITM AaHHble
MOFYT NPUrOAUTLCA ANA UCCNEA0BAHUA NOCNEACTBUN PasNUBOB,
KOTOpbIE MOTYT BO3HUKHYTb B By /yLLIEM.

Koraa npoucxoant 60nbLUoii pasnue HeddTh, KOHTpONUpyLoLLMe
OpraHbl CTPEMATCA MUHUMU3MPOBATL PUCK BO3AEHCTBMA HA YenoBeka,
orpaHnyuTb 06MacTb pa3nuBa M YCTPaHUTb €0 UCTOYHMK, a TakxXe
Mo BO3MOXHOCTM 3aLLUMTUTb OKpYXKatoLLyto cpedy. HaumoHanbHoe
ynpaBneHue no uccrnefoBaHuio okeaHos 1 atmocdepsl (NOAA)
CLUA coBmecTHo ¢ AAMUHMCTPaLMEli N0 KOHTPOMIO 3a NpoAyKTamm
nutaHua u nekapcteamu (FDA) u apyrumu heaepanbHbivMm u
roCy/AapCTBEHHbIMU OpraHamm NPUHANYW NPaBUNa 3aKpbITUA U
MOBTOPHOIO OTKPbITUA PbIBONIOBHOTO NMPOMbICNA B MOABEPXKEHHbIX
oTpuLLaTeNbHOMY BnMAHMIO obnactax. Kak yactb npouecca
nosTopHoro otkpbiTua npombicia NOAA u FDA ycraHounu B
KayectBe 06A3aTenbHOMO Tpe6oBaHMA NpoLieAypbl NMPOBEPKM
BKMioYatoLLMe aHanua Ha cogepxxanue MAY. bbinu onpeseneHsl
YPOBHM pucka AnA BocbMy Lienesbix MAY 1 ux ankunupoBaHHbIX
TOMOIOTOB Y MPOMBICNOBBIX PbI6, YCTPULL, KPEBETOK W Kpabos.
3aj1aHHble YPOBHYW BapbUPYIOTCA OT BbICOKOTO B 233 MNH .
aHTpaLieHa/ heHaHTpeHa AnA KPeBeToK W KpaboB [0 HU3KOTO B
0,03 mnH 4. 6eH3o[a]nupeHa AnA NPOMbICHOBbIX pbib [5].

AHanua 3Tux ypoBHeil MOXeT 6bITb TPOBEAEH C UCMONb30BAHUEM
metoza kanunnapHoi [X-MC. Pasaenenue aHtpaueHa u deHaHTpeHa
MO>eT ObITb JOCTUTHYTO B PYTUHHOM aHanW3e Npu UCNONb30BaHWM
konotku Agilent J&W DB-5ms B co0TBETCTBYIOLLIMX YCTIOBUAX.
Vcnonb3oBaHue B atom cnyyae konoHku Ultra Inert o6ecneyusaer
MeHbLLee B3aMMOAEIACTBUE MeX/Y KONMOHKOW U MaTpuLien npob.

VcTopuyeckn npobonoarotoska ana Metoga NOAA 6bina oyeHb
TPYAOEMKO W BKMOYana ABe nocneaoBatenbHble CTafum
npenapaTuBHoii xpomatorpacuu. B aaHHOM Z0KyMeHTe B KayecTse
meToda ckpuHuHra MAY npeanaraetca ucnonb3oBarb MeToA
QuEChERs (6bicTpblii, npocToit, 61oaxXeTHbIA, 3th(heKTUBHBIN,
HaZeXHbI 1 6e3onacHbilif). 06b14HO NpobonoAroToBka No MeToay
NOAA 3anumaert 12-14 yacos Ha ogHy npo6y. lpu ucnonb3oBaHum
meToga QUEChERs 3a ogHy BOCbMUYacOBYH0 CMEHY MOXHO
noarotoeutb A0 60 npob [6]. IkoHOMUA BpeMeHM npu
npo6onoarotoske metogom QUEChERs oueHb Benuka u nossonser
MOBbICUTb NPOU3BOAUTENBHOCTb Nabopatopuu npu ckputuHre MAY B
MOpenpoayKTax.

