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MHOroKoMnoHEeHTHbIN aHanu3
OCTaTkoB NecTMLUAOB B aBOKaA0

¢ nomowbio Agilent Bond Elut
EMR—Lipid merogom ’X-MC-MC.

PekomeHnaauuu no MPUMEHEHUIO

AHanua npoayKToB NUTaHWUA U CENMbCKOE XO3ANCTBO

AxHoTaumsa

IMpoaykTbl ANA yCOBEpPLUEHCTBOBAHHOW OYMCTKM MaTpuLibl — yaaneHue —nunuaos (EMR—Lipid)
Bond Elut QUEChERS npousBoactea Agilent — martepuans! Ana npo6onoAroTOBKM CeAyHOLLEro
MOKOMEHWA, KOTOpble UCNOMNb3ytoTcA B yA06HOM AncnepcuoHHol TBepaodasHoii akcTpakumm (ATO3I)
ZNA BbICOKOCENEKTUBHOIO YAaneHUA MaTpuLibl 6e3 BIUAHMA Ha U3BIIEYEHME ONnpeaeNiAemMoro
BeLLlecTBa, 0C06EHHO AnA NPob ¢ BbICOKUM coaepkaHuem >upos. B aaHHOM uccneaoBaHum
nokasaHa MeToAuKa NMPUMEHEHUA 3TUX MHHOBALMOHHbIX NMPOAYKTOB ANA aHanu3a 23 NoAXOAALLMX
ana [X nectuumaos B aBokazo ¢ nomotubio MX-MC-MC. Mpoueaypa Bknovaet ussneyeHue no
metoay QUECHhERS, npusHanHomy AOAC, ¢ nocneaytoweit ATOI EMR—Lipid 1 ucnonb3osanuem
conei ana gononHutenbHoi ounctku. Mo cpasHenuto ¢ C18/MNBA u copbeHTamu Ha ocHoBe okcuAaa
unpkonua EMR—Lipid o6ecneunBaeT HaMHOro NyuLLIYH0 0YUCTKY MaTpuLbl MO BECY, NOfHOE
ckaHupoBaHue IX-MC u onpeaeneHue Bo3aeiicTBuA matpuubl. Kpome Toro, B aHanUTUYeCKuii TpakT
nonaaaeT MeHbLUe MaTpuLbl. [TonyyeHHble AaHHble TakKe AeMOHCTPUPYHOT 3HaUUTENbHO
MOBbILLIEHHYIO BOCMPOM3BOAMMOCTL 1A ornpejenaeMbix Bewects npu 6onee yem 100 BBogax no
cpasHeHuio ¢ C18/MNBA 1 B 0cobeHHOCTM € OKCHAOM LIMPKOHUA, ANA KOTOPbIX XapaKTepHbl
3HauuTenbHble 0TkNoHeHuA oTknukos. EMR—Lipid umeert Bbicokyto cenekTMBHOCTb AnA NMNWUAOB

U He 0Ka3bIBaeT OTPMLIATENIbHOTO BO3/JEICTBUA Ha BOCCTAHOBMEHME OMPeAeNAeMbIX BELLECTB.
CreneHu u3BneyeHNs onpesenfaemMbix BELLIECTB BbICOKHM, 8 TOYHOCTb — BblAatoLLancA. J1a pabota
AemoHcTpupyer, uto ATO3 EMR—Lipid noaxoaut ana npouecca QUEChERS n nossonaet
ob6ecneuutb 6bICTPYIO, HaAEXHYHO U 3chthekTUBHYIO NPo6ONOAroToBKY C Hanbonee NoONHoOM

OUMCTKOM Matpuubl Npu MHOrOKOMMNOHEHTHOM aHanuse necTtuunioB B aBokazo.

Agilent Technologies



Beepenue

AHanu3 ocTaToYHbIX KONMUYECTB NECTULIMAOB B MULLIEBbIX NPOAYKTaX —
PYTUHHBIA aHanM3 AnA MHOMMX NabopaTopuid, KOTOpble UCMOMb3YIOT
6bICTPbIiA, NPOCTONA, 610AKETHbIN, 3¢ (PEKTUBHBIN, HAAEXKHBIN U
6e3onacHbin metoa npo6onoarotoBku QUEChERS [1,2]. 310 nossonaet
MPOBECTU aHanu3 CoAep>KaHWA COTEH NECTULIMIOB B MarbIX
KOHLIEHTpaUMAX 3a OAHY 3KCTPAKLMIO. XOTA 3TOT METo/ NPUMEHUM AnA
aHanuaa pasnnyHbIX hpyKTOB U OBOLLIEH, TaKUE MULLIEBbIE MPOAYKTbI

C BbICOKMM COAEP>KaHUEM XKUPOB, Kak aBOKa/l0, OPeXu 1 NpoayKTbl
>KMBOTHOTO MPOMUCX0XAEHMA NPEACTaBNAT CNOXHOCTY [3,4].
Mpeoaonexue aTMx cnoxHocTelk ABNAETCA OCHOBHOI 3a4aye
nabopatopuii, CTPEMALLIMXCA COOTBETCTBOBATb CTPOTUM KPUTEPUAM
BanMAaLmMm, ycTaHaBN1BaeMbIM rocyapcTBEHHbIMM OpraHaMu Ana
KOHTponA 6€30MacHOCTU NULLIEBbIX NPOAYKTOB.

B xone aHanusa MoxeT Ucnonb3oBaTbcA KOMGUHALMA XKUAKOCTHOM 1
ra3oBoii xpomarorpachuu, 4to NO3BONIAET aHaNIM3MPOBaTh COAEPXKaHWe
NETYYmX, MONYNETYYnX U HENeTyYnX NecTMUM0B C PUMEHEHUEM MHOTUX
METO/0B, C NPUMEHEHUEM METO/0B, PAaCCUMTaHHbIX Ha OCTaTKM
necTMuUMAOB pas3nuyHbIx knaccos [4]. Hecmotpsa Ha To, uto Ana 60MbLUoro
KonuyecTBa nectuuuaos noaxoaat u XKX, u X, ana MHorux nectuumaos
370 He TaK. Y KaXA0i MeToAMKM XpoMatorpactium ectb CBOU
Npe1MyLLIeCTBa U HEAOCTATKW C TOYKU 3PEHUA KONNYECTBEHHOTO
onpeJeneHusa aHanuTa U oTp1LaTeNIbHOTO BO3AEIACTBUA KOAKCTPAKTUBHbIX
BELLIECTB B MaTpuLie. YAaneHue Takux KO3KCTPaKTUBHbIX BELLECTB KpaiiHe
Heo6X0MMO AJ1A TOYHOTO KOMMYECTBEHHOTO aHann3a CIoXKHbIX MaTpyL,
MULLIEBBIX NPOAYKTOB U Tpe6yeT Mcromnb3oBaHUA Takux COp6EeHTOB Kak
C18, MBA (cop6eHT ¢ nepBUYHO-BTOPUYHbIM amuHoM) 1 GCB

(rpachutmpoBaHHas caxa) [5]. B npoaaxe ectb Apyrue matepuans ¢
coJep>KaHem LMPKOHMA, B LIENOM OHUM YAANAT NMUNUAbI Nyylle
TUNWUYHBIX COPOEHTOB AMNA 0YNUCTKM MaTpuLbl. Ho oHM He paccuuTaHbl Ha
BCE KNacchl NIMNMAOB U MOTYT yepXknBath Onpeaenaemoe BeLLecTBo

[6, 7]. Ana npo6 ¢ BbICOKMM coaep>XaHUeM NUNUA0B TakXXe MOXKEeT
notpe60oBaThbCA OUMCTKA C UCMONb30BAHMEM KapTpuaKeii TBepaotasHoM
akctpakumm (TO3I) [7,8,9] unu renb-npoHukatowasa xpomatorpacma (IMIX)
[10], uto BbI3bIBAET AOMONHUTENbHbIE BPEMEHHbIE U PUHAHCOBbIE
3atpatbl ANA B 0CTaNbHOM PYTMHHOIO aHanu3a.

