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KoNnM4ecTBEHHbIN aHanm3a
MUKpPOYacTUL, NacTrka B 0bpasLax
N3 OKPYXKaroLLEen cpeibl C MOMOLLbHD
nnponnsa n ' X-MC/1

AHHOTaUuA

MHTepec K Konmn4ecTBEHHOMY OMnpeAeneHno MMKPOYacTuL, MacT1Ka B o6pasLiax

13 OKpy>KatoLLet cpefibl TOCTOAHHO pacTeT. HacTosLme pekoMeHAaUmmn N0 MPUMEHEHNIO
OMKMCbIBAIOT HAZEXKHYHO XKNKOCTHYHO 9KCTpaKLmMio noa AasneHvem (PLE)

C VICMNONb30BaHEM METOLNKM MUPONN3-Ta30BON XpoMaTorpadum — Macc-CrnekTpoMeTpUm
(Mnpo-T'X-MC) Anst KONMMYECTBEHHOIO aHaIM3a MMKPOYacTyL, MIacTUKa, B YaCTHOCTM
nonunatunena (M3), nonunponwunena (MM) 1 nonuctupona (MNC), coaepXraLimxcs

B MaTpuLax OKpy»atoLLen cpelbl B HU3KOW KOHLEHTPaLWK, C MCNONb30BaHNEM

cucteMbl I'X-MC/] Agilent 5977B ¢ BbiICOKO3hhEKTUBHBIM UCTOUHMKOM HES, X

Agilent 7890B v nporpammHoro o6ecrnedenns paboyeit ctaHumm Agilent MassHunter.
MponsBoAMNach oLeHKa JIMHENHOCTH, Npefiena KonnyecTBeHHOro onpeaeneqns (LOQ)

1 BOCMPOW3BOAMMOCTH B peasibHblx 06pa3Liax 13 okpy»karollein cpefpl. ' X-MC/]
crnpaBnseTcs ¢ NPO61eMOt HEAOCTAaTOHMHOCTM NPeAEenoB OBHAPYXKEHWS, KOTopas
BbI3blBana 3aTpyaAHEHNS NPY NMPUMEHEHWM NPpeablayLLUnX MeETOANK. [1nsg MuKpoyacTmy,
nnactuka 13, MM u MNC npoBOAWIN KONNYECTBEHHOE OMNpefeNieHVe C MOHMKEHEM
KoHUeHTpaummn Ao 0,005 Mr/r. OTnnYHble nokasaten nuHeHocT (R?>0,97) 6biin
MoyYeHbl ANa KanMbpoBOYHbIX MPO6 ¢ KOHUeHTpauuamu ot 0,005 ao 1 mr/r. MNokasaTtenu
OTHOCUTENIBbHOMO CTaHAAPTHOro OTKIOHeHUs (RSD) npu aHanmse 06pasLioB C M3BECTHOM
KOHLIEHTPaLWeN BeLLeCTBa U 06pa3LoB U3 OKpy>KatoLLe cpeabl He npeBbiluany 10%,

YTO AEMOHCTPMPYET OT/INYHYHO BOCMPON3BOAUMOCTD U HAAEXKHOCTb CUCTEMBI.



BBepeHue

MuKpo4dacTuLbl NnacT1ka 06bI4HO
onpenenstoT Kak YacTuLbl NnacT1ka

1N ero GparMeHTbl ASIMHOM MeHee 5 MM.
3TV YaCTuUbl NONAZar0T B OKPY>KatOLLYHO
cpefly U3 MHOTMX MCTOYHMKOB 1 HaxoasTcs
B HeWt COTHM NeT u 6osee, TakMM 06pa3oMm
yBENUYMBAs LLIAHChI UX NonagaHus

N HaKOMMNEHNS B OpraHname. B pesynbraTte
BbISIB/IEHWA STUX MPOLIECCOB MOSIBUIICS
MOBbILLEHHbIA MHTEPEC B KOMMYECTBEHHOM
onpeaeneHnn KoHLEeHTpaLnii
MUWKpOYacTUL, NacT1ka B obpasuax

N3 OKPY>KatoLLLeW cpelbl, TakMX Kak No4YBa,
BOAa 1 OpraHNYecKmne CoCTaBNStoLLIME.