Konowxka DB-bms wumpoko ucnonbayetca ana onpeaenexus MAY
ArentctBoM no oxpaHe okpyxatoweit cpeabl CLUA (US-EPA) u
o6ecneynBaeT NoAxoAALLee paspeLleHne AnA LWeCTHaALaT! LieneBbIx
MAY, uccneayembix ¢ Ucnonb3oBaHWeM faHHOro MeToaa. [ina aaHHoM
metoanku 6bina BbibpaHa BbicokoadhdhektuHaa konoHka DB-bms Ultra
Inert, 3a ee NpeumyLLeCcTBa NpU aHanu3e CneAoBbIX KOMMYECTB B
Martpuuax npob CroxHOro coctaBa Npu CoXpaHeHUN CENeKTUBHOCTH [7].
KonoHka ¢ BHyTpeHHuM anametpom 0,18 Mm unu Bbicoko3ddekTnBHaA
KOMOHKa AnA ra3oBoii Xxpomatorpadum Takxe Moxer obecneuunts Gonee
6bICTPbI aHanu3 npo6, YyeM 06bIYHO Ucnonbayeman ana [X-MC
KOMOHKa ¢ BHyTpeHHUM anametpom 0,25 mm [8-9].

Wcnonbayeman cuctema MX-MC Takxe 6bina ocHalleHa 06patHoit
npoZyBKoiA. 31a hyHKUMA NOMOraeT COKpaTUTb LMK paboTbl npubopa
nytem obpaTHoii NpoAyBKM Bomnee TAXENbIX KOMMNOHEHTOB Yepes
KnanaH ouuctku ucnaputens. [laHHaa MeToAnka nomoraet n3bexarb
ANUTENbHOTO KOHANULIMOHUPOBaHUA Mexay BBogamu npob. O6patHas
npoAyBKa UMEET AOMNONHUTENbHOE NPEUMYLLIECTBO — YBENUYEHWE
BPEMEHHbIX MHTEPBANIOB MEXAY NEepUoAaMM OYUCTKN UCTOYHMKA, YTO
JaeT BO3MOXHOCTb 3(D(HEKTUBHO OUMLLATL CUCTEMY OT KOMIOHEHTOB
npo6, okasblBatoLLMX HebnaronpuatHbIiA adhdpekr [10-11].

JkcnepuMeHTanbHaA 4Yactb

[InAa naHHOI cepum aKCnepUMeHTOB UCMOMb30BaNCA ra3oBbiil
xpomartorpad) Agilent 7890 u cuctema I'X-MC Agilent 59758,
060py0BaHHaA MHoropexxumHbiM ucnaputenem (MMI) u
aBTOMaTUYecKoli cuctemoit BBoaa npobbl Agilent 7693. Ha Bbixoze u3
KanunnAapHoii KOMOHKM BbIN yCTaHOBNEH 06/1yBaeMblil COEANHUTENbHbIN
anemeHTt, obecrneynBaroLLmMii 06paTHy0 NpoAyBKY ANA YMEeHbLUIEHNA
0CTaTOYHOrO B3aMMHOTO 3arpA3HEHNA NPob 1 coKpaLLeHua
NPOAOMKUTENbHOCTM LiMKNa aHanuaa. B tabnuue 1 npuseseHbl
Xpomarorpacuyeckue yCrnoBua BbINONHEHNA aHanu3os. B Tabnuue 2
NpuBEAEHbI PacXOAHbIE MaTepuarbl, UCMONb3yeMble B X0/e
NpoBeAEHNA IKCMEePUMEHTa.

Tabnuya 1.  Xpomamoepagudeckue ycriosus

rX-mca cucrema X Agilent 7890/TX-MC Agilent 5975B

lpo6oot6opHMK aBTOMaTuyeckan cucrema Boga npobbi Agilent 7693,
wnpuu 5,0 Mkn (katanoxHblii Homep 5181-1273)

06ayBaemblit Purged Ultimate Union (katanoxHblii Homep G3186-60580)

COE/ANHUTENbHbIA 3NEMEHT

["a3-HocuTenb renuii, NoCToAHHbIA notok 1,7 Mn/MuH

Pectpukrop [NleakTMBMpOBaHHanA keapuiesaa Tpy6ka 0,7 m x 0,15 Mm

Brok ynpasnetua nocTofHHoe Aasnenue 3,8 psi

NHeBMaTUKoii 1

MHoropexxumHblii 0,5 mn, 6e3 pasaenexua notoka; 320 °C,

ucnaputens npoayBoYHbIi notok 50 Mn/muH B Teyenne 0,8 MuH
rasoc6eperatoLunii pexxum 30 Mn/mMuH B TeyeHue 2 MUH

