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AHanu3 nonuuUMKNUYecKmnx
apomMatMyecKux yrnesoaopoaos

B ylococe ¢ noMoLbio copbenTta pna
yCOBEpLUEHCTBOBAHHON OYUCTKHU
martpuubl Enhanced Matrix Removal

PekomeHaauum no MPUMEHEHUIO

AHanu3 nuiuesbIx MPOAYKTOB U NPOAYKTOB CEJIbCKOro X03AiCTBa,
3KONOrMYecKui KOHTpPOJb

AxHoOTaumsa

Monuuvknuyeckne apomatuyeckue yrnesogoposbl (MAY) cocToAT U3 KOHAEHCUPOBAHHbIX
6eH30MbHbIX KOTbLIEBbIX CUCTEM, KOTOpbIE YCTOMYMBBI K Aerpagaumu. OHW MoryT nonaaatb B
BO/HbIE OpraHU3Mbl B pe3yribTate HaKOMIEHUA B OKPY>KAIOLLE cpe/e Unu Npu NpurotToBreHun
MOpEnpoJyKTOB C UCMOMNb30BaHUeM AbiMa. AHanua MAY B CoXHbIX MaTpyLiax NULLEBbIX
MPOJYKTOB C BbICOKUM COZIEpXKaHUEM XXUPOB YacTo NpejcTaBnAaet npobnemy, nockorbKy
napannenbHo 3KcTparupyeMas MaTpuua 3aTpyAHAET TOUHbIA KONIMYECTBEHHbIW aHanu3 u3-3a
MoABMEHUA MOMEX U MaTpuyHoro adhchekTa, a TakxKe HakomnneHUs MaTpuLbl B aHaNUTUYECKOM
Tpakte. lMpoaykuma ana npo6onoarotosku Agilent Bond Elut QUEChERS Enhanced Matrix
Removal—Lipid (EMR—Lipid) HoBoro nokonexua ucnosnb3ytorca B AMCMEPCUOHHOI TBepA0ha3HOi
akctpakumm (ATD3I) AnA BbICOKOCENEKTMBHOW 04YMCTKM MaTpuLibl 6e3 noTepu aHanuToB. B aaHHo
pa6ote AeMoHCTpUpyeTcA achdheKTMBHOCTb JaHHOW MeToAMKM NMPo6OMNOATOTOBKY 1A onpeaeneHns
MAY B nococe. OnucbiBaeMblii MeTo/ MO3BONIAET MOMYYMTb OTIIMYHYIO TOYHOCTL (84—115%) n
npeumanoHHocTb (0CO [oTHocuTenbHoe cTaHaapTHoe oTknoHenue] = 0,5—4,4%) ana Bcex 15
coeauHeHuid [AY npu Bcex ypoBHAX KOHLIEHTPaLmK, obecneynsan ObICTPbIA, HaAEXHbIN U
3(h(heKTUBHBIN aHanM3 nNpob ¢ BbICOKMM COZEeP>KaHUEM XKUPOB.

Bsepenue

Monuuvknuyeckne apomatuyeckue yrnesogopoasl (MAY) npeactaBnatoT coboii 3arpaAsHaAoLLMe
BeLLleCTBa, MOBCEMECTHO PacnpocTpaHeHHble B OKpy>XXatoLLe Cpese, U MOryT UMeTb NeTPoreHHoe
Unu NUporeHHoe npoucxoxaeHne. OHW cocTOAT U3 aTOMOB BOJOPO/A W YINepoAa, OpraHM30BaHHbIX
B /1Ba Unu 6ornee KOHAEHCUPOBaHHbIX GEH30MbHbIX KOMeLa, U MOoryT UMeTb 3aMeLLLEHHbIE FPyMMbl,
MPUCOEANHEHHbBIE K OAHOMY MW HECKONbKKUM KonbLiam [1]. BecnokoiictBo otHocutensHo MAY
06yCroBNEHO UX YCTOMYMBOCTBIO B OKPY>KatoLLEN Cpese U TOKCUYHBIM, MyTareHHbIM 1
KaHLIeporeHHbIM BO3Je/iCTBMEM HEKOTOPbIX U3 HUX Ha MIeKonuTaloLLmx [2]. 3arpAsHeHue
MOpPENpPOAYKTOB MOXET NPOUCXOANUTb U3-3a HAKOMNEHUA KOMMOHEHTOB HEHTU B BOAHBIX pecypcax
U1 BO BPEMA NpUroToBrieHna nuwm, koraa MAY nonaaatot B nuLly U3 AbiMa B BUAE NOBOYHbIX
npoayktoB cropanua [3,4]. Moatomy kpaitHe BaxkHO, YT06bI XMMUKU-aHaNUTUKK obnasanu
HaZeXHbIMU 1 3chcheKTUBHLIMK MeTogamm 06Hapy>xeHua [TAY npu pasnuyHbIX YpoBHAX
KOHLIEHTpaLuu.