113-32 BbICOKOW MONEKYNSAPHOM Macchl

1 MSIOXOW PACTBOPUMOCTM B 6ObLUMHCTBE
PaCTBOPUTENEN KOSIMHECTBEHHbIN

aHanms MMKpoYacTuL, nnacTmka

B 06pasLiax 13 OKpy>KatoLLei cpefp!

C VICNONb30BaHNEM TPaANLMOHHBIX METOAMK
['X-MC n TaHaeMHbIX XKX-MC BbI3bIBan
3aTpyaHeHVA. MKpoYacTumLbl nnacTyka
MOXXHO aHaM3npoBaTh C MOMOLLIbIO
CMNEKTPOCKOMUYECKNX METOLOB, TaKMX

KaK MH(hpakpacHasi CneKTPOCKOMNms

(MC), koTopasa No3BOMSET ONpeaeTb
KONMYECTBO YaCTULL, UX XMMUYECKIMIN COCTaB,
pasmMep 1 0611acTb pacnpoCTpaHeHWs.
[ONONHUTENBHO K 3TUM MeTOLaM,
1CMOJIb30BaHWE TEMMOBOW SKCTPaKLMN
COBMEeCTHO ¢ ['X-MC no3BongeT nony4nTb
MHMOPMAaLMIO O MacCOBO KOHLIEHTpaLK,
YTO MOXET 6bITb Ype3BbIYANHO

BaXKHO /14 LieNieil HopMaTBHOMO
PErynnMpoBaHunst 1 MoOHWTOpWHra."?

N HecMOTpst Ha NepCrneKkTMBHOCTb
MUPON3-ra30BOM XxpomMaTorpadum —
Macc-cnekTpomMeTpum (Mupo-T X-MC),

KaK MpaBusio, X HEOCTATKOM ABMAETCA
HeOCTaTOYHbI Mpeaen O6HapyXKeHWs,
CB$I3aHHble C MaTpuLeln (hOHOBbIe

NMOMEXM N HEOAHOPOAHOE pacnpeaeneHne
MUWKpPOYacTULL MacTvKa B MpobHax.

[npKec v coaBT. NpeanonoXuu, 41o
HaZeXKHoe onpeaeneHne MMKpoyacTuL,
nnacTvka B o6paslax U3 oKpy»atoLleit
cpefibl TpebyeT NokasaTesnen npeaena
KOIMYEeCTBEHHOI0 onpeaeneHns

Huke T Mr/r.2 ns npeofoneHmns aTunx
aHaIUTUYECKMX OrpaHnyeHni mpkec

1 COaBT. paspaboTanu HafleXKHYHo
METOAVKY, KOTOpast UCNONb3yeT
YKUAKOCTHYH 9KCTPaKLIMIO Noj faBieHneM
(PLE) ¢ nupo-TX-MC nns Konu4ecTBeHHOro
aHanmsa MMKpOoYacTuL nnacTunka

B HU3KMX KOHLIEHTPALMAX B CNIOXKHbIX
OT/IOXKEHMAX, MOYBE M MaTpuLax ocaaka
CTOYHbIX BOf,.° ABTOPbI pa3padboTasnm
MEeTOoAVKY, 0becrneynBaroLLyto

aHanm3 ¢ OTHOCUTENbHO BbICOKOM

MPOMYCKHOM CMOCOBHOCTBHO TaKmX

4acTO BCTPEYAOLLMXCA MUKPOYACTHL,
nnacTvka, kak nonunatuneH (Ma),
noavnponunex (M) n noaMcTUpon

(MC). AaHHas pekoMeHaaLMs Mo
NPUMEHEHMIO OMUCHIBAET BO3MOXHOCTb
ncnonb3oBaHus cuctembl X-MC/J,
Agilent 5977B ¢ BbICOKO3(hMEKTUBHbLIM
nctouHnkomM HES c Agilent 7890B

X 1 nporpaMMHbIM obecnedyeHnem
pabouyen ctaHumm Agilent MassHunter
ANs peanuaaunm aToi METOANKN.