Agilent Bond Elut EMR—Lipid — MHHOBaLMOHHbI COp6EHT, KOTopbIit
CEreKTUBHO YAarnAeT OCHOBHbIE KMAcChbl NMUMU/0B U3 3KCTpaKTa npobbl
6e3 HexxenaTtenbHOIi NoTepy aHaNU3Upyemoro BeLLecTsa. YaaneHue
MoMex OT IUMKUAOB B CNIOXHbIX MaTpULiax 0c06eHHO BaXKHO AnA
QuEChERS, rae ¢ ueneBbIMyM BELLLECTBAMM 3KCTpaKTUpyeTcA 6onbLuoe
KonuyecTBo mMatpuupl. 13-3a Bbicokoro cogepskanua nunugos (ot 15 go
20%) aBoKaz0 U3BECTEH KaK CIIOXHAA MaTpuLia, U NMO3TOMY OH 6bin
BbIGpaH Kak noka3satenbHaa npoba ana oueHku EMR—Lipid. B atoit
pa6ote NpoBOAMTCA UCCIeJ0BaHME NPOBGONOATOTOBKM AniA aHanu3a 23
noaxoaawmx ana [X nectuuuzaoB B aBoKazo ¢ NpUMEHEHUeM MeToza
QuEChERS, npusHanHoro accouuaumeit AOAC, ¢ nocneaytowweit aATOI
EMR—Lipid v coneit ana gononHutenbHoi ouucTku. [ina paclumpenua
cchepbl npuMeHeHus 6binu Bbi6paHbl nectuumabl u3 10 pasnmuHbIx
knaccos (Tabnuua 1). B atoit meToanueckoii Hchopmauum nokasaHa
UCKIHouMTeNbHanA YncToTa, kotopaa obecneunsaerca EMR—Lipid ana
CMOXHbIX P06 C BbICOKMM COAEP>KaHUeM XKMPOB, TAaKUX KaK aBOKazo, a
TaK>Xe BbICOKaA CTeneHb U3BMEYEHWA U TOYHOCTb AyA 0CTaTKoB 23
MEecTULMAOB Ha TPEX YPOBHAX.

Tabnuua 1. Llenesbie Bewlectsa, knacc, log P, pactBopumocTb B BoAe U xumuyeckoe ctpoenue [11].
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Pacreopumocto B Monekynaphaa
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PacrBopumocte B Monekynaphaa
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3KcnepumeHTaanaﬂ 4acTtb

Bce ucnonb3oBaHHble peareHTbl U pacTBOPUTENN BbINK aHANUTUYECKOI
YUCTOTbI MNU NPeAHa3HaYeHbl ANA KMAKOCTHOW XpomMartorpadmm
BbICOKOT0 AaBneHua (BIXKX). AuetoHUTpun u MeTaHoN KynneHb! y
komnanun Honeywell (MackeroH, wr. Muuuran, CLLA). Xumuyecku
yucTan yKcycHas KUCMoTa, CTaHAapTbl NeCcTULMAOB U BHYTPEHHUE
cTaHAapTbl 6bInu KynneHbl B kopnopaumun Sigma-Aldrich (Cent-Jlyuc,
Muccypu, CLUA).

PHCTBOPI:I U CTaHpaapTbl

1-NpoLeHTHbIN pacTBOp YKCYCHOM KucnoTbl B auetoHutpune (ACN)
rotoBunu nytem ao6asnenua 10 mn ykcycHol kucnotbl K 990 mn
auetoHutpuna (ACN). basoBble pacTBopbI CTaHAAPTOB M BHYTPEHHMUX
CTaHAapToB FOTOBMIUCH B aLETOHUTPUIIE U MeTaHore npu 2,0 mr/mn.
Kom6uHMpoBaHHbI paboumii pacTeop Gbin NPUTOTOBIEH B aLETOHUTPUNE
npu 25 MKr/Mn anAa Bcex, Kpome kantaHa, honneta, TpuxnopdoHa n
6ynupumara. /13-3a 0THOCUTENBHO HU3KOTO OTKNMKA B NpUBOpE,
KOHLiEHTpaLmMA AnA TeX YeTbIpex COeAMHEHUI B KOMBUHUPOBAHHOM
paboyem pactsope 6bina caenaHa B NATb pas Bbile W COCTaBMNA

125 mkr/mn. B auetoHutpune 6bina npurotoBneHa anukeota
KOMOMHMPOBAHHOIO BHYTPEHHETO CTaHAapTa npu 25 Mrk/mn, Bkntovas
THamuHnupochocdar, napatvo awn d;q v 13C-AT.

06opynoBaHue

[na npo6onoarotoBKK McNonb3oBanuch crneaytowme obopyaosaHue U
marepuaribi:

*  Geno/Grinder (SPEX, MetyueH, Hoto-[Ixepcu, CLUA);
*  Uentpudpyra Centra CL3R (Thermo IEC, Maccauycertc, CLUA)

*  MukpoueHtpudpyra Eppendorf (Brinkmann Instruments, Bect6epu,
Hbto-Aopk, CLLIA)

+  06bI4HbIN BOpTEKC M BOPTEKC ANA Heckomnbkux npobupok (VWR,
PaaHop, wr. NMeHcunbeanua, CLUA)

»  [osupytowaa Hacaaka (VWR, HxxHbiii MneiHdmna, Hoto-[xepen,
CLUA)

*  [unetkn n aBToMaTnyeckmit aosatop Eppendorf

*  Npo6upkm Agilent Bond Elut EMR—Lipid (Homep no katanory
5982-1010) u Agilent Bond Elut Final Polish ana npo6upok
Enhanced Matrix Removal—Lipid (Homep no katanory 5982-0101)

06opynoBaHue

Ananuabl nposoaunucs Ha X Agilent 7890A ¢ ycTaHOBNEHHbIM
npo6oot6opHukom Agilent 7693B u cuctemoii X-MC Agilent cepun
7000 c TpoiiHbIm KBaapynonem. icnonb3oBanack o6patHan NpoyBKa
KOMOHKM, YTO HACTOATENbHO PeKOMEHZYeTCA AnA MaTpUKCOB CMOXHOIo
cocraBa [12]. 06wee Bpema paboTbl AnA pasbaBrieHHbIX CO CTaHAAPTOM
npo6 cocTaBuno 23 MUHYTbI, BKNOYAA B MUHYTbI HAa 06PaTHYIO
NpoAyBKY KONOHKM.

Mapametpbl 060pyaoBaHua

Mapamerpbi X

AgTocamnnep:

Konokka:

Hocurens:

l"a3oBbIi unbTp:
NaiiHep ucnaputens:

Wcnapurens:

[Nasnenve B pexume
nynbcauuu:

lMpoayska perynatopa
JieneHua noroka:

BxoaHoe saBneHue:

Tepmocrar:

lMocne ucnbitaHunii:

TexHonorua kan UNNAPHbIX
MNOTOKOB:

Bcnom. ras B cucreme
3MEKTPOHHOTO YNpaBneHua
NHEBMATUKOM:

BoinyckHoii Tpy6onposoa;

[lon. gaBnexue:

CoeauHeHua:

Pectpukrop:

CoeauHeHua:

Mapametper MCL
MCA:

BakyymHbiii Hacoc:
Pexxum:
Daiin HacTpouku:

Temneparypa TpaHCnOpTHO/
NMHUK:

Temneparypa UCTOYHMKA:
Temneparypa kBaapynons:

3aaep>kka AnA ycTpaHeHuA
achdhekToB pacTBopuTena:

[MoTok rasa AnA coyaapexuid:

Paspeluenve MC:

Asrocamnnep Agilent 7693 v wnpuy o6bemom

10 mkn ana notka ana npo6 (Homep no Karanory G4513-
80220), o6bem BBoga 1 Mkn

Tpu NpombIBKYM Nocne BBOAA C UCNONb30BaHUEM
pactoputena A (auetoHuTpun)

Tpu Hacoca AnA npo6

Tpu NpoMbIBKYM Nocne BBOAA C UCNOMNb30BaHUEM
pactsopurena B (u3sonponaton)

Agilent J&W DB-5ms Ultra Inert,
0,25 mm Y 15 m, 0,25 mkm (Homep no katanory 122-56512Ul)

T'enuii, nocroAHHOE AaBneHue

Ha6op ana counbtpaumm rasa Gas Clean, 1/8 atoiima (Homep
no karanory CP17974)

aitnep Agilent Ultra Inert c ogHum cyxenunem, 6e3 aenexua
NOTOKa, CO CTEKNOBOIOKHOM (HoMep no katanory 5190-2293)

YHuBepcanbHblii MHOropexuMHblii ucnaputens (MMI) B
XOMOAHOM pexuMe nynbcaumu 6e3 AeneHna notoka,
HavanbHaa Temnepatypa 75 °C, yaepxaHue B Te4eHue
0,02 muH, 3atem nosbiwweHue o 350 °C

co ckopocTbio 750 °C/MuH.