Agilent Technologies



06Hapy>etue MAY npu HU3KKUX YPOBHAX KOHLIEHTPALIMM MOXET
ocyulectenAtbeA ¢ noMoubto IX-MC (rasoBoit xpomatorpadpum — macc-
CMEKTPOMETPUM) B COYETaHUM C HAZIEXHBIM U 3chheKTUBHBIM METOAOM
npo6onoarotosky. 06LMe NpoTokorbl NPo60MoAroTOBKM BKIHOYaIOT
akcTpakumio no metoay Cokcnerta [5], aKcTpakLmio ¢ NOMOLLbO
ynbTpassyka [6] u akcTpakLmio pacTBoputenemM nog AasneHuem [7].
[Mpo6onoaroToBka MOXET COYETaTbCA C MPOLIESyPaMmn OYUCTKU, TaKUMU
Kak TBepAodasHan akcTpakuma [8] unu renb-npoHuKatoLLan
xpomartorpadpmsa [9]. Yto6b1 n36exaTb NpUMEHEHNA TPYAOEMKUX

1 BpeMA3aTpaTHbIX MeTOAMK, ObInn BBEAEHbI M YCMELLHO peanyu3oBaHbl
[12,13,14] npotokoribl, 0CHOBaHHbIe Ha 6bICTPOM, MPOCcTOM, 3thheKTUBHOM,
HaaexxHoMm n 6esonacHom metoge QUEChERS [10,11]. Mpo6onoarotoska
KpaiiHe BaxkHa AnA CNOXHbIX NP06 NULLEBbIX NPOAYKTOB, 0CO6EHHO
6oratbIx NUNUAAMK, Tak Kak napanmnenbHo sKcTparupyemas MaTpuua
oTpULIaTenbHO BNMACT Ha aHanu3, HaKannMuBancCh B aHaNUTMYECKOM TpakTe
1 cO34aBan MOMeXU U MaTpuUyHbIA 3dhchekT.

Agilent Bond Elut QUEChERS Enhanced Matrix Removal—Lipid (EMIR—
Lipid) — HoBbIi copbeHT, KoTopbIi M36UpaTENbHO YAANAET OCHOBHbIE
KNaccbl NUNMAO0B U3 3KCTPAKTOB Npo6 6e3 noTepu aHanuToB. YaaneHue
pasHOBMAHOCTE! NUNKUA0B 0COGEHHO BaXKHO ANA METOAMK, TakuxX Kak
QuEChERS, B koTopbIx napannenbHo aKcTparmpytotca 6onbLune
KOMNMYecTBa MaTpuLbl C LIeNnesbIMK BeLLiecTBamu. [Ina ouncTku npob

C BbICOKMM COAepXKaHUeM XKMpOB Ha aTarne AMCMepCUoHHOM
TBepAochasHoi akcTpakumm (aTM3) TpaaMUMOHHO MCMONb3YIOTCA COPBEHTDI
Ha ocHoBe C18 v MBA (cop6eHTbl ¢ NePBUYHO-BTOPUYHBIM aMUHOM).
0aHako 311 copbeHTbl YacTo He o6ecrneynBatoT Haanexatle 04nCTKu
npo6 U MOryT HeceneKTMBHO B3aMOAEWCTBOBATL C aHanuTamu. B aaHHoi
pa6orte uccneayerca npo6onoaroToska 1 aHanus Ha Hanuuue 15 BUA0B
MAY B nococe ¢ npumeHeHnem NpocToro 1 3cheKTUBHOrO npouecca,
KOTOpbIi 06ecneynBaet Haanexaliyto ynuctoty 6naroaapa EMR-Lipid, a
TakXe OTMNYHYI0 TOYHOCTb M BOCMPOU3BOAMMOCTbL peaynbtatos [X-MC.

JKcnepuMmeHTanbHaa 4yactb

Ananua BbinonHanu Ha X (rasoBom xpomarorpace) Agilent 7890

u MC[l (macc-cenektusHom aetektope) Agilent 5977, ocHalleHHbIX
yHUBEpCanbHbIM MHOrOpPeXXMMHbIM ucnaputenem (MMI),

¢ aBTOMaTM4ecKoii cuctemoit BBoaa npobbl Agilent 7693 u texHonoruei
KanunnApHbIX NOTOKOB AnA 06paTHOI NpoayBkK KonoHku. B Tabnuue 1
npuBeAeHbI napaMeTpbl Npu6opos, a B Tabnuue 2 — pacxoaHble
KOMMOHEHTbI U Apyroe 06opyoBaHue, MCnornb3oBaBLUMeCA B 3101 paboTe.