KonoHka Agilent J&W DB-5msUI 20 m x 0,18 mm, 0,18 mkm
(katanoxHblii Homep 122-5522U1)

Tepmocrar 50 °C (0,4 mun), 25 °C/muH go 195 °C (1,5 mun),

8 °C/muH po 265 °C, 20 °C/mun ao 315 °C (1,25 muH)

7 muH npu 315 °C, npoaysoyHoe aasneue 70 psi,
BXO/HOE AaBneHve 2 psi Bo BpemA 06paTHoii NpojyBKu

06patHaa npoayska
10 OKOHYAHUM

MCa nepexoaHan nunua 340 °C, ncrounmnk 340 °C,
kBagpynonb 150 °C



Tabnuya 2 PacxodHble Mamepuarbl, ucnosnb3yemble 8 xo0e akcnepuMeHma

(OnakoHbl U3 TEMHOTO CTEKNa C BEpXHel pe3bOoit
(kaTanoxHblit Homep 5183-2072)

CWHVE HAaBMHYMBAIOLLMECA KPbILLKY
(katanoxHbiit Homep 5182-0717)

100 mn, cTeKno ¢ NonMMepPHbIM 0CHOBAHUEM
(kaTanoxHblit Homep 5181-8872)

5 mMKn (katanoxHolii Homep 5181-1273)

YcoBeplUeHCTBOBaHHaA 3eneHan
(kaTanoxHblit Homep 5183-4759)

[leaKTMBMPOBAHHbIW, ABOIHOI KOHYCHOCTH, CNMPanbHbIii
naiiHep (karanoxHolit Homep G5188-5398)

KOpOTKME, BHYTpeHHHiA anametp 0,4;
85/15 Vespel/rpachur (katanoxHsiii Homep 5181-3323)

BHyTpeHHaA raiika (katanoxHbii Homep G2855-20530)

(OnakoHblI:
Kpbiwwku ana dnakoHos:
Bknazabiwn Ana thnakoHos:

LUnpuy;
Cenra:

JNaiiHepbl ucnaputens:
06XnMHbIe BTYNKM:

OUTMHIM ynpaBnAemoro
[NlaBNeHnem TpoitHuKa:
CoeanHuTenbHble MydTbl
06/yBaemMoro

anemeHTa:

20-KpaTHblii yBENUYUTEND:

CoeaunutensHble Mydbl SilTite, BHyTpEHHMIA Anametp
0,25 Mm (katanoxHsii Homep 5188-5361)

20-kpaTHOE YBENMYMTENbHOE CTEKNO
(kaTanoxHblit Homep 430-1020)

PeareHtbl U pacTBoputenu

Bce peareHTbl n pacTBOpUTENM MMENU CTEMEHD YUCTOTHI, MPUTOAHYIO
nna B3XX, unu crenetb unctotbl Ultra Resi. [Mpu aHanuse
ucnonb3osanca auetoHutpun (ACN) ot Honeywell (Muskegon, M),
a auetoH — ot VWR International (West Chester, PA).
Vlcnonb3oBaHHbIN 16-KOMMOHEHTHbIW CTaHAapTHBbIN 06pasely

MAY 6bin nonyyeH ot Agilent (katanoxHbiii Homep 8500-6035).

PaCTBOPbI U CTaHpapTbl

VicxoaHblii cranpaptHbiii pacteop MAY (502 mkr/mn,

16 nonMuUMKNMYecKMX apoMaTMyeckux yrmesoaopoos) bbin
pa3baBrneH B aLeTOHe C LIeMblo NoMyYeHnA pacTBopoB AnA
no6asneHua K uccneayembiM npobam ¢ koHueHtpauuei 0,5;1;

5; 10 n 50 mkr/mn. [InA noAroToBKK KanmbpoBOYHbIX KPUBbIX
UCMOMb30BaNoCh pasBeeHune yKasaHHbIX CTaHAaPTHbIX PacTBOPOB B
XONOCTOM 9KCTPaKTe MaTpuLbl B COOTBETCTBYHOLLIEN MPOMOPLIAK.