B yactHocTh, TX-MC/] oueHnBanaco

B OTHOLLUEHWUW IMHENHOCTW, NPeae/ioB
KonudecTBeHHoro onpenenerus (LOQ),
BOCMNPOWU3BOAMMOCTH, OBHAPY>KEHNS U
Konun4yecTBeHHOro aHanmaa M, M n ric
B peasnbHbix 06pasLiax N3 oKpy>KatoLLein
cpefbl. Kpome nepedncneHHbix Hanbosnee
PacnpoCTPaHEHHbIX MUKPOYaCTUL,
N1acTUKa, C MOMOLLbHO 3TOM METOAMKM
MOXHO aHanM3vnpoBaTh Apyrne Tunbl
N1acTuKa, Hanpumep NoMMepPbl HENIOHa,
nonuypetat (MY), nonuatuneHTepedbTanat
(M3T), sTuneHBuHUNaLeTaT

(3BA), nonvuHunxnopua (MBX),
aKpWUNoHNUTPUN-6yTaaneH-cTupon (ABC)

n dbTOpyrNepoaHble NoNNMeEpbI.

SKCﬂepMMeHTaﬂbHaﬂ
4yacCTb

MNoarotoBka Npo6 u cTaHZapToB

Mnoxas pacteopumocTb M3 1 MM

B 60/bLIMHCTBE pacTBOPUTENEN AenaeT
NPUroTOB/EHWE KaNTMBPOBOYHbIX
KOHLEHTpaLuit 3 6a30BbIX PaCTBOPOB
nyTem pasBefeHNst MPaKTUYECKH
HEBO3MOXHbIM. [psiMOe B3BeLLMBaHWe
NOMMMEPOB TaK>Ke HEMPUEMIEMO 13-3a
OLLMOBOK, CBSA3aHHDBIX C B3BELUMBAHUEM
OYeHb MafbIX KOMMYECTB, HEOBXOAVMDIX
[11 NOArOTOBKM HUXKHMX FpaHmLy
KanmépoBKK. CneaoBaTensHo,
KannmépoBOYHbIe NPOGbI BbIn
NPWUroTOBJIEHbI MyTEM NOCNeA0BaATENbHOMO
pa3BeeHnst 6a30BOI CMECH MHEPTHOM
MaTpuLei (KanbLUMHUPOBAHHbIN
MopcKoit necok). M3, MNC (nonvmep

MCC) n MM (Sigma-Aldrich) nsmenbyanm
B KpoMesibHMLE 1 250 M Kaykaoro
BELLEeCTBa CMELUMBANU C MPOKaNeHHbIM
MOPCKMM MeCKOoM, Y4To6bl Nony4nTb 10 T
6a30BoI cMeck. CMeCb rOMOreHn3MpoBasm
B TeyeHue 20 MUHYT B niaHeTapHON
MenbHuUe. [poBoannm ceputo
pa3baBreHnii 6a30BOI CMECK, CMeLLINBas
OT 1 10 2 I CMECW C NECKOM, YTOObI
MONYYUTb KOHLIEHTPALMIO monmMMepa

[1s1 KaXkK oM TouKM Kanméposku oT 0,005
10 10 Mr/r. CMeCb roMOreHnsnpoBani
noC/e KaXkAoro aTana pa3seaeHuns.

[ns npoeeaernsa PLE 1 1 npobbl
noMeLLanu B S4ENKK Ans aKCTpakLumm 13
HepykaBetoLLein cTanm o6bemom 10 M

1 3KCTParvpoBanu ¢ NCnob30BaHNEM
060pyA0OBaHMSA ANS SKCTPaKLMm
pacTBopuTenem. lNpeaBapuTenbHyro
SKCTPaKLMKO METAHOIOM WUCMONb30Banu
NSt YMEHbLLUEHWSA BAMAHNSA MaTPULibI.

[nsa aKCTpakumm MYKpoYacTmL, NiacTuka
MCMNOb30BaN TeTparnapodypaH npu
Temnepatype 185 °C v gaBneHnn 100 6ap.
SKCTpaKTbl COBMPanu B BUanbl 06beEMOM
60 M5, cofepxxalme 200 Mr NpoKaneHHoro
cunukarens. rflocne akCTpakuum B kavecTse
BHYTPEHHero ctaHaapTa A06aBNsnm

10 Mk nonvcTupona-ds (270 MKr/mn

B AnxnopmeTane, Polymer Source). 3aTem
pacTBOPUTESb BbINApUBav C OCaXKAEHEM
NOMIMMEPOB, 3aXBaYEHHbIX CUIMKArenem.
MuKpoYacTULbl NIacTuKa, OCTaBLUMECA

B BManax, n(poOMbIBann AMXI0PMETAHOM

He MeHee Tpex pas. 3aTeM CunnKaresb
rOMOIEHN3MPOBASIN B TEHYEHNE 5 MUHYT.