Ta6nuua 1. Mapametpbl cuctembl [X-MC Agilent, ucnonbayemoii ana

aHanuaa [AY
rx:
AsTocamnnep:

06bem BBOAA:
[a3-HocuTens:
la30BbIii ounbTp:

Wcnaputens:

Mpoayeka perynatopa
[ZIeNeHmnA NoToKa:

CkopocTb notoka:
[porpamma TepmocTara:

Konotka:

Pectpukrop:

O6patHan npoayBka
10 OKOHYaHMM:

[ononHutenbHoe AaBneHue:

MCL:
Pexxum:

Temnepartypa B
TPAHCMNOPTHON NUHUM:

Temnepatypa UCTOYHMKA:

Temnepatypa KBaZApynonbHOro

thunbTpa Macc:

3anepkka ana yctpaHeHua
3thcekToB pacTBoputena:

Agilent 7890B

AsTomatnyeckan cuctema Beoza npo6bi Agilent 7693,
wnpuy Ha 10,0 mxn (G4513-80220)

0,5 mkn
TefniA, NOCTOAHHBIW NOTOK

OunbTp Ana oumctku razos B [X-MC, 1/8 atoiima
[3.2 mm] (kar. Ne CP17974)

YHWBEpCanbHbIA MHOTOpeXuMHbIii ucnaputens (MMI),
pexkum ropayero Beoaa 6e3 genenua notoka, 320 °C

50 mn/muH B Teuenue 0,75 MuH
2,0 mn/MuH

70 °C B TeueHue 1 MuH, 3aTeM HarpeB €O CKOPOCTbIO
25°C/muH o 195 °C c Bblaepkoii 1,5 MuH, 3aTem
Harpes co ckopoctbio 7 °C/muH ao 315 °C

Agilent J&W DB-5ms UI,
20m 40,18 mm, 0,18 mkm (kat. Ne 121-5522U1)

[leaKTMBMPOBaHHanA KeapLesan Tpybka,
0,65 MY 0,15 mm (kar. Ne 160-7625-5)

5 muH npu 315 °C, 4,8 6ap (70 dyHTOB/KB. AtOiiM) BO
BpemsA 06paTHOI NpoayBKK

0,12 6ap (2 cpyHTa/KB. Atoiim) BO Bpema aHanuaa,
4.8 6ap (70 chyHTOB/KB. AtOVIM) BO BpemA 06paTHo
NPoAYBKM

MC/ Agilent 5977
SIM

340 °C
325°C

150 °C

3.5 MuH

Tabnuua 2. [ipyrue pacxoaHble KOMNOHEHTbI U 060pyAOBaHWe

OnakoHbl:
Kpbiwwku ana chonakoHoB:
Bknaabium ana dnakoHos:

Cenra:

06>KnMHble BTYNKH:

aitHep ncnaputens:

TexHonorma KanunnApHbIX
notokos (CFT):

Bond Elut EMR—Lipid ana aATO3:

Bond Elut Final Polish ana
Enhanced Matrix Removal—Lipid:

13 TEMHOTO CTekna ¢ BepxHeit peab6oii (kat. Ne 5190-7041)
MT®3, 9 MM, HaBuHUMBalOLLAACA KpbiLLKa (kaT. Ne 5182-0717)
crexio, 150 Mkr, ¢ nonvMepHbIM ocHosaHKeMm (kat. Ne 5183-2088)

[JonroBeyHas, aHtunpurapas, 11 mm, 50 wr/yn
(kat. N2 5183-4761)

Vespel:rpacpur, 85:15, BHyTp. avam. 0.4 mm
(kar. Ne 5181-3323), mbkue metannuueckve srynky UltiMetal
Plus (kar. Ne G3188-27501)

C O/HUM cy>XeHurem, 6e3 aenetuna notoka, Ultra Inert
(kar. N2 5190-7041)

UltiMetal Plus Ultimate Union (kar. Ne G3186-60580),
KanunnAapHbIi (utnnr CFT (kat. Homep G2855-20530)

118 npo6upke emkocTbio 15 mn (kat. Ne 5982-1010)

21 B po6upke emKkoctbro 15 mn (kat. Ne 5982-0101)

Geno/Grinder, MetyxeH, wrat Hbto-[xepey, CLUA

Llentpuchyra Centra CL3R, Thermo IEC, wrar Maccauycerc, CLUA

Mukpouentpuchyra Eppendorf, Brinkmann Instruments, Bect6epw, wrar Huto-Viopk, CLLA

Boprekcb! AnA oaHoi 1 Heckonbkux npo6upok, VWR, PaaHop, wwrar Mexcunbeatua, CLUA

Bepxnuii go3artop cpnakota, VWR, HOr Mneitndmng, wrar Hto-[>xepeu, CLUA

Munetku Eppendorf



Mpo6onoaroToBka

Jlococbk romoreHM3vpoBany 1 B3eeLLeHHble 06pa3upl (5 r) nomelLanm

B LIEHTpUCDY>XHble Npo6upku emkocTbio 50 Mr, B KoTopble Npu
Heo6xoaMMOoCTM 06aBNANM CTaHAAPTbI U U30TOMHO-MEYeHHbIe
BHyTpeHHUe cTaHaaprbl. [Jo6asnanu auetonutpun (ACN) (10 mn), n npoby
nepemeLLMBany ¢ MOMOLLb MeXaHUYEeCKOM MeLLasku B TeYeHUe ABYX
MuHyT. [po6upkm LeHTpUdyrMpoBany ¢ YacToToii BpaLLeHua