Mpo6onoparoroBka

KpacHbIiA 30M0TUCTbIN OKyHb, MCMONb3YEMbIiA ANA NonyyeHus npob,
6bIn NpuobpeteH B MecTHoM 6akaneiiHoii naske. Pbiba bbina
paspy6rieHa Ha He6onbLuKe Ky6uUKK 1 3amMopakuBanach npu
temnepatype —80 °C B TeyeHue Houw. [Mocne atoro npo6bl Hbiny
TLLATeNbHO U3MenbYeHbl 0 MOMyYeHua 0AHOPOAHON Macchl.

[na akcTpakuum 06pasiios 6bin Bbi6paH Metoa QUECHERS ¢
nocneaytoLLel 04UCTKON AUCNepCUOHHOI TBepaothasHO
akctpakumeit [5]. Ha puc. 1 npoueaypa npo6onoAroToBku
npe/acTasreHa B BUze 6rok-Cxembl.

Mpo6bl, coaepxatume 3,0 rpamma pbibbl, 6binK B3BELLEHbI U
MOMELLIEHbI B LIEHTPUAYKHbIe Npobupku. KoHTponbHbie npobbl
cozepxanu HeobxoMMOoe KOMMYECTBO CTaHAAPTHOTO pacTeopa
[MAY ana nonyyeHna KOHTPONbHbIX NPO6 ¢ KOHLEHTpaumeit 25,

250 1 500 Hr/mn. B kaxayto npo6y 6binu A06aBneHbl anuKBOTbI
12,0 Mn AenoHn3MpoBaHHOi BoAbl, U 15 mMn aueToHutpuna [na
obneryeHuna aKCTpakLmMM K Kaxaoi npobe 6bino Ao6aBneHo no Aa
KepaMnUyecKux romoreHuaatopa (katanoxHoiit Homep 5982-9313).

Mpo6bI BcTpAXMBanMCh B TeueHue 1 MUHyTbI. B kaxayto
LieHTpUdy>XHYt0 Npobupky 6bino 4o6aBneHo coAepXuMoe nakeTa
akcTparupytoweid conm Agilent Bond Elut QUEChERS (katanoxHbii
Homep 5982-6555), coaepxalueii b 1 cynbdhara mariua MgSO0, n

1,5 r xnopuaa Hatpua. 3akpbiTble NPO6UPKN BCTPAXMBANM B
nabopatopHoii menbHuue Geno Grinder ¢ yactotoit 1500 06/muH B
TeyeHne 1 munyTbl. Mpobbl LeHTpUdyrupoBany B LeHTpUdyre npu
4000 06/MuH B TeueHUe B MUHYT.

AnukBota 8 mn BepxHero cnoA 6bina nepeHeceHa B AMCMNEPCUOHHYIO
npo6upky ana xupHbix npob Agilent Bond Elut QUEChERS ana TO3
15 mn (katanoxHbit Homep 5982-5158). Mpobupky ana
ZMCNepcUoHHOI TBepA0dha3HOI 3KCTpaKLMK BCTPAXUBANU B TEYEHME
1 MuHyTbI, @ 3aTem LeHTpudyruposany npu 4000 06/muH B TeueHne
5 MUHYT A0 3aBepLUeHNA IKCTPaKLmMK npobbl. XKUAKOCTb U3
npobUpKM AMCNepcuMoHHo TBepAoasHO! IKCTPaKLMKU NEPEHOCHUITU
BO chnakoH Ana X v aHanuauposanu ¢ nomotubto [X-MC B pexume
CIM cornacHo xpomartorpachuyeckum ycroBuam, NpUBEAEHHbIM B
Tabnuue 1.

3KCTpaI'Mp0BaHHbIe alnnkKBOTbl BOAbI U aLleTOHUTpUNa 6binu
MOATOTOBMEHbI TEM e Cnocobom, YTo 1 06pa3le|, 1 ucnonb3oBanuncb
B Ka4eCTBe KOHTPO/bHbIX 3KCTPAKTOB U3 pEeaKTUBOB.