36 chyHT/kB. atoiim a0 0,75 MuH

60 mn/muH B Teuenue 0,75 MuH

17 coyn1/kB. Atoiim Bo Bpema 06pabotku u 1,0 chyHT/KB.
AtoiM o Bpema o6paTHoii NpoayBKu

60 °C B TeueHue 2,57 muH, 3atem Ao 150 °C npu 50 °C/muH,
20 200 °C npu 6 °C/muH, go 300 °C npu 16 °C/muH u
yaep>aHue B TeqeHune 3 MuH

2 mun npm 300 °C

Purged Ultimate Union
(Homep no katanory G3182-61581) — ana o6patHoii
NpoZyBKM aHaNUTUYECKOI KOMOHKM U UCMapUTena.

T'enuit, noaseaenHbii k Purged Ultimate Union

Brewnnit anamerp 0,0625 atoiivMa X BHYTPEHHWI AnameTp
0,010 aroiima x 100 cm,
316 nocnea. coea., noBepx Tepmocrata

4 hyHT/KB. Atoiim Bo BpemA 06paboTku 1 75 dhyHT/KB. At0iim
no Bpema o6parHoii NpoayBKu

Mexay ncnapurenem u Purged Ultimate Union

WHeptHan Tpy6ka 13 nnaeneHoro keapua, 0,65 m x
0,15 Mm (Homep no karanory 160-7625-5)

Mexay Purged Ultimate Union v MC[J

'X-MC Agilent cepuun 7000C ¢ TpoiiHbIM KBaapynonem,
MHEPTHBIM, C 3MIEKTPOHHBIMW KOMMOHEHTaMM AnA
NpOV3BOAUTENBHOCTU

Typ60 AnA Npon3BoAUTENLHOCTU
MRM
Atune.u

280°C
300°C
150 °C ana Q1 1 Q2

2,57 MuH

T'enuii B kauecTBe racALLero rasa c pacxoaom 2,35 mn/muH,
ras Ana coynaapenmii N, ¢ pacxoaom 1,5 Mn/muH

Paspeweqne MST 1 MS2 =12 ea.



MNapametpbl MRM nerko ontumMuanpoBanuch Ana Kaxzaoro 1070 coeanuenuit [13]. B tabnuue 2 nokasaHbl MRM-nepexoabl Ana Bcex

orpeJensemMoro BeLLiecTBa ¢ Ucronb3oBaHMeM 6a3bl AaHHbix MRM ana uccnezyembix B JaHHoit pabote Lienesbix BelecTs. [Tpumep TMIMYHOI
necTMLMa0B U 3KkoTokcukaHTos Agilent (G9250AA), koTopas coaeput xpomatorpammbl IX-MC-MC ana 23 uccneayembix nectuumnaos
ycnosua MC-MC v Bpema yaep>kuBanua ana 6ornee yem npuse/eH Ha puc. 1.

Tabnuua 2. Ycnosua N'X-MC-MC MRM u Bpema yaepXuBaHua ANA aHanu3a nectuuu/os.

MRM
Bpema 3.
OnpegenAemoe eeuecrso yaepkusanua  Kanan 3u.coynap.  Kawan konuuectsennoii  coypap.
(mun) KauecTBEHHOM OLEHKH (B) OLEHKH (B)

aunxnochoc 4,70 184,9 - 93 10 109 - 79 5
TpuxnopdoH 5,94 110,8 - 47 30 81,8 =47 50
2-cheHundpeHon 6.39 169 - 115,1 25 170 - 1411 25
3randnypanuu 7,58 2759 - 202,1 15 315,9 - 2759 10
Cynbchorten 7.83 23781459 10 201,8 - 1459 10
Atpasun 8,69 2149 - 58,1 10 214,9 - 200,2 5
TNnupan 8,83 181 = 145 15 216,9 - 181 5
Xnopotanoxun 9,20 2638 - 168 25 265,8 - 231 20
[Nlnasunon 9,22 1371 = 54 20 199,1 - 93 20
Xnopnupudoc-metun 10,30 2859 - 92,9 20 124,9 - 47 15
Duxnopdnyanua 11,31 2239 - 1231 20 123 =77 20
Anbapun 11,55 2629 - 192,9 35 254,9 - 220 35
Mapatuon atun Dy (IS) 11,96 98,7 - 67 10 1149 - 829 20
Tonundnyoxua 12,80 136.9 = 91 20 136,9 - 65 30
Kantan 12,96 151 =791 15 149 - 79,1 10
Oopner 1313 259,8 - 1301 15 261,8 - 1301 15
MpounmmuaoH 1313 282,8 > 96 10 96 - 67,1 10
Bynupumar 15,44 2729 - 1931 15 272,9 - 108 5
IHApUH 15,68 316,7 - 280,8 5 2448 - 173 30
Jnaocynbdan cynbdar 17,44 2739 - 2389 15 271,9 - 237 15
18-c-naT (IS) 17,69 2465 - 1771 15 2485 - 1711 15
oAt 17,69 235 - 165,2 20 237 - 1652 20
Tuamutnupodocdar (IS) 18,20 3259 - 169 30 325,9 - 233 27
Vinpoavon 18,82 3138 - 55,9 20 187 - 124 25
Mepmertput 20,68 183,1 = 153,1 15 183,1 - 1531 15
llenbTamepuH 22,51 2529 - 93 15 181 - 152,1 25

x 108
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32,00
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Bpema c6opa AaHHbIX (MUH)
Puc. 1. TunuyHas xpomatorpamma ana tpexksaapynonsHoii I'’X (MRM) ana npo6bi aBokago,
o6oralleHHoi ctaHaapTom nectuumaa c 50 Hr/r. Vicnonb3osanack npo6onoarotoeka ana QUEChERS ¢
nocneaytouleit ouncrtkoit Agilent Bond Elut EMR—Lipid.



Mpo6onoparotoBka

KoHeyHaa npoueaypa ﬂpOﬁOI’IOArOTOBKI/I 6bina ontTuMusnpoBaHa
cneayrowmm 06pa30|v|:

1. TMomectutb 15 1 (£0,1 r) roMmoreHM3aMpoBaHHOTO aBOKa/A0 B
LeHTpUdy>kHble Npobupku o6bemom 50 mn.

2. [o6asutb 15 mkn auetoHutpuna (1%) u nepemelumsarb B Te4eHne
10 cekyHA.

3. [ob6aeutb naket ¢ conbio Ana akcTpakumuu AOAC.
4. CmelunBaTh B MEXaHWYECKON MeLLarkKe B TeYyeHue 2 MuH.

5. Tomectutb B LUeHTpUdyry u akctparuposatb npu 5000 06/muH B
TeYeHue 5 MUHYT.

6. [o6asutb 5 Mn Boabl B 15 Mn npo6upky ana aTO3 EMR—Lipid u
nomMecTutb 5 Mn HagocaaouHol xuakoctn B npobupky EMR—Lipid.

7. Cpasy xe nepemeLuarb AN pacnpeaeneHua npobbl, a 3atem B
TeueHue etle 60 cekyHa nepemeLLBaTb BMECTE C OCTanbHbIMMU
npo6upkamm B MHOronpo6UpoyHOM BOpTEKCE.

8.  Llentpucbyrnposats npu 5000 06/MuH B TeYeHHUE 3 MUHYT.

9. Nepemectutb 5 MN HaA0CaA0YHOI XKMAKOCTU B MPOBUPKM ANA
[nononHutenbHoi ounctkn 15 mn npo6bupky EMR—Lipid ¢ 2 r coneit
(1:4, NaCl:MgSQ,) n nepemelumath B Teuermne 1 MuH.

10. Uentpucbyruposatb npu 5000 06/MuUH B TeueHUEe 3 MUHYT.

11, Tlepemectutb BepxHUii CNOiA aLeToHUTPUNA BO chriakoH Ana Npob
ana seoga MX-MC-MC.

Ha puc. 2 nokasaH nonHblit NpoLecc npo6onoAroToBKU.

Kanu6poBouHbIit cTaHAAPT M KOHTPOJbHbIE NPo6bI

Mocne wara 1 npeaBaputenbHo pa36aBneHHble KOHTPOSbHbIe Npo6bl
6binn 06oralLeHbl cTaHAapTHbIM paboynm pacTBOpoM ¢
COOTBETCTBYHOLLIMMM KOHLIEHTpaLMAMM. 310 ObINo CAenaHo LecTb pas.
KoHtponbHble npo6bi cootsetctytot 5, 50 1 300 Hr/r B aBoKaao.
KoHTponbHbie npo6bl umenu 25, 250 u 1500 Hr/t ana kanTaHa, connerTa,
TpuxnopdoHa n 6ynupumara. PactBop BHyTpeHHero ctaHaapta 6bin
pasBeJeH Bo BCex NMpobax, Kpome X0MocToro pacTBopa MaTpuLpl,
cootseTcTBytolLiero 250 Hr/r B aBoKazo.