5000 06/muH B TeueHue natu MuUHYT. HagocagouHyto sxuakocTb (8 mn)
nepeHoOCUnM B LIEHTPUChYXKHYHO MpobupKy emkocTbio 15 mn,
coaepxalyto 11 copbeHta EMR—Lipid; conepxxumoe cpasy e
BCTPAXMBAM Ay1A paBHOMEPHOTO pacrpejeneHus, a 3atem
ZIOTIONTHUTENbBHO NepeMeLLMBany Ha BopTekce B TeueHue 60 cekyHa.
3areM cycneH3uio LieHTpUchyrMpoBany ¢ YacToToi BpaLLeHuaA

5000 06/MuH B TeueHre Tpex MUHYT. Bcio Hag0caa0uHyo XMAKOCTb
CLIeXMBany BO BTOPYHO NONIMPOBaHHY0 NPo6upky emkocTbio 15 mn,
conepxauiyto 2,0 r coneit (1:4 NaCl:MgS0,); conepxumoe cpasy xe
BCTPAXMBArM Ay1A paBHOMEPHOTO pacrpejeneHus, nocrne Yero
LeHTpudyrupoBanm ¢ Yactotoit BpaiueHusa 5000 06/MuH B TeueHue Tpex
MuHyT. BepxHuii cnoii auetonutpuna (ACN) nepeHocunu Bo dnakoHbl
Ana npo6 v aHanuaupoanu metogom MX-MC (puc. 1).

‘ B ueHtpudyxHyto npobupky Ha 50 Mn nomMecTiTb 5 T04HO B3BELLEHHOI M3MENbYeHHOI NPoBbl.

v

‘ [lo6aBuTb BHYTPEHHWIA CTAHAAPT W CTAaHAAPT TONbKO B KOHTPONbHbIE MPOGbI; NepemMeLLnBarb B TeyeHne 1 MuH.

¥

‘ [Mo6asutb 10 Mn auetoHuTpUna.

v

‘ 33KprTb KpblLUKOﬁ W UHTEHCMBHO C NOMOLLIb KO B TeyeHne 2 MUHYT.

v

‘ BerpaxHyTs 1 oTUeHTpudbyrmpoBatb.

¥

04HOA

8 npobupky ana ATOI EMR—Lipid.

v

‘ BetpaxHyTb 1 oTLEHTpUchyTMpoBaTh.

v

‘ lMepeHecTn Haz0Ca04HYHO XXWAKOCTb B NONMpoBaHHyto npo6upky EMR—Lipid.

v

‘ BepaxHyTb 1 oTLEHTPUChYTMpOBaT.

v

Mocne atoro 406aBuTL CTaHAAPT U BHYTPEHHWIA CTaHAAPT B XOMOCTyt0 NPoby AnA
NPUTOTOBNEHNA KaNMBPOBOYHbIX CTAaH/APTOB, COOTBETCTBYIOLLMX

‘ [po6bi rotoBb AnA aHanuaa metogom MX-MC/.

Puc. 1. Mpouecc noarotosku npo6 MAY B nococe ¢ ucnonb3oBaHnem
Agilent Bond Elut Enhanced Matrix Removal—Lipid nepes aHanuzom
metogom X-MC

PeareHTbl U XuMHueCKUe BeLLecTBa

Bce vcnonb3oBaBLuKecA peareHTbl U pacTBOPUTENY UMENU CTEMNEHD
unctotbl Ana BIXKX unu Beiwe. Auetonutpun (ACN) npuobpetanu

B komnaHuu Honeywell (Mackuron, wrat Muuuran, CLLUA), a Bogy
thmnbTpoBany ¢ nomoLubto uHTerpanbHoii cuctemsl Milli-Q komnaHum
EMD Millipore (Qapmwraar, Fepmanus). CraHaaptel [AY u BHyTpeHHME
cTaHaapTbl npuobpetanu B komnanum Ultra-Scientific B Buae pacteopos
(Hopr -KunrcrayH, wrat Poa-Aiinens, CLLIA). basosbie pactBopbl
rotoBunu ¢ KoHueHtpaumeit 100 mkr/mn B aueToHe v pa36aBnanu Bo
thnakoHax U3 TeMHOro cTekra Ania nony4yeHna paboumx cTaHAapToB.