Mpouenypa akcrpakuuu Agilent Bond Elut QuEChERS pna MAY B pbibe

| Monoxwute 3 1 npo6bl (+ 0,05 r) B ueHTpUdpyxHyt0 npobupky 50 mn.

Mpu HeobxoaMMocTH o6aBbTe pacTBOP Cypporara Wi BHYTPEHHETO CTaHAapTa U
pacTBop CTaHAapTHoro o6pasua Ana KoHTpona kavectsa. Mepemeluvsaiite 1 MuHyTy.

[lo6asbTe k npobe 12 Mn AenoHU3VPOBaHHOI BOAbI M 2 KepamMUyeckux bpycka
(kaTanoxHblii Homep 5982-9313).

[o6asbte 15 Mn aueToHUTPUNa, NepemMeLLmBaiite B TeyeHue 1 MuH.

Y

[lo6aBbTe opurvHanbHyto ynakoBky coneii Ana akctpakumu Agilent Bond Elut
QuEChERS, npeanasHayeHHyto ana npob Becom 15 1 (katanoxHbiit Homep 5982-6555)

| TwarenbHo B36onTaiite B TeyeHne 1 munytbl B Geno Grinder npu 1500 06/muH.

Y

| Momectute B LeHTpudpyry 1 akctparupyite npu 4000 06/MuH B TeueHre 5 MUHYT. |

MepeHecute 8 mn croa aweToHUTpUna B NPo6UpKY ANA XUPHbIX Npob Ana
dSPE 15 mn Agilent AOAC (katanoxHblii Homep 5982-5158).

Y

lNepemelunBaiite 1 MUHYTY ¥ BHOBb MOMECTUTE B LIEHTPUCDYTY Npy
4000 06/MuH Ha 5 MuH.

Y

Ananuaupyite akctpakt metoaom MX-MC.

Puc. 1. bnok-cxema modughuyuposarHoli npoyedypbl IKcmpakyuu

Agilent Bond Elut QuEChERS 0na npo6bi pbi6b.



06cy>xpeHune pe3ynbraToB

LLlectHaauatb onpesenaembix [TAY 6binv pasaeneHbl ¢ NOMOLLbO
aHanutnyeckoit konoHku Agilent J&W DB-bmsUl 20 m x 0,18 mm,
0,18 mkm meHee yem 3a 20 muHyT. Ha puc. 2 npeacTaBneHo
pasaenenue ctaHaaptHoro pacteopa MAY 500 Hr/mn.
KonunyectseHHblit aHanua [X-MC uenesbix [TAY BbinonHanca ¢
NOMOLLbK METoAA CENEKTUBHOTO MOHHOTO MoHUTOpuHra (C/IM),
KoTOpbIiA 06ecneymnBaeT BbICOKYO YyBCTBUTENbHOCTL A0 10 Mnpa A.
ZNA BCEX aHanuToB.

B pamkax AaHHOrO MCCNea0BaHWA BbICOKONPONU3BOANTENbHARA
konoHka DB-bmsUl npoaeMoHcTpupoBana oTnMyYHyto NMHERHOCTb
1 BbICOKYIO CTerNeHb U3BNIeYeHNA BO BCEM AuanasoHe Kanu6poBKu.
IuHeiiHOCTb KOMOHKY, Onpeaenaeman 3HaueHnamm R2 KpuBoid
cTaHaapTHoro obpasua MAY, nexana B ananasoxe 0,9988-0,9999.
3HaueHus ana kaxaoro onpeaenaemoro [AY npuseaeHbl B
Tabnuue 3. Kak BuaHoii U3 puc. 3, xopoluue nokasarenu
COOTHOLLIEHMA «CUTHaN — LyM» Gbiny nomyyeHbl Aaxe AnA
KanubpoBOYHOrO cTaHAapTa ¢ HU3kum coaepxanuem MAY. Mpeaen
KONMWUYecTBeHHOTo onpeaenexna Ana 6eHso[a]nmpena,10 mnpa 4.,
nexur sHauutenbHo Huxe gonyctumoro NOAA u FDA ypoBHa
KoHueHTpauuu B 30 mnpa 4.

Tabnuua 3. 3uaveHus R nomydeHHble @ 0aHHOM UCCned06aHUL OIA cMaH)apmos
KkonuyecmeenHol kanubposku [TAY om 10 Ha/mn do 1000 He/mn

OnpepensemMoe BeLEeCcTBO R?