CootBeTcTByiOLLIME MATPUKCY KannMOpOBOYHbIE CTAHAAPTbI, KOTOpbIE Gbinu
MPUroTOBNEHbI ¢ pabounmM pacTBOpaMu CTaHAapTa U BHYTPEHHEro
cTaHaapTa 6binu A06aBneHbl COOTBETCTBEHHO K XOMOCTbIM Npobam
matpuubl nocne wwara 10, cootetcteytowmm 1, 5, 10, 50, 100, 200, 300 n
400 Hr/r B aBokazo u 250 Hr/T BHyTpeHHero ctaHAapTa. Yetbipe
COEAMHEHMA, UCMOMNb30BaHHbIE B KanMBPOBOYHbIX CTaHAapTax npu b, 25,
50, 250, 500, 1000, 1500 u 2000 Hr/r.

‘ B ueHTpucyHyto npo6upky o6bemom 50 Mn nomectuts 15 r T04HO B3BELLIEHHOTO M3MENbYEHHOTO aBOKAZO. ‘

v

[lo6aBuTb BHYTPEHHMUIA CTaHAAPT 1 CTAaHAAPT B KOHTPOSbHbIE NPOGbI, BHYTPEHHUIA
cTaHAapT 106aBUTh BO BCE NPOGbI, KPOME XONOCTbIX; BCTPAXHYTh.

v

‘ [lo6asutb 15 Mn 1 % pacTBopa yKcycHOM KUCTIOTbI B aLieToHUTpUne i Habop Ana akctparupoBaiua AOAC QuECHERS. ‘

v

‘ SaKprTb KprLIJKOﬁ W MHTEHCWUBHO NepemeLLatb C NOMOLLIbHO MexaHU4eckoi MeLUanku B TeyeHue 2 MUHYT. ‘

v

‘ Momectutb B LieHTpuchyry u akctparuposartb npu 5000 06/MuH B TeueHne 5 MUHYT. ‘

v

[o6asuTb 5 Mn BoAbl, 3aTeM 5 Mn BepxHero akcTpakTa aLleToHUTpUna
B npo6upky ana ATO3 EMR—Lipid o6bemom 15 mn.

v

‘ BetpaxHyTb 1 OTLEHTPUcyrMpoBaTh. ‘

‘ MepeHectn 5 Mn HaaocaA04HOI XXKMAKOCTH B NPOGUPKY ANA A0NoNHUTENbHOI ouncTkn EMR. ‘
BerpsxkyTs B Boprekce, i 1 pU Heob: BepXHHiA croii B

v

Mocne atoro 406aBUTb CTAHAAPT 1 BHYTPEHHMIA CTaHAAPT B XONOCTyt0 Npo6y
ZANA NPUTOTOBNEHNA KANUGPOBOYHBIX CTAHAAPTOB, COOTBETCTBYHOLLIMX MaTpULIE.

v

‘ Mpo6bi roToBbI AnA aHanuaa no metoay MNX-MC-MC. ‘

Puc. 2. Mpouecc npo6onoAroToBKM, NOKa3blBalOLLMIA 3KCTPAKLIUIO
QuEChERS c ouncrkoii Agilent Bond Elut EMR—Lipid ana aHanu3a
nectmumnaos B asokago ¢ MX-MC-MC.

OueHKa 0YMCTKU MaTpULbl

JKcTpakTbl aBoKazo bbiny J06aBEHbI K TPEM PasnMyHbIM OUULLIAIOLLMM
matepuanam: ana xupHoit sTO3 (C18/TIBA), copbeHty ¢ okcuaom
umpkoHua u EMR—Lipid. B akcnepumeHTe cpaBHMBancA nosHbiit
npodunb ckaHuposanua MX-MC koHeuHoro akcTpakTa o 1 nocre
oumncTKM. XpomatorpaMmbl 6bInu HanoxXeHbl Apyr Ha Apyra, 4To6bl
CPaBHUTb OYMCTKY MaTpuLbl No Xxpomartorpadmyeckomy coHy. [Ina
KONMUYECTBEHHOM oLEeHKM 3tDheKTUBHOCTM OYMUCTKM MaTpuLibl
XpomatorpaMma nofnHoro ckaHupoBanua [X-MC 6bina BpyuHyto
MHTErpUpoBaHa BO BCe OKHO M 3¢hheKTMBHOCTb OYUCTKM MaTpuLbl Bbina
paccyutaHa no ypasHeHumio 1.

06wan nnowads nuka lpoba 6e3 oyucmku — 06wan 30Ha nuka lpoba ¢ oyucmkol

% QumcTkn MaTpuubl = x 100
06wasn 30Ha nuka [poba 6e3 oyucmku

YpaBHeHue. 1

Bbin ony6nukoBaH rpaBUMETPUYECKHIA IKCNIEPUMEHT, B KOTOPOM
CpaBHMBaracb Macca 0HOBPEMEHHO IKCTPAKTUPYEMbIX C aBOKaA0
coeanHeHwii nocne obpabotku EMR—Lipid, C18/TBA u copbeHtom
C 9KCTPaKTOM LmpkoHua [14].



CpaBHeHwe 1 Banugauma MeToaoB

CreneHb U3BneyeHna onpeAenaemMoro BeLLecTsa B npo6ax aBokajo Ao U
nocne passeaeHua npu 50 Hr/r cpaBHUBanNach aKCrepMMeHTanbHo.
po6bl o6pabatbiBanuck ¢ ucnornb3oBaHneM metoga QUEChERS,
npusHanHoro AOAC, ¢ nocneaytoLLieit 04UCTKOI C UCTONb30BaHUEM
EMR—Lipid, C18/TIBA unu okcuaom umpkoHms. Mpu ounctke EMR—
Lipid BbinonHAnack npoueAypa, ykasaHHas Ha puc. 2. B apyrux
Matepuanax npumeHanachb Ta e akctpakuma QUEChERS ¢ oumnctkoit

¢ nomouubto C18/TIBA mnu cop6eHTOM € OKCMAO0M LIMpKOHUA. 3aTem
anuKBoTa CbIporo aueToHuTpuna o6bemom 1 mn Gbina nepemelleHa B
npobupky ana ATO3 ¢ C18/MNBA o6bemom 2 Mn (HoMep Mo KaTanory
5982-5122) unu chnakoH o6bemom 2 mn co 100 mr copbeHTa ¢ okcuaom
uMpkoHuA. 3atem Bce Npobbl NepeMeLunBanmch B Te4eHne OAHON
MWHYTbI M 06pabatbiBanuck B MukpoueHTpuchyre npu 13 000 06/MuH B
TeYeHue Tpex MUHyT. Crioii aLeToHMTpMna 3aTem nepemMeLLarnca Bo
¢hnakon ana npob ana ananuaa MX-MC-MC. CootsetcTBytoLLmMe MaTpuKey
Kanu6poBoYHble cTaHAapTbl GbINv NOArOTOBNEHbI MyTeM pa3BejeHus
XOMOCTOro 3KCTPaKTa aBoKazl0 CTaHAapTaMm U BHYTPEHHUMM
craHaaptamu. CteneHb U3BNeYEHUA OLIeHWBANAch MO COOTHOLLIEHMIO
nnowlazei nuka aHanuTta B npo6ax Ao M nocne passeAeHus.

MeTtoanka EMR—Lipid BanmampoBanach AnA aBoKazo Ha TpexX ypOBHAX U
LLIECTU KOMUAX C UCNONb30BaHMEM 8TOUYEYHOM COOTBETCTBYIOLLIEN
MartpuLe KanmbpoBoYHOM KpuBoiA. BHyTpeHHWIA cTaHaapT ucnonb3oBanca
ZNA KONIMYECTBEHHOTO aHanu3a, v jaHHble NPeACTaBRANUCh B BUAE TaKuX
napameTpoB Kak NpaBUIbHOCTb U TOYHOCTb.