Kanu6poBouHble KpuBble U KONNYECTBEHHbIN
aHanus

CootBeTcTBytOLLIME MATPULIAM KanMOPOBOYHbIE KPUBbIE CO3/aBaNu B
[Zvana3oHe kanu6poku, cootsetctytowem 1, 10, 25, 50, 100, 250, 500

1 1000 Hr/r. MonHyto npoueaypy Npo60onoAroToBKM NPOXOAUIU XOMNOCTbIE
npo6bi iococs, a Takxke 950 Mkn xonocToro akeTpakTa, 25 Mk pabouero
pacTtBopa cTaHgapta u 25 Mkn 6a30BbIX BHYTPEHHUX CTaHAaPTOB.
BHyTpeHHMe cTaHAapTbl 406ABNANM B OCOCH, @ B NOCHEAYHOLLEM
[n06aBnAny B KanubpoBoYHbIe CTaHAapTbl, COOTBETCTBYIOLLME MaTpULIaM,
¢ koHueHTpaumeii 100 Hr/r. Bce kanubpoBoyHbIe KPUBbIE OTIIMYalOTCA
WUCKIKOYMTENLHOMN IMHeRHOCTbIO, Npuuem RZ > 0,999 ana Bcex
coeauHeHuid. Mepea akcTpakumeii (Lwectb NoBTOPOB) B Npo6bl nococA
BBOAMIM A06aBKM CTaHAAPTOB NPy YpOBHAX KOHLeHTpaumm 25, 100

1 500 Hr/r. [InA KonmyecTBeHHOTO onpejeneHus LieNeBbIX BELLECTB
ucnonb3oBanu nporpammHoe obecneyenune Agilent MassHunter.
TouHocTb Onpeaenany nytem BbIYMCHEHUA OTKITMKOB NMpob ¢ Ao6aBkamu
OTHOCMTENbHO BHYTPEHHUX CTaHAapToB. AGCOMIOTHYIO CTENEHb
U3BNEYEHNA OMpeesany nyTeM U3MepeHua oTKIMKa aHanuTa

¢ fob6aBkaMu No kanMbpoBOoYHOI KpMBOI 6€3 NONPaBKM Ha BHYTPEHHMI
CcTaHaapr.



Pe3synbratbl 1 06cyxneHue

X 7890 u I'X-MC[ 5977 neMoHCTpUpYIOT OTANYHYIO
npou3BoANTENbHOCTL Npu aHanuseld suaos MAY 1 nATM BHYTPEHHUX
cTaHAapToB, o6ecneynBan BOCMPOM3BOANMbIE Pe3yribTaTbl HapAdy

C BbICOKOW YyBCTBUTENbHOCTbIO. Ha puc. 2 nokasaHo pasaeneHue,
nocturaemoe ana 15 Buaos MAY B konowke ana X Agilent DB-5ms Ul
C npeABapuTenbHO BBEEHHbIMU B NTOCOCH 406aBKaMM NpU YpOBHE
KoHueHTpaumm 25 Hr/r. Ha xpomaTorpamme npoeMoHCTpUpOBaHO
pasaeneHue no 6a3osoii nuHum Beex 15 suaos MAY, Heobxoammoe
AnA ToyHoro uHTerpuposahua MAY-u3omepos heHaHTpeHa,
aHTpaueHa, 6eH3[a]aHTpaueHa, xpuseHa, 6eH3o[b]dnyopaHTteHa

u 6en3o[k]dnyopaHTteHa. HekoTtopble He3HauMTENbHbIE MOMEXH,
MpUCYTCTBYIOLLIME Ha XpOMaTorpamMme, Nerko oTAenATCA oT MUKOB,
NpeACTaBNALLMX UHTEPEC.

Bbicokoii TouHOCTM M BOCMPOM3BOAMMOCTM PE3YNbTaToB YAanoch 40CTUYb
npu ypoBHax Ao6asok 25, 100 u 500 Hr/r nytem ucnonb3oaHuA
ONTUMM3NUPOBaHHOI Npoueaypbl ¢ copbeHtom EMR-Lipid. V13 anarpammbl
Ha puc. 3 BUAHO, UTo TouHocTb coctasnana 84—115% ana Bcex aHanutoB
W BCEX YPOBHEH KOHLIEHTPaLMK, C NOMNPaBKO Ha M30TOMHO-MEeYeHHbIe
BHYTPEHHUE CTaHAapTbl, PU 3TOM OTHOCUTENbHOE CTaHAApTHOE
otknoHenue (0CO) uamensanocs ot 0,5 g0 4,4% (puc. 4). Ha puc. 5
[J\aHHbIe M0 TOYHOCTM CrPYNNUPOBaHbI N0 AWana3oHam CTeneHu
uasneyeHus. /13 anarpaMmbl BUAHO, YTO AnA 6ONbLUMHCTBA COEAMHEHNUN
creneHb uasneyenua cocrasnaet 90-120%, a ana AByx coeanMHeHNH —
uytb Huxe 90% (MHao[1,2,3-cd]nmpeH u 6eH3o[g,h,ijnupen).

x10°
1.4 Homepa nukos
13 1. Hacbranuu 9. benao[b]dnyopanten
12 2. Auenadhtanuu 10. Benso[k]cpnyopaHTteH
1.1 3. OnyopeH 11. benso[b]nupen
1.0 4. OeHaHTpeH 12. Nepunex
209 5. AutpaueH 13. Vnpo[1,2,3-c,d]nupen
§ 0.8 6. Mupex 14. Inbensola,h]aHtpaueH
207 7. benso[a]anTpaueH 15. Benso[g,h,ijnupen
% 06 ) 8. XpuaeH
S05 3
04 45 6 ; 10 14
03 6 S m 131 15
0,2 I |
|
0 . S T , . L o S - \ L