Hadranun 0,9997
AueHadtunex 0,9999
AueHadptanuu 0,9999
OnyopeH 0,9999
DeHaHTpeH 0,9999
AHTpaueH 0,9999
OnyopaHTeH 0,9999
Mupex 0,9998
benso[a]aHTpaueH 0,9993
XpuseH 0,9994
benso[b]dnyopaHTteH 0,9990
benso[k]dbnyopaHTeH 0,9988
benso[a]nupex 0,9992
NHaewo[1,2,3-c,d]nupen 0,9992
[n6eHsola,h]aHTpaueH 0,9991
Benso[g,h.ilnepunen 0,9995

Paspenenne 16 MMAY ¢ nomowbto kononku Agilent J&W DB-5msUI

VIHTeHcuBHOCTD

curHana 3

130000 - 1. Hadranuu

2. AueHadtunex
120000 + 2 3. AueHaTeH
110000 5 4. Onoypen
1 5. OeHaHTpeH
100000 6. Amutpaued
90000 + 4 6 7. OnyopaHTeH
8. Mupen
80000 9. benso[alaHTpaueH
70000 10. XpuseH
B 11. benso[b]dnyopaHTteH

60000 12. benso[k]cdnyopaHTteH
50000 4 7 g 13. benso[a]nupen

40000 14. Wnaero[1,2,3-c,d]nupex

10 15. lu6enso[a,h]aHtpaueH

30000+ 9 1 12 13 1 16 16. benso[g,h.ilnepunen
20000 15

10000 4

O,MJ-»MN ool Nt A "
T e s e S T — : —
4,00 6,00 8,00 10,00 12,00 14,00 16,00 18,00 20,00
Bpewmsa
Puc. 2. Xpomamozpamma 'X-MC ona cmandapma [TAY 500 He/mn, npuzomogneHH020 8 Mampuye npob, ¢ aHanu3oM ¢ noMouwbto kanunnapHol [X-

konorku Agilent J&W DB-5msUI 20 m x 0,18 mm, 0,18 mkm (kamanoxcHbili Homep Agilent 122-5522U1). Ycnosua xpomamozpaghuyeckozo aHanusa

ykasaHbl 6 Tabnuuye 1.



VHTeHcuBHoC

Xopomee COOTHOLUEHHue KCUrHan — wymmy
npuonpepeneHnun cnepoBbixX Konnyecrts

Tb

CurHana

1500
1400
1300
1200
1100
1000
900+
800
700
600
500
400
300

1. benso[b]cdnyopaHTteH
2. benso[k]dnyopaHTteH
3. beHnso[alnupen

Puc. 3.

16,00
Bpewmsa

benso[a]nupen
S/N=126

YeenuyeHHoe u306pa)f(eHue XpomamozpamMmbl Kanuﬁpoeaqueo

cmaroapma [1AY 10 He/mn 0na 6eH3o[aJnupeHo8o20 nuka,

Nn0020Mo8/IeHH020 8 Mampuuye np06, C aHarnu3om e KanUl'lﬂFlpHOL?

kornorke Agilent J&W DB-5msUI (kamanoxcHbili Homep 122-5522U1).
Ycnosua xpomamozpaghudeckozo aHanusa ykasaHbl 6 Tabnuye 1.

Mpouecc akcTpakumm ¢ nomoLbio metoga QUEChERS, ¢ nocneaytoweit
AMCTepCUOHHOM TBepA0tha3HON 3KCTpaKLMeld, Nokasan CBOi
athchektmHoCTb B coxpaHeHuu [TAY B npobe pbibbl ¢ fo6aBkoi
cTaHAapTHOro 06pasiia M 04YUCTKE MaTpuLbl Npo6 ANA nocneayroLLlero
aHanusa [X-MC. Ha puc. 4 nokasaHo pa3aeneHue 3KCTparupoBaHHbIX
MAY B npo6e pbi6bl ¢ A06aBKOI CTaHAApTHOrO 06pasLia, NoNy4eHHoe

¢ nomoLubto Konowku DB-bms Ul.