Bnuanve marpuupi Ha
npoussoautenbHoctb cuctembl NX-MC-MC

Bnuanne matpuupl Ha nponssoautenbHOCTb cuctembl MX-MC-MC
UCCNeoBanoch MyTem oLeHKN eanHoo6pasua OTKNMKa onpeaeniembix
BeLLLeCTB NP1 HECKOMNbKUX BBOAaX Npob aBokazo. B akcnepumente
cpaBHuWBarcA OTKNUK onpeaenaemMbix Bewtects npu MX-MC-MC B
3aBMCUMOCTH OT BPEMEHM NYTeM HECKOIbKMX BBOAOB 3KCTPAKTOB
aBoKa/o, kotopble 6binu 06pabotaHbl EMR—Lipid, C18/TBA unu
cop6eHToM C OKCMAOM LmpKoHuA. Kaxxaaa Tectupyeman cepua
BKIOYana XonocTble PacTBOpbl MaTPULL U KOHTPONbHbIE NPobbl nocne
passeaeHua ao 50 mnpa 4. MocnesoBatenbHOCTb BKKOYaNa BBOA
yeTbIpex XonocTbIX NPo6 ¢ NATbIM BBOAOM KOHTPOIbHOI Npobbl 1
BbINONHANAch B 06LLei cnoxxHoctv Ana 100 BBoaoB. 310 6bino
npeaHas3HayeHo AnA onpeaerneHua Bo3AeNCTBUA He yaaneHHo! MaTpuubl,
KoTopas HaKannueaeTcA Ha NOBEPXHOCTAX Xpomatorpadmuyeckoro TpakTa
'X-MC, Ha oTknuk npubopa npu UCNonb30BaHUM PasNNYHbIX
BO3MOXHOCTEH 04YNCTKM. [INA KaXKaA0# 0YMUCTKM OTKMMK OMpeaenaemoro
BelLlecTBa (nnoLaab nuka) ucnonb3osanca Ana pacyeta %0CO ana 100
BBO/0B. [INA UCKMIOUeHNA BO3AENCTBMA XpoMaTorpadpuyeckoro Tpakta
UCMonb30Banuch pacxodHble komnoHeHTbl Agilent Inert Flow Path,
KoTopble Bknoyanu naiHep Agilent Ultra Inert u konoHKy Ana kaxaoro
MeT0/a OYUCTKM.

Pe3ynbrartbl u 06cy>xaenue

OueHKa 0YMCTKU MaTpULbl

CroxxHble MaTpuLbl 0Ka3blBaloT 3HaYUTENbHOE BIUAHUE Ha
npoussoautenbHocTtb ['X-MC, Tak kak MaTpuua hopmupyeT akTUBHbIe
o6nact1 Ha NOBEPXHOCTM XpoMaTorpachmueckoro TpakTa, Kotopble
WHAYUMPYIOT BIIMAHWE MATPULbl HA Macc-CNeKTPOMETP U BHOCAT
UHTephepeHUMIO B KOHEYHbIe XpomaTtorpammbl. B To Bpema kak NX-MC
(SIM) n I’X-MC-MC (MRM) noka3ablBatoT yryyLLEeHHYH CeneKTMBHOCTb
[INA LeneBbIX MOHOB, HE yAaneHHan MaTpuLa MOXeT cTaTb MPUYMHOI
UHTEPEPEHLIMM U CHUXKATb MPOM3BOAMTENLHOCTb BO BpemeHu. [na
yCTpaHeHMA 3TUX oTpULiaTeNbHbIX 3¢h(HeKTOB ANA MaTPUL, C BbICOKUM
coJiep>XaHUeMm XMpOB, TakUX Kak aBoKazo, A0MKHbI NpuMeHaTbeA Gonee
CNOXHbIE METOAbl OYMCTKM NMpK NPoboNoAroToBKe, 4to6bl NPO6bI NyuLLe
noaxoaunu ana aHanusa ¢ [X-MC.

Ha puc. 3A nokasaHbl HanoXeHHbIEe XpOMaTorpaMmbl NOMHOMO
ckanupoaHnua 'X-MC ana xonocToit maTpuLbl aBOKa0 U NOMyYeHHble
AnAa metoauk ¢ ucnonb3osaHnem EMR—Lipid, C18/T1BA v copbeHta ¢
OKCMJ0M LIMPKOHUA Xpomartorpachuyeckue npocunu. Xpomatorpammbi
Ana npo6 6e3 nocneaytoLLei 04NUCTKM (XonocTble CresoBble KonmyecTsa)
MoKas3bIBaT BbICOKYH MHTEHCUBHOCTb CUTHana Ana BIUAHWA
MOCTOPOHHMUX KOMMOHEHTOB 06pas3Lia, YTo 3aTpyAHAET aHAmNMU3 LENEBbIX
BeLLiecTB. XpomatorpaMmbl 3KCTpakToB, o6pabotanHbix C18/TIBA (cuHas)
1 copBEHTOM C OKCUAOM LMPKOHMA (3eneHan) AnA 04UCTKM, NOKa3blBaloT
04mncTKy MaTtpuubl Ha 36 1 55%, cootBeTcTBEHHO, UTO BbINO paccyuTaHo
no ypasHeHuio 1. [pu atom cneposble konuyectsa nocne ATOI EMR—
Lipid (kpacHas) nokasbIBatoT NOYTM NOSIHOE YAaNeHUe 3TUX BO3AENCTBUI
Ha xpomatorpamme nonHoro ckaHuposanua [X-MC, yto cootBetcTBYeET
ouuncTke matpuuibl Ha 95%. bonbluaa cTeneHb 04MCTKM, NOMyYeHHaA ¢
ucnonb3oBaHnem EMR—Lipid, umeet o4eBnaHbIA cMbICn AnA aHanusa
necTUUMAOB B aBOKaAo, TaK Kak B npobe 6yaeT 3Ha4YUTENbHO MeHbLLe
MartpuLibl, KOTOpaA 0Ka3bIBAET BIMAHWUE HA NPOU3BOAUTENIBHOCTL
npubopa. Kpome Toro, ato Aocturaerca nyrem npoctoii ATOI c EMR—
Lipid 8 tpagmumontom npouecce QUEChERS.

Ha puc. 3B nokasaHbl HanoxeHHble xpomatorpammbl FX-MC-MC MRM
AnA npo6 aBokazo, o6orateHHbix 50 Mnpa A. cTaHAapTa NecTUUMAOB.
13-3a noBbIweHHoii cenektmBHocTM cuctembl MC-MC matpuyHbiii hoH
MeHee 3Hauum, yem npu MX-MC SIM mnu Ha xpomaTorpamme MorHoro
cKaHupoBaHuA. HecMoTpA Ha NyyLLylo CENeKTMBHOCTb MHTEPECYIOLLMX
onpezenAaeMblxX BELLECTB, Ha xpomarorpamme mexay 11 u 20 munyToit
BCe eLLe npucyTcTBytOT Nk MHTepcbepeHummn ana C18/MNBA (cunas) n
copbeHTa C OKCWAOM LMPKOHMA (3eneHan). 3Tn uHTepepeHUMmn BIUAOT
Ha TOYHOCTb MHTETPaLIMM CUTHANOB HEKOTOPbIX OMPEAEnAEeMbIX BELLECTB.
lMonyyeHHble ¢ ucnonbsoBaHnem EMR—Lipid akcTpakTbl umetot
3HaumuTeNbHO 6oree YUCTbIM (hOH, YTO XOPOLLIO BUAHO ANA KPacHbIX
CrnesoBbIX KOMMYECTB Ha puc. 3B, 1 3T0 3HAaUMTeNbHO YNyyLLaeT TOYHOCTb
WHTErpaumm.
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Puc. 3A. HanoxeHue xpomatorpammbl nonHoro ckaHuposaHua [X-MC xonocTbix pacTBOpoB MaTpuL, aBoKazo,
NoAroToBNeHHbIX ¢ NpumeHeHnem metoaa QUEChERS, npusnanHoro accouuaumeit AOAC, ¢ nocneayiouein aATOI EMR—
Lipid (kpacHas), copbeHTOM ¢ okcuaom umpkoHusa (3enenasn), MBA/C18 (cuHaa) unu 6e3 ounctku (yepHaa).
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Puc. 3B. HanoxeHnwue xpomatorpammsl [X-MC-MC MRM npo6 aBokazo, NoAroToBneHHbIX ¢ NpPUMeHEHWEM MeToAa
QuEChERS, npusHanHoro accoumauueit AOAC, ¢ nocneaytowweii ATO3 EMR—Lipid (kpacHan), MBA/C18 (cuHas) u
copbeHTOM ¢ OKCMAOM LMPKOHKA (3eneHan). Bce npobbl 6binu oboraeHbl 50 Mnpa a. ctaHaapTa nectuumuzos.