4 5 6 7 8 9 10
Bpema c6opa gaHHbIX (MUH)

1M 12 13 14 15 16

17 18 19 20 21 22 23 24

Puc. 2. Xpomarorpamma X-MC (SIM) ana 15 sugos IMAY B npo6e nococa ¢ npeaaputenbHoii Jo6aBKoii 25 HI/T

® 25ng/g ™ 100ng/g 500 ng/g

Puc. 3. Pesynbtatbl no TouHoctu ana 15 suaos MAY B nococe npu
ypOBHAX KoHueHTpaumu 25 Hr/t, 100 Hr/r n 500 Hr/r

m 25ng/g ™ 100ng/g 500 ng/g

Puc. 4. PesynbTatbl no npeunanonHocty analb suaos MAY B nococe
npu ypoBHAX KoHUeHTpaumum 25 Hr/r, 100 ur/r v 500 Hr/T



25ng/g ®™ 100ng/g 500 ng/g

Yucno aHanutoB

0 - : :
<50 50-70 70-90  90-100 100-120  >120
ToyHocTb no rpynnam (%)

Puc. 5. CrpynnupoBaHHble pe3ynbTaTtbl o ToyHocTM Ana MAY B
nococe npu ypoBHAX KoHueHTpaumu 25 Hr/r, 100 Hr/r v 500 Hr/T

AG6conioTHan cTeneHb U3BneveHus coctasnana ot 62 o 98% 6es
MCMONb30BaHWUA BHYTPEHHUX CTaHAapToB (Tabnuua 3). [1Ba coeanHeHua,
unao[1,2,3-cd]JnupeH u 6eH3o[g,h,ijnupeH aaioT cTreneHb U3BNEYEHUA YyTh
Huxe 70%. C yBenmyeHnem MoneKynapHoii Maccbl abComMioTHbIE CTeneHu
uasnedyeHmna MAY ymeHbLLIAOTCA U3-3a YMEHbLLIEHMA PacTBOPUMOCTH B
auetoHutpune (ACN). 0aHako 60MbLUMHCTBO COEMHEHMIA UMEIOT
BbICOKYIO CTerneHb U3BNIeYeHus, KOTopaa Nerko KoppekTupytoTca

C MOMOLLIbIO BHYTPEHHUX cTaHAapToB. Kak nokasaHo B Tabnuue 4,
abconioTHble 3HaYeHNA CTeNeHU U3BNeYeHUA BHYTPEHHUX CTaHAapToB
TaKXe BbICOKW. HecmoTpA Ha orpaHMueHHyto pacTBOPUMOCTb

B auetoHuTpune (ACN) ator Metoa o6ecneunBaeT BbICOKYIO UK 04YEHb
BbICOKYIO CTerneHb M3BNIeYEeHUA U BbICOKYIO BOCMPOU3BOAUMOCTb
peaynbTaToB B NPo6ax NococA C BbICOKUM COAEp>XKaHUeM XKMPOB.

IvcnepcuonHas 1Bepaodha3Han IKCTpakuua
¢ ucnonb3oBaHunem copbenra EMR-Lipid

Jlococs 6bin BbiGpaH B KayecTBe penpe3eHTaTUBHON BbIGOpkK Gnaroaapa
BbICOKOMY, N0 CPaBHEHMIO C APYTUMU MOPEnpoayKTaMu, COAEPKaHMIo
upos. ONTMMU3MpoBaHHaA NpoLieAypa UMeeT HeKOTOpbIe OTKIMOHEHUA oT
t1nosoro npotokona QUEChERS, nossonatowwme ontumusmposatb
MpoLecc M BOCMONb30BaTbCA MPEMMYLLECTBAMM OYUCTKN METOA0M

ATO3 ¢ ucnonbsosaHnem copbenta EMR—Lipid. CHayana nococb
3KCTPArMpyHoT HENOCPEe/ACTBEHHO C MOMOLLbIO aLeToHUTpUna 6e3
no6aBneHnA Boabl UK aKcTpakumoHHbIx coneit QUEChERS. Mocne
LleHTpUdhyrMpoBaHMA Haao0CcaA04HanA XXUAKOCTb COCTOMUT U3 aLeTOHUTpUNa
1 HeBOMbLUOTO KonMYecTsa BoAbI U3 Npobbl. HagocaaouHyto XnakocTb
nepeHocat B npobupky EMR—Lipid ana ounctku matpuupl Metoaom
ATO3. HakoHel, Haf0caA0uHYI0 XunakocTs nocne ATM3 nepeHocAt

B MONMpoBaHHyto Npo6upky, coaepxatyio 2,0 r NaCl/MgSQ, (1:4) ana
cTUmynAauuv pasaenenua as. Mocne atoro cnoii aLeToHUTpuna
NepeHoCAT Bo (hnakoHbl ANA aHanu3a.