Moapo6Has nHhopmMaLms 06 aTanax
NOArOTOBKW CTaHAapTa U NPOGONOAroTOBKe
npencTaBneHa B nyénvkaummn Jupkec

n coasT. (Dierkes et al.).

[nst KannBpPOBKY, BannaaLmmn METOANKN

(3a VICKOYeHEM 9KCTIEPUMEHTOB

C pa3MepoM YacTuLL), MOArOTOBKM

X0MN0CTbIX NPOG (CofepsKaLLMX TONbKO
NEeCoK) v 06Pa3LOB K3 OKPY>KatoLLER cpeabl
SKCTPAKLMHO MPOBOAMIN C UCMONb30BaHNEM
O[IHOW 1 TOW e MpoLeypbl.

AHanus ¢ nomoubto nuponus-FX-MC
u o6opyoBaHue

AHanma Bcex Npo6 METOLOM MMPONN3-
’X-MC npoBognnu ¢ Ucnosib3oBaHUeM
nvponnsatopa Multi-Shot Pyrolyzer
EGA/PY-3030D 1 npo600T60pHMKA
Auto-Shot Sampler AS-1020E (Frontier
Laboratories), razoBoro xpomatorpada
7890B n cuctembl MX-MC/ Agilent 59778
C BbICOKOA(DHEKTUBHBIM UCTOUYHNKOM
HES. 1ns aHanunsa kaxaoi npobbl 20 Mr
rOMOrEHN3MPOBAHHOIO CUAMKarens
B3BeLLMBaM B YaLlKe 415 MMpomn3a
o6bemom 80 Mk (Eco-Cup LF, Frontier
Laboratories) 1 npoBoanv NMponm3

npw 600 °C.

[a30BbI xpomaTorpad 7890B 6bin
OCHalLieH KOTOHKOW C BHYTPEHHNM
anametpom 30 M x 0,25 MM 1 TOSLLMHOWN
asbl 0,25 MKM ¢ (5%-heHnn)-
METUIIMOINCUIIOKCAHOM (Harnpumep,
HP-5ms Ul, 19091S-433Ul). MNoBblLeHWe
NPOV3BOANTENBHOCTM NPU aHanmnse
HM3KNX KOHLIEHTpaLWiA onpeaensieMbix
BELLECTB 06ecneynBaeT MHEPTHDBIR TPaKT
nHTepdeica Agilent M'X-MC, koTopblit
npeaHasHayeH 415 paclunpeHmnst
[Mana3oHa KOMMYeCTBEHHOMO aHam3a u



ob6Hapy>keHus BellecTB. Cuctema M'X-MC/],
Agilent 5977B ¢ BbICOKOS(DMEKTUBHBIM
ncTouHnkomM HES 6bina ckoHburypmpoBaHa
C 9KCTPaKTOPOM MCTOYHMKA NOHU3aLMN
SNIEKTPOHHbBIM YAAPOM U (DYHKUMOHMPOBana
B pPeXXMMe MOHUTOPUHIa BbIGPAHHOIo MOHa
(SIM) ans o6ecnedeHns MakcUManbHO
YYBCTBUTEbHOCTU. KCTPAKTOP UCTOYHMKA
MNOHU3aLMM 3NEKTPOHHBIM YAapOM
NO3BONAET YBENMNYNTb KOMYECTBO

MNOHOB, CO3[JaHHbIX 1 MEPEHECEHHbIX

13 Tena UCTOYHNKa B KBAAPYMNObHbIN
Macc-aHanmnsaTop. Bpemst aHanvsa

["X-MC cocTaBuio 29 MUHyT.

B Tabnuuax 1 v 2 npnBefeHbl CBOAHbIE
[aHHble 0 KOHMUIypaumm CUCTEMb

['X-MC n napameTpax, UCrnonb3yemMbix

0151 peanuaaummn MeTOANKN.

Ta6nuua 1. lNapamMeTpbl ra3oBoOro xpomatorpada
Agilent 7890B.