CreneHb n3BneyeHua onpeaenanach Npyu cneayloLMX KOHLEHTpaLMAX
MAY: 25, 250 n 500 Hr/mn. 3HayeHue cTeneHn U3BNEYEHUA AnA
kaxxaoro onpeaenaemoro MAY npuseaenb! B Tabnuue 4. C
ucnonb3oBaHuem konoHku DB-5ms Ul 6binu nonyyeHbl xopoluue
[ZmanasoHbl cteneHeit nssnedenns (ot 80% ao 139%) n sHaueHwil
0CO ana scex ucnonbayembix MAY.

FX-MC (CIM) xpomatorpamma XonocToro aKcTpakra o6pasua KpacHOro 3010TUCTOr0 OKYHA
B CpaBHEHMM ¢ MeveHoi npoboii nocne akcTpakuuu metogom Agilent Bond Elut QuEChERS
M nocnegyrowen gucnepcmoHHom teepaota3Hol akcTpakuuen

NHTeHcuBHOCTD
curHana 1. Hadranuu
- 2. AueHadtunen

6000 3 3. AueHadteH

5500 — 4. OnoypeH
5. OeHaHTpeH

5000 2 6. AnTtpaueH

4500 7. OnyopaHTeH

1 4 8. TMupeH

4000 + 9. benso[a]aHTpaueH
10. XpuseH

3500 11. benso[b]dnyopaHteH

3000 — 12. benso[k]dnyopaHten
13. beHso[a]nupeH

2500 + 78 14. Nnpeno[1,2,3-c,d]nupen
15. In6ensola,h]aHtpaueH

2000 10 116 16. benso[g,h.ilnepunen

1500 S 1112 13 15 95 MNpAa A., 060raleHHbIN

1000 —J LL M n 3KCTPaKT NPo6bi pbibbI

500 t k -
0 » d XonocTtoi akcTpakT npo6bl poi6bl
——— Y777
4,00 6,00 8,00 10,00 12,00 14,00 16,00 18,00 20,00
Bpemsa

Puc. 4.

X-MC (CVIM) xpomamozpamma xornocmozo akcmpakma npobbl pbibbl U 3kcmpakmbl npob pbibbl ¢ 0o6askoli 25 He/mMn cmaHdapmHo20 0bpa3sya,

aHanus ¢ nomowbto kanunnapHol konoHku Agilent J&W DB-5msUl (cepulitbili Homep 122-5522Ul). Ycnosua xpomamozpaguyeckozo aHanusa
yka3aHbl 6 Tabnuye 1.



Tabnuya 4. Viseneyerue u socnpousgodumocms [TAY dna o6pasua kpacHo20 30/10mucmo20 okyHa ¢ 0o6askoli cmaHOapmHo20 o6pa3ya npu ucnosnb30eaHuu KonoHku Agilent J&W

DB-5msUI (kamanoxcbili Homep 122-5522U1)

25 Hr/mn o6oraienHaa KOHTponbHaA

250 Hr/mn oborawieHHaa KOHTponbHaa

500 Hr/mn o6orawieHHaa KOHTponbHaa

npoba npoba npoba
Onpepenaemoe BewecTso WN3eneuenne, % 0CO (n = 6) W3eneyenne, % 0CO (n=6) WN3eneuenne, % 0CO (n =6)
Hadpranun 80,35 3,29 96,77 4,23 98,64 1.88
AueHadtunen 95,28 2,30 103,36 2,80 101,02 2,21
Aueradbranut 92,28 251 101,18 2,87 100,69 2,34
OnyopeH 95,98 2,99 105,94 2,82 105,00 1,28
OeHaHTpeH 100,51 3,46 104,93 2.1 103,25 1,70
AnTpaueH 107,38 351 105,95 345 105,38 174
OnyopaHTteH 113,27 387 105,76 3,33 103,64 1,81
Mupen 113,55 351 103,99 3.24 102,29 1,94
benao[a]anTpauen 129,79 34 101,45 3,91 100,61 324
XpuseH 116,75 4,01 98,55 417 95,95 5,61
benao[b]dnyopaHteH 131,20 370 98,77 4,08 98,08 3.24
benso[k]chnyopaHteH 139,45 2,52 99,13 3.98 95,31 454
benao[a]nupeH 125,30 3,68 95,33 3,89 96,82 1.80
Whaeno[1,2,3-c.d]nupen 119,51 347 94,57 3.23 93,71 2,55
Nn6ensola,hjaHtpaven 126,35 354 98,55 3,50 98,85 2,24
benao[g,h,ijnepunen 11491 493 97,30 3,37 95,63 1,83