Tabnuua 4. A6contotHan cTeneHb U3BNeYeHMA U NPELU3UOHHOCTb
(oTHOCMTENBHOE CTaHAApPTHOE OTKNOHEHWE, %) ANA BHYTPEHHUX
cTaHaaprtos B nococe (n = 6)

No6aska 100 ur/r

CoepvuHenue N3en. 0CO, %
Hadranun-d8 87.8 1.0
AueHadranun-d10 93,3 0.8
Oenantpen-d10 94,9 0.8
Xpusen-d12 871 1.0
Mepunen-d12 86.4 3.1
CpeaHee 3HauyeHue 89,9 1.3

Tabnuua 3. NMepeyenb MAY, ucnonb3oBaBLUMXCA B JAHHOM UCCNEA0BAHUM U COOTBETCTBYIOLLME 3HAYEHUA TOYHOCTH,
abCcontoTHOI cTeneHn U3BNEYEHNA U OTHOCUTENbHOrO cTaHaapTHoro oTknoHeHua (0CO) B nococe (n = 6)

No6aBka 25 Hr/r No6aeka 100 ur/r No6aeka 500 ur/r
Coepunenue Tounocts N3en. 0CO, % Tounocts W3sn. 0CO, % Tounoctb Ni3en.  0CO, %
Hadbranun 1122 86,7 22 104.8 89,7 1,7 99,7 85,8 15
AueHadranuH 1071 90,1 18 97,6 89,9 18 97,3 90,6 0.9
OnyopeH 105,3 94.6 12 105,0 94,2 12 1046 962 09
(DeHaHTpeH 112,3 95,3 1,2 101,0 94,1 14 99,4 945 11
AHTpaueH 1031 91,6 08 98,9 90,7 13 98,3 92,6 1,0
Mupex 105,8 97,6 29 971 88,9 1.8 95,4 89,7 1,0
Benso[a]anTpaueH 1158 91,2 1,2 100,1 84,7 1,7 95,8 85,7 0.8
XpuzeH 107,2 83,6 1,0 98,2 83,2 1.9 95,4 85,4 09
benso[b]dnyopanteH 104,8 78,3 1.1 104,3 76.1 2,0 102,2 79,2 0.7
Benso[k]chnyopanTten 1041 788 18 106.,6 715 18 104,0 80,3 0.9
Benso[a]nupen 101,0 74,2 1,7 97,4 718 18 96,4 74,8 1,0
Nepunen 99,1 74,4 44 1147 76,4 3.0 1036 803 12
MHpo[1,2,3-c.d]nupen 86,7 66.1 3.0 90,0 66,2 1.9 89,1 69,1 0,6
Nn6enso[a,hlantpaueH 94,7 73.9 1.3 99,7 72,2 2,2 99,0 76,2 0.5
Benso[g.h,ijnupeH 86,4 64,7 18 84,7 62,3 2,0 85,6 66,3 0.7
CpepHee 3HaueHue 103,0 82,7 1.8 100,0 81,2 1.8 97,7 83,1 09



Kak xapaktepHo Ana npoToKosoB ycoBepLIEHCTBOBAHHON 0UYMCTKM
MaTpuLibl, JaHHbIW NoAx04 06eCneynBaeT yCoBepLIEHCTBOBaHHYIO
OYMCTKY 3@ CYeT UCTOoNb30BaHMA Npobbl 6oMnbLUEro pa3mepa, YTo, B CBOKO
ouepezb, ynyyLuaer o6LLyH0 YyBCTBUTENBHOCTb AaHHOTO MeToaa. B
TpaAuUMOHHbIX npotokonax EMR—Lipid ana aktmeauumn copbeHnta nepea
AT®I gononuutenbHo Aobasnaerca Boja. [Ana AaHHOro
ONTMMKU3UPOBaAHHOTO NPOTOKOra 6bINo ycTaHoBNEHO, YTO A06GaBneHne
BO/bl yMeHbLUano pactsopumoctb MAY 1 oTpuuatensHo BIKANMO Ha
abConioTHbIe 3HaYEeHUA CTENEHU U3BMEYEHUA HEKOTOPbIX aHanuToB. 1o
37Ol NPUYMHE HaZoCaA04HaRA XMAKOCTb NOCTe 3KCTPaKLIMKU NepeHOCHMU
HenocpeacTtBeHHo B npobupky EMR-Lipid 6e3 ao6aBneHuns Boabl, YTo
obecneunBano Haanexatllyto ouncTky ana aHanusa X-MC ¢
MOHWTOPUHIOM Bbl6paHHoro noHa (SIM). NepemelunBaHue cpasy nocne
Ao6aBneHnA Hafocaa04Ho xuakoctv B npobupku EMR-Lipid n
nonupoaHHble npobupku EMR-Lipid cnocoberByet cycneHapoBaHuto
TBEPAbIX BELLECTB U 06ecrneymBaeT MakcUMarnbHoe B3auMoZeiicTue ¢
copbeHToMm, a Takxxe npeAoTBpaLLaeT KomkoBaHue. [ina ontumanbHoii
0YMCTKM MaTpuLbl Npu ATOI MOXKHO A0MONHUTENbHO A06aBNATL BOAY, @
AnA MaKCcUMMaribHOTO MOBbILLEHMA TOYHOCTU M NPELM3UOHHOCTH
pesynbTatoB MOXHO 3¢hheKTMBHO KOPPEKTUPOBATL CTEMEHDb U3BNIEYEHUA
C MOMOLLbI0 BHYTPEHHUX CTaHAApPTOB.