YnyuuweHHasa ouncTka Mmatpuubl ¢ ucnonb3osaHmem EMR—Lipid n
MOMoXMTENbHOE BNUAHKUE HA MPEBOCXOAHOE YAaneHWe MaTpuLbl AnA Tpex
onpeZenAembix BELLECTB B MPpUMepe NnokasaHbl Ha puc. 4. Bo Bcex cnyyanx
XpoMatorpaMMbl AnA UCNomnb3oBaHWA o4ncTku ¢ nomoulbio EMR—Lipid
MoKasblBaloT MEeHbLLIE MMKOB MHTEPepeHLMM, NyyLLee COOTHOLLEHUE
curHan/wym u eamHoobpasHyto MHTErpaumio 6a3oBoii NIMHUKU. T yryyLLeHUA
YCKOpAIOT U ynpoLuatot 06paboTky 1 NPOBEPKY AaHHbIX U NMO3BOMAIOT NOMYYUTb
6onbLUyio cTeNeHb YBEPEHHOCTU B aHANUTUYECKOM METOJE.
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Puc. 4. CpaBHeHMe xpomatorpamm Anf UHTEPECYIOLLMX OnpeaenaeMblX BELLECTB U BNUAHUE MaTPULIbl HA MUKOBbIA OTKMMK, NMMKOBOE Ka4yecTBo 1
uHtepdepeHuumto B okHe MRM. Xonoctble npo6bl o6pabateiBanuck Agilent Bond Elut EMR—Lipid, copbeHTomM ¢ 0KCUAOM LIMPKOHMA UMK
C18/MBA, a 3ateM koHe4Hasa npoba pasbasnanacb 50 mnpa A. cTaHAapTa NecTULMAOB.



CpaBHeHMe MeToA40B onpepeneHua cteneHun
U3BnevyeHuA onpepenaemMoro BeLlecresa

3atem onTMMU3MpoBaHHaA MeToAuKa ¢ ucnonb3osaHnem EMR—Lipid
cpaBHUBarnach ¢ TpaauumoHHoit metoamkoit QUEChERS, ucnonbaytoweit
C18/MNBA vnu copbeHt ¢ okcuaom umpkonusa. Ha puc. b nokasao
CcpaBHeHue u3BneyeHns Ana Bce 23 NecTUUMAOB NPU UCTIONb30BAHUM
3TUX PasNUYHbIX MaTepUanoB AfA 0YUCTKK. PeaynbTaTbl NOKa3bIBaloT, YTo
oumctka ¢ nomolubto EMR—Lipid He ABnAeTcA NpuunHoOl yaepKuBaHua
OnpezenAembix BELLECTB U NO3ToMy 06ecrneynBaeT CpaBHUMbIE C
ouucTkoii ¢ nomotubto C18/MNBA peaynbratbl u3sneuenua. 0aHako Mbl
nokasanu, yto C18/MNBA u copbeHTbl ¢ OKCUAOM LIMPKOHUA He
ob6ecneunBatoT ahPEKTMBHYHO OUUCTKY MaTPULIbI.

150

Vmetotca HekoTopble onpeenaemble BeLLecTa ¢ 6onee HU3KUM
abConioTHbIM U3BMEYEHUEM, KOTOPOE HE 3aBUCUT OT METOANKU OUUCTKH.
AngpuH, anapu u J0T umenu ussneyeque mexee 60%, a nepmeTpuH u
nenbtamepuH — 63 u 75% cootBetctBeHHo. OuncTka ¢ UCnonb30BaHUEM
C18/MNBA obecneunBaet HeMHoro 6onee BbICOKOE U3BNIEYEHME N0
cpasHeHuto ¢ EMR—Lipid 1 cop6eHTamm ¢ oKCUaOM LMPKOHMA. ITh
necTLmMAbl 04eHb nunodunbHbl (Bbicokuii log P) n oueHb nnoxo
pacTBOpUMbI B BOZE, MO3TOMY NIErKO BHeAPAKOTCA B Npobbl MaTpuL, ¢
BbICOKMM COAEP>KaHUEM >KMPOB, TaKUe Kak aBoKazo, YTo Aenaet
TPYAHBIM WX U3BMEYEHUE C MOMOLLbIO NMOMNAPHBIX PACTBOPUTENEN, TaKUX
Kak auetoHuTpun. icnonb3oBaHue 6oriee CUnbHbIX pacTBOpUTENEN
MOXET MOBbICUTb 3QHEKTUBHOCTb U3BNEYEHMA ITUX NIUMOCUNBHBIX
onpe/enAembiX BELLECTB B XXMPHbIX MaTpuLiax, YTo MOXET MoBbICUTb
achcheKTMBHOCTb 3KCTpakLmuu 1 abecontoTHoe uaneyenue. B byayiumx
pa6otax 6yzet BbiNonHeHo uccnegoBaHue 3hheKTUBHOCTM IKCTpaKLUU
nMNoUIbHBIX COEAMHEHWI B MaTpULLaX C BbICOKUM COAEPXaHUEM
KMPOB C NOCMEAYIOLLMM YCUNEHHBIM YAareHUueM MaTpuubl.

B Quuctka C18/MBA

M Oyuctka EMR—Lipid
B 0yncTKa LMPKOHUEBBIM

copbeHTOM

N3eneyenne onpeaenaemoix Bewects % (n = 6) n3 npo6 asokaao,
HacbIWeHHbIx 50 HI/r necTMungos

. S S S e |

Puc. 5. CpaBHeHune ussneyenua ana ounctku Agilent Bond Elut EMIR—Lipid, C18/MNBA u cop6eHTOM C 0KCMAO0M LIMPKOHUA NpK

50 mnpa 4. B aBOKaAo.



[InA Koppekuum AnA 3TMX CoeAMHEHUI C HU3KUM aBComMIOTHBIM
u3BneyeHnem 6bin UCMONb30BaH CTabUIbHbIA OTMEYEHHbIN BHYTPEHHNI
ctaHaapr, 13C-[1AT, uT06bl NOBbICUTL TOYHOCTb KOHEYHbIX
KonuyecTBeHHbIX pesynbratos ana AT, anapuHa v aHApuHa.
Mcnonb3oBaHue B KauecTBe BHYTPEHHETO CTaHAapTa AnA NepMeHTUHa 1
[AenbTaMepuHa TMamuHnupodocdara NOAXOANUNO ANA KOMMYECTBEHHOIO
aHanusa.

Banupauua mertoguku

Banupauua metoamkn EMR—Lipid 6bina BbinonHeHa nytem o6pabotku
Cepum NonHoro Kon4ecTBeHHOro aHanusa. BHyTpeHHWe ctaHAapTbl
MCMOb30BaNUCh ANA KONUYECTBEHHOTO aHanu3a, U pesynbTatbl
NpeAcTaBnAnNMChL B BUAE TakKMX NapaMeTpoB Kak NpaBUibHOCTb U
TOYHOCTb. [INA KONMYECTBEHHOTO aHaNWU3a UCNonNb30BanMch TPy
BHYTPEHHUX CTaHAapTa: napatuoH atun-D,, 13c.0AT u
TamuHnupodocdar. Onpeaendaemble BelLLiECTBa C BpeMeHeM

Tabnuua 3. KonuyectseHHble pe3ynbTaTbl ANA NecTMLUMA0B B aBOKa0,

300 Hr/r AnA wecT! KOMui.

yaep>XaHua A0 12 MUHYT UCMONb30Bany B KaYecTBe BHYTPEHHEro
cTaHaapta napatuoH amn-D,, a nocne 12 MuHyT —TuammuHnupodhocdar.
Kak 6bina ckasaHo paree, 1*C-[T ucnonb3osanca B KayecTse
BHYTPEHHEro CTaHAapTa AnA anapuHa, aHapuda v AT, uto6bl ucnpaButh
noTepto onpeaenaeMblx BELLECTB U3-3a HU3KOW 3heKTMBHOCTH
3KCTPAKLMK.