BbiBoapi

B naHHOM J10KyMeHTe ycnelHo npoAeMOHCTPUPOBaH GbICTPbIA U
3(ppeKTUBHBIN aHANUTUYECKUIA METOZ KOHTPONA HU3KMX U CIeAO0BbIX
konuyects MMAY B npobax pbi6bl, YA0BNETBOPAKOLLMIA TEKYLLUM
Tpe6oBaHMAM 6€30MacHOCTU MULLIEBO NPOMBbILLNEHHOCTU. ITOT METo/
[IeMOHCTPUpYeT NPUMEHEHUE YNPOLLEHHOTO NoAX0Aa ANA PYTUHHOTO
KOHTpONA KayecTBa pbibbl M NpeAcTaBnAet coboii anbTepHatuy bonee
BPEMA3aTPaTHbIM 1 CMOXHbIM METOAMKaM.

Meton Agilent Bond Elut QuEChERS, ¢ nocneaytoveit
AMCNEpPCUOHHON TBepAOtha3HOM aKCTpaKLUMeid ANA XMpHBbIX Npob,
noka3san cBolo 3thheKTMBHOCTb B 0YMCTKE MaTpULibl 06pasLia,
no3BonAA U3bexarb B3aWMHOT0 BNUAHMA NPo6 M COXpaHAA Mpu 3TOM
BO3MOXHOCTb 06HApYXeHNA Marblx KonuyecTs aHanuTos. lpocToit
metoz akcTpakuuu QUEChERS nossonaet ocyectsnath 6bICTpyto
npo6onoAroToBKy, 06ecneynBan BbICOKYO MPON3BOANTENBHOCTD.
IMiobble cneabl 0CTaTOYHOTO B3aUMHOTO 3arpA3HEHNA YAanATCA
nocpeACTBOM 06paTHO! NPoZyBKK, YTO YCTpaHAET He06X0AUMOCTb B
umKne TepmMoo6paboTki M 3HAYUTENBHO COKpaLLiaeT
MPO/AOMXMTENbHOCTb aHaNM3a.

BoicokoadhdpextnHan kononka Agilent J&W DB-bms Ul noka3sana
cBoto athchekTMBHOCTL Npu aHanu3e 16 MAY B matpuLie pbibbl ¢
nocnezytoLLeid ouncTkoit matpuiibl obpasua metogom QUECHERS u
ZmcnepcuoHHoi TBepaotasHoi akcTpakumei. Kononka DB-bms

Ul nosBonAet nonyyuTb y/0BNETBOPUTENBHOE pa3peLleHue AN
YeTbIPex U3BECTHbIX KPUTUYECKUX Nap: (heHaHTPeH/ aHTpaLleH,
6eHs[a]aHTpaueH/xpuaet, 6eH3o[b]/[k]dnyopaHteH n uHaeHo
[1,2,3-c,d]nupeH/anbeHsola,h]anTpaLeH. MponssoanTenbHOCTb
konoHku DB-5ms Ul no3sonuna nonyunts 0TNUYHY0 NUHEAHOCTb
peaynbTaToB Mo BCEMy Auana3oHy UCCMeAyeMbIX KOHLEHTPALMIA.
3nayenna R? ana coeannenmii MAY Haxoaunvch B AnanasoHe
0,9988-0,9999. N3Bneyetue u Bocnponssoaumoctb bbinu 6onee 80%,
a 3HayeHue 0CO 6bino Huxe 6,0. JocTUrHYTbI C MOMOLLBIO AAHHOTO
MeTo/a npejen KonuyectseHHoro onpeaenenua 10 Mnpa 4. Ana
6eH30[a]nMpeHa 3HAYUTENbHO HUXE aKTyaNbHbIX YPOBHEN pucka.



bnaropapHocTtb

AgTopbl xoTenu 6bl nobnaroaaputb xoaH CtuseHc (Joan Stevens)
3a NOMOLLb W MOXenaHWA Npu pa3paboTke NpoLeAypbl IKCTpaKLMM
Agilent Bond Elut QuEChERS.
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