Tabnuua 5. LleneBble BellecTa, BpeMa yAepXXnUBaHUA, LIENEBOW UOH
1 0603Ha4Y€eHNA BHYTPEHHMX cTaHAapToB AnAa meTtoaa [X-MC (SIM)

BbiBopgbi

B atoi1 pabote onucbiBaeTcA 6bICTPbIN U NpocToii MeToA 3 (heKTMBHOMO
KonuuectBeHHoro onpeaeneHua MAY B npo6ax nococa ¢ BbICOKUM
coZiep>KaHUEeM XXMPOB Kak NMpU BbICOKUX, TaK U NPU HU3KMUX YPOBHAX
KOHLieHTpaumn aHanuTos. [peanaraemMblii npoLecc Takoi e NpocToi,
kak 1 QUEChERS, Ho B Hem npumeHAeTcA HOBbIW COPOEHT AnA
[AMcnepcuoHHol TBepaodasHoii akctpakumm EMR—Lipid, koTopbiii
CBOAMT K MUHUMYMY NapannenbHyr aKCTPaKLMio MaTpuLbl,
MaKcUMarnbHO YBENWUMBAET CTeneHb U3BNeYeHUA U obecreunsaer
BbICOKMI YPOBEHb TOYHOCTU.

Hecmotps Ha To, 4T0 CoAepskaHuWe >XUPOB B MaTpuLiax, Takux Kak 10coChb,
MO>eT BapbupoBaTbCA B LUMPOKKX Npesenax, copbeHt Agilent Bond Elut
Enhanced Matrix Removal—Lipid yaanset Bce xwupbl, He 3aTparvsan
aHanuTbl, NpeAcTaBnAlLLMe MHTepec. [nAa MmakcMManbHO NOMHOMo
yZaneHua XupoB npu ucnonb3osaHuu EMR—Lipid Ha atane aT®3
no6asnaerca Boga. 0aHako B aTom criyyae Ao6aBneHue BOAbI
ymeHbLUaeT pactsopumocTs [MAY, uto npu noarotoske npo6 MAY
HexkenatenbHo. B ganbHeiiliem nnaHupyeTca NpoAOIXUTL
ontumuaaumio EMR—Lipid ana pasnuyHbix cnoxHbix npo6

¥ 3aay, 4to6bl pacLLMPUTL BO3MOXKHOCTU €0 MPUMEHEHUA

¢ Xpomarorpacguyeckumm cucteMamm U AeTeKTopaMm Kak HbIHELLIHETO,
TaK 1 6yAyLLEero NOKoNeHuA.

TX-MC (SIM)
Coepmnenne RT (pema

yaepxkuBauua) Lienesoit nox 3apepxka (Mc) BHyTpeHHuit craHgapr
Hadbranuu 3,89 128,0 20 Hachranuu-d8
AueHadranut 5,37 152,0 20 AueHadranuu-d10
OnyopeH 6,05 166,0 20 Auenadranuu-d10
(DeHaHTpeH 7.25 178,0 20 OeHaHTpeH-d10
AHTpaueH 7,34 178,0 20 OeHaHTpeH-d10
Mupex 10,31 202,0 20 OeHaHTpeH-d10
Benso[a]anTtpaueH 13,83 228,0 20 Xpusen-d12
Xpusen 13,93 228,0 20 Xpusen-d12
Benso[b]cbnyopaHteH 16,99 252,0 20 Mepunen-d12
Benso[k]chnyopanTten 17,08 252,0 20 Mepunen-d12
Benso[a]nupen 17,85 252,0 20 Mepunen-d12
lMepunen 18,09 252,0 20 Mepunen-d12
MNHao[1,2,3-c.d]nupen 20,72 276,0 20 Mepunen-d12
Nn6enso[a,h]aHtpauex 20,87 278,0 20 Mepunen-d12
beHso[g.h,ijnupeH 21,29 276,0 20 Mepunen-d12
BHyTpeHnHue cranpaprbl
Hadbranuu-d8 3.87 136.0 20 -
AueHadranun-d10 5,52 162,0 20 -
OenaHtpeH-d10 122 188,0 20 -
Xpusen-d12 13,86 240,0 20 -

Mepunen-d12 18,03 264,0 20 -
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HononuutenbHaa uHhopmauma

lMpeacraBneHHble AaHHbIe ABMAIOTCA CTaHAAPTHLIMK 3HaYeHuAMM. [inA
MonyyYeHUA AOMOMHUTENbHOM MHOPMaLMK 0 HaLLKMX NPOAYKTaX U
ycnyrax nocetute Hawl Be6-caiit no ajgpecy:

www.agilent.com/chem.
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