lMozpo6Hble pesynbTatbl Banuaauuy npueeseHbl B Tabnuue 3. Ha puc. 6
npeAcTaBreHbl CBOAHbIE AaHHbIe, CTEHEPUPOBaHHbIE C UCMOMb30BaHUEM
CPEeAHWX NPaBUSTbHOCTY U TOYHOCTH, paccynTaHHbIX Ana 18 konuid
KOHTPOJIbHbIX Npo6 (Tpu ypoBHA, n = 6). [paBunbHOCTb ANA NECTULM/OB
cocrasuna ot 70% ao 120% ana Bcex, KpoMe 0JHOTO ONpeAenAemMoro
BeLlectsa (67%), a TOUHOCTb AnA BCeX OnpeAenaeMblX BELLECTB Obiia ¢
menee 20% 0CO, c 80% meHee 10% OCO. MpaunbHocTs AnA anapuHa
6bina Heckonbko MeHblue 70%, Ho TouHOCTb Bbina xopolueit

(0CO < 6%) n npuemnemoii B cootBetctBum ¢ ykasaHuamu SANCO [15].

pasBefeHHbIX A0 ypoBHA 5, 50 u

Kanu6poBounaa kpuBaa n ] meropa (| npo6wi ur/r')
o Per macca R? Ivan.xan. 5 (%) 50 (250) 300 (1500)
(nr/r) WN3en., % 0CO WNzen., % 0CO WN3en., % 0CO
anxnodoc nuueiinaa, 1/x  0,9967 1-400 97 82 108 4.9 m 12,7
TpuxnopdoH nuHeiiHan, 1/x 09964 5-2000" 98 7.8 95 73 84 47
2-thenundpeHon nuHeiiHaa, 1/x  0,9996 10-4002 97 14,0 104 1.7 105 5,1
Irancnypanuu nuueiinaa, 1/x  0,9969 1-400 109 32 98 7.6 110 6.5
Cynbchoten nuHeiiHana, 1/x 09958 1-400 96 5.8 76 3.9 85 9.8
AtpasuH nuHeiitaa, 1/x - 0,9967 1-400 91 5.0 80 2,1 76 3.9
JIvnpan nuuentHas, 1/x - 0,9991 1-400 92 6.7 104 4,0 98 125
Xnopotanoxun nuHeiiHan, 1/x 09944 1-400 89 135 103 8.6 92 19,4
[nasuHou nuueitHas, 1/x  0,9993 1-400 102 6.8 116 5,1 108 89
Xnopnupudoc-metun  nuueiinaa, 1/x - 0,9984 1-400 101 6.2 123 45 13 15,0
Nuxnopdnyanua nuHeiitan, 1/x  0,9989 1-400 96 10,2 85 5,1 91 43
AnbapuH nuueiinaa, 1/x  0,9982 1-400 76 48 59 2.3 65 5.1
TonundnyoHna nuHeiiHaa, 1/x - 0,9990 10-400 108 10,0 93 6.2 93 54
KantaH nuueitHas, 1/x  0,9959 25-2000"2 89 8.2 109 11,0 87 18.1
Oonner nuHeiinaa, 1/x 09897 5-2000" 76 95 79 9.9 87 13.2
MpounmuaoH nuueiinaa, 1/x  0,9977 1-400 87 50 76 19 79 72
Bynupumar nuHeiiHaa, 1/x - 0,9957 5-2000' 101 6.5 100 5,6 85 10,3
IHAPUH nuHeiiHaa, 1/x - 0,9967 1-400 75 10,8 88 6.7 80 13,6
JHaocynbdan cynbatr  nuueiinaa, 1/x  0,9996 1-400 96 9,9 97 6.4 95 49
oar nuHeiinaa, 1/x 09995 1-400 103 45 105 2,6 107 4.6
Nnpoanox nuHeiiHaa, 1/x - 0,9995 1-400 97 6.7 105 2,7 97 42
Mepmetpun nuueiinaa, 1/x  0,9992 1-400 87 6.6 97 43 84 14,0
NenbramepuH nuHeiiHana, 1/x 09963 1-400 89 13,8 92 8.3 98 115

1

13-3a HU3KOTO OTKNMUKA COEANHEHUA NOATOTaBMBANUCH B KOMGMHMpOBaHHOM BHYTpeHHeM CTaHAapTe B KOHLeHTpauun B NATb

pas Bbiwe. [M03TOMy ypoBHM pa3GasneHna KOHTPONbHBIX NP6 ¥ KanUBPOBOYHOTO cTaHAapTa Gbinu B NATL pas Bbile, Yem

TaKoBble ANIA APYrNX COBAMHEHWIA.

~

MaTpuLbl Npu 06HapyxeHun onpeaenaemoro Bellectsa npu ucxoasom MKO.

Mo.biweHHoe 3HayeHne MKO umeno mecto nM6o U3-3a NNoXoi YyBCTBUTENLHOCTH, NGO M3-3a MHTEPdEPEHLMM NUKA
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Puc. 6. KonnyecTteeHHble pesynbTatbl AnA 23 NecTUUMAOB B aBOKaAo ¢ Ucnonb3oBaHuem uasnevyenna QUEChERS ¢
Agilent Bond Elut EMR—Lipid, AT®3. Toukn AaHHbIX NpeACTaBNAT NPaBUIbHOCTb M TOYHOCTb U PacCyuTaHbl Ha
Tpex ypoBHAX AnA WecTu konuii. MnaHka norpewHocteii = 95% Cl.



Bnuanue matpuubl Ha
npoussoautenbHoctb cuctembl NX-MC-MC

Brnuaxma noctopoHHNUX KOMMOHEHTOB 06pa3La 0ka3biBaloT Bo3aeicTBue
Ha npoussoauTenbHOCTL cucteMbl 'X-MC-MC ¢ TeueHneM BpemeHH, Tak
KaK B cucTeMy BBOAMTCA BCe Gornblue Npo6. AKTUBHbIE YacTh
Xpomartorpacthuyeckoro noToka MoryT okasaTb OTpuLaTeNbHOe BNUAHME
Ha Npou3BoANTENbHOCTL Npubopa. KomnoHewTtsb! Agilent Inert Flow Path
obecneyar HaunyyLLyto JeaKTMBaLMIO BCEro XpoMarorpatuyeckoro
MOTOKa M 3HAYUTENbHO CHU3AT B3aUMOAEWCTBUA MexXay onpeaenieMbiMu
BELLLECTBaMM W aKTMBHbLIMM YacTAMM, KOTOPble MPUBOAAT K noTepe
onpezenAembix BELLECTB U Xpomarorpacuyeckum aHomanuam. 0aHako,
€CINM MaTpuLia HaCbILLEHa BbICOKOKUMALLMMU COEAMHEHUAMM

(c 60nbLUMM KONMYECTBOM XXMPOB), OHa ByAeT ckannueaTbCA Ha
NoBepPXHOCTM NOTOKa U CO3/AaBaTb HOBbIE akTMBHbIe YacTu. Co BpemeHem
3T0 MOXKET NPUBECTU K OTKNOHEHWAM B OTKIMKaX onpeaenaembix
BELLIECTB, YTO OKaXKET 3HAYMTENIbHOE BAIMAHWE HA HAAEXKHOCTb METOANKY
U CHWU3WT KONMYECTBO BBOAOB Ha NapTuio. [InA ycTpaHeHna AaHHOM
npo6rembl naéopatopuam Heo6X0AMMO BbIMOMHATL TEXHUYECKOe
ob6cnyxuaHue npubopos B 6onblieM 06beme, Hanpumep 3aMeHy
naiiHepa unu 6anaHcUpPoBKY/CMEHY, YTO CHUXAeT NMPOM3BOAMTENbHOCTb
nabopatopum.

Kak nokasaHo B oLigHKe 04MCTKM MaTpuLibl U TPaBUMETPUYECKOM
onpeaenexuu [14], o6pabotaHHble ¢ ucnonbaosaHmem EMR—Lipid
npo6b! AaBanu 3HaunTenbHo 6onee YNCTbIA (OOH, YTO A0Ka3biBaeT (hakT
HaMHOr0 MeHbLLIEero BHeceHua matpuuibi B cuctemy NX-MC-MC.
KonuyectBo aktMBHbIX YacTeit HakonneHua B Tpakte MX-MC cHuxaetca,
4YTO CMOCOOCTBYET COXPAHEHMIO aHaNWUTUYECKOI LIeNoCTHOCTH npubopa.
3J10 nokasbiBaetcA 6onbLueii aHanuTMyeckoi ToyHoctbio (0CO) ana
6onee 100 BBoaos npob asokaao B 'X-MC-MC (rabnuua 4). [na
06pabotaHHbIX ¢ ucnonb3osaHnem EMR—Lipid npo6 6bino aocturHyto
0CO <15% ana 6onee 91%, no 6onbLuel YacTn B 0AHO3HAYHbIX YMCNAX.
[na aByx coeanHenuin, kantaHa (0CO 29,9%) v AOT (OCO 21,6%) 6binn
nonyyexbl 6onee Bbicokme 0CO ana 100 BBoaos, Ho 11,1% u 6,4% 0CO
Aana nepsbix 50 BBOAOB, COOTBETCTBEHHO.

Ta6nuua 4. CpaBHeHue Bocnponasoaumoctu ana onpeaenaembix sewects (0C0O) ana 50 n 100 BBoaos npo6
aBokazo, o6pabotanHbix Agilent Bond Elut EMR—Lipid, C18/TBA unu cop6eHToM ¢ AMOKCUAOM LIMPKOHUA C
'X-MC-MC. Mpo6bi 6binu o6orateHsl 4o 50 Hr/r. lnowwaam nukos onpejenaeMblx BELLECTB

ucnonb3oBanuce Ana pacyeta 0CO pesynbratos.

0CO anaonpeaenaeMbix BelLecTs
npu 100 BBosax (n = 20)

0CO npu 50 BBOAAX (n=10)

EMR—Lipid, C18/MBA, uupkoHnesbim

EMR—Lipid, C18/MBA, uupkoHuesbim

I'Iecmum,cu;l O4YUCTKa O4YUCTKa COpGeHTOM 04YUCTKAa OYUCTKa O4YUCTKa COpﬁeHTOM 04YUCTKa
anxnooc 6.2 10,5 16,8 2,2 9.4 6,3
2-herundpenon 7,0 13,6 19,5 5,0 12,4 8.4
drancnypanuu 12,4 18,8 32,0 5,8 10,3 7.9
Cynbdhoten 71 11,8 17,2 3.1 6.4 10,8
Arpagu 6.8 12,2 19.1 3.2 12,2 5,2
Nunaan 8,5 10,8 20,0 4.6 10,9 5,1
Eﬂopma"o"“" 12,5 1.7 37,4 8.0 12,9 11,0
NasUHOH 6,6 1,7 16,9 4.4 10,5 5,6
Xnopnupucpoc-metun g 4 8,9 14,9 3,8 8,6 6,6
Ruxnopcnyanms 1.7 9.0 25,9 5.4 9.9 5,5
TAgn*’lfjf(;:yow 9.8 19.3 25,7 8.6 19.3 71
Kantan 10,5 6.6 17.8 4,2 6.9 6,6
0 29,9 51,9 47,1 1,1 24,9 21,7
pounMmMnaoH
Bynupamar 6.8 14,3 22,5 5,6 13.8 4,8
ap 6.8 10,4 20,7 7.6 11,0 6,2
na0cynbhan 8.3 12,6 24,1 5,9 13,8 5,4
cynbibar 8,5 12,1 22,4 5,3 12,7 6,4
AT 21,6 22,4 42,6 6,4 12,0 11,8
Vnpoamon 11,0 10,7 40,0 8.2 10,9 16,3
MNepmetput 6.8 1.8 18,8 5,2 1.2 8,6
Mapatuo atun-d, (IS) 1.8 7.2 13,0 4,7 6.8 7.0
Tuamuunupodocdar(IS) 9,1 19,9 28,3 9,0 22,5 12,8



[na cpasHeHua, npu ucnonb3osanuu C18/MBA 6binu nonyyeHst 0CO
<15% ana 74% onpeaenAaemMbix BeLLECTB, a AnA COP6EHTOB C AMOKCUAOM
LIMPKOHWA — 3HauuMTenbHO MeHblue, Beero ana 9%. 06paboTaHHble
COp6EHTOM C AMOKCUAOM LIMPKOHUA 3KCTpaKTbl 6binn 0co6eHHO
npo6nemHbiMu, Ana 100% ykasaHHbIX BbllLie OnpeAensemMblX BELLIECTB
0CO cocrasuno 6onee 10%, ana 57% u3 KoTopbIX 3HaUMTENLHO 60rbLUE
20% npw 100 BBoAax. 310 yKa3blBaeT Ha OTpULIATENbHOE BNUAHME
BbICOKMX OCTAaTO4HbIX YPOBHEW MaTpULibl MPU OYUCTKE C UCMONb30BaHWEM
C18/MNBA v copbeHTa ¢ 0KCUAOM LIUPKOHUA, YTO OTPULIATENbHO
BO3/EICTBYET Ha NPONU3BOAMUTENBHOCTL NMPUBOPA U NPUBOAUT K
3HauyMTeNbHO 6onbLIe BapuabenbHOCTM OTKNIMKa OnpeaenaeMblx
BeLLecTB. ITM pesynbTatbl NOATBEPXKAAIOT NPEBOCXOAHOE yAaneHue
matpuubl npu ucnonb3oaHum EMR—Lipid, uto npuBoamt K MeHbLUel
aKTMBHOCTM Xpomartorpatmyeckoro notoka, 60mnbLUEei TOYHOCTU NpK
HecKonbkux BBoAax 1 o6pabotke 6orbLuero konuyectsa npob nepea
npoBeJeHUEM TeXHUYECKOro 06cnyXnBaHuA.

BbiBogbi

bbina paspabotaH 1 BanuampoBaH 6bICTPbIi, HAAEXKHbIA U ACHBIA METoA
ucnonb3oBaHua QUEChERS, npusHanHoro AOAC, ¢ nocneaytolieit
oumncTkoi ¢ ucnonb3oBaHuem Agilent Bond Elut EMR—Lipid ana
aHanusa 23 noaxoaawmx ana [X- nectuumzos B aBokazo. beina
BbIMOMHEHa OLIeHKa BIIMAHWA MaTpULbl, @ TaK)Ke CPaBHEHUE C 0YUCTKOM
TpaauumoHHbimu C18/MNBA 1 copbeHTOM ¢ OKCUAOM LIMPKOHMA.
Peaynbratbl nokasbiBator, uto EMR—Lipid o6ecneuunsaet nyyiuyto
xpomatorpadmueckyto uuctoty ana X-MC n IX-MC-MC no cpaBHeHuio
¢ C18/MNBA v copbeHToM ¢ oKCMAoM UMpKoHUA. BHeapeHWe ouncTkm ¢
ucnonbsosaHnem EMR—Lipid ynpowiaet ucnonbsosavue MX-MC ana
aHanu3a npo6 MaTpuL, ¢ BbICOKUM coAepiKaHue xupoB. CpaBHeHue
13BrieYeHMA NoKasbIBaeT, YTo ouncTka ¢ ucrnonb3oBaHnem EMR—Lipid
naert cpasHuMble ¢ C18/MBA v nyuime, yem ¢ copbeHToM ¢ OKCUAOM
LMpKOHMA, peaynbratbl. Hanbonbluee npemmywiectBo EMR—Lipid B atom
NPUMEHEHUM 3aKIT0YaNoch B BbICOKOI CTEMEHM OYUCTKU MATpPHULLbl, UTO
obecneunBano BbigatoLLytoca Bocrnipouasoaumoctb ana 100 BBoos npu
'X-MC-MC. Otknuku onpeaenaembix BELLECTB AnA 06paboTaHHbIX
C18/MNBA 1 ocobeHHo copbeHTOM C OKCUAOM LIMPKOHMA NPo6 UMenu
oyeHb 6onbluyto BapuabenbHocTb B akcnepumerTe co 100 BBogamu.
Takum obpasom, ucnonb3oBaHue EMR—Lipid B kauecTBe matepuana
ana ounctku ATOI B npouecce QUEChERS nosbiwaet obuyto
Npou3BoANTENBHOCTL NabopaTopum, NOBbILLAET NPOBONOTOK, CHUXaeT
3atpatbl Ha 06paboTKy M NPOBEPKY AaHHbIX, CHUXAET NOBTOPHbIE
06paboTkn napTuii M HeobxoaUMOoCTb 06CNyXMBaHNA NPUOOPOB.

B 6yaywmx pabotax 6yAeT BbINOMHEHO MCCNeA0BaHWE YNyYLLEHHOTO
yAaneHua MaTpuubl ANA APYIMX CHOXHbIX, COAepXKaLumx 6onbLuoe
KOIMYECTBO >XMPOB NP6 1 LiENeBbIX BELLECTB.
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HononuurenbHaa nupopmaumna

MpeacTaBneHHble AaHHbIE ABNAOTCA CTAHAAPTHBIMU 3HAYEHUAMM.
[nAa nonyyeHna AONONHUTENbHOW MHOPMALIMM O HALLMX NPOAYKTaX
1 ycnyrax noceTuTe Hall Be6-caiiT no agpecy:
www.agilent.com/chem.
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