MapameTp 3HayeHune
VSRS C penexuem u 6e3
» fenenus noTtoka (SSL)
Pexxum C peneHvem noToka

KoadbduuneHT genenuns | 20:1

CyMMapHbIi NOTOK 28,2 Mn/MUH

[a3-HocuTenb lenwit

4 MM id, c peneHvem

JlanHep ucnaputens
noToka, cTeknoBaTa

KaTano)xHbin Homep

Ta6nuua 2. MNMapameTtpbl cuctembl I'X-MC/ Agilent
59778 ¢ Bblcok0a(hHEKTUBHBIM NCTOYHMKOM HES.

MapameTp 3HayeHune
Mogenb 5977B
MNcTouHunk XTR EI 350
®daiin HacTpoWikn El-Atune.u
Pexum SIM
3ajepxKa anqa yctpaHeHus 2

MWH

addekTOB pacTBOpUTENS
Pexwvm HacTpoikn
3/1eKTPOMarHUTHOro 1
HanpskeHus
O6HapyeHue cnefoBbIxX Omrn.
KOJIYeCTB MOHOB
TemnepaTypa KBafpynosibHOro o

150 °C
Macc-punbTpa
TemnepaTypa UCTOYHMKaA 230°C
TeMﬂepaTypav 280 °C
TPaHCMOPTHON NINHUK
Bpems 3agepxku 100 mc

MeToguka c6opa faHHbIX

M KONMYecTBEHHOro aHanaunsa
MporpaMmmHoe o6ecnedeHrie paboyen
cTaHunn MassHunter Bepcun B.07.00
“cnob3oBanoch Anst céopa 1 aHanmaa
ZaHHbIX. MpoAyKTbI NMPON3a,
cneunduyHble AN KaXkAoro nommepa,
Habnoganv B pexxume SIM (MOHUTOPWHra
BbIGPAHHOIO MOHA) /19 KONIMYECTBEHHOMO
aHanmsa C NoMOLLbIO NMPOrPaMMHOro

9HOTEpbI, XBOKO TMCA, FYMUHOBbLIE
KMCNOTbI, e kapna, pakos,
MOTOPHOE Maco 1 GUNLTPOBANbHYHO
6ymary, npefcTaBnstoLLe TUNMYHble
WNHIPeANEHTbI MaTPULL 13 OKpY>KatoLLen
cpefbl, Takne Kak 6enku, XKnpbl

1 nonuncaxapuipl.

CTeneHb M3BNeYEHUA METOOMKN
onpeaensnu nyTem aHanmaa 1 r

necka, cofepaltiero 3% ot Beca
r'YMWHOBBIX KMUCOT C JobaBNeHnem

M3, MM wn MC B koHUeHTpaumax 0,05

1 0,75 mr/r. BocnponsBoanMocCTb
METOANKM onpeaensanu ¢ NoOMOLLbHO
NMOBTOPHOrO aHanmsa NaTn 06pasLoB 13
OKpY>KatoLLer cpelibl, Kaxabli N3 KOTOPbIX
SKCTparMpoBasnin HECKObKO pas.

BnnsiHne pasmepoB MyKpoYacTuL
nnacT1ka Ha BOCNPOU3BOAMMOCTb

1 onpefeneHe M1MHUManbHoM Maccbl
npo6bl, HEOGXOAMMOW A4St NOAYYeHNs]
penpe3eHTaTUBHbIX aNMKBOT, ONpeaensm
nyTeM aHannaa cMecer necka v N3 aByx
pasHbIx pasMepoB. (0T 10 go 50 MKM 1 OT
200 g0 400 MKM) Npu ABYX KOHLEHTPaLUMsX
(1 mr/rn 10 mr/r).

[ns oueHkm athHEKTUBHOCTU METOAMKM
TECTVPOBaHWS SKCNEPUMEHTaNbHbIX
06pa3LoB 13 OKpyXKatoLLei cpefbl 66110
cobpaHo He MeHee 500 I Ka) oW 13
MaTpuL, BK/OYaA 0calo4Hble OTIOXKEHNS,
PEYHYHO BOAY, COAEPXKaLLO B3BeLLeHHble
BELLECTBA, NPUAOPOXKHYHO MOYBY, MOYBY A4

[ 5183-4711 obecneyeHna MassHunter Workstation. CODLLIEYHBIX KVSTLTYD Y OCAIKY CTOUHBIX BO
PR AERE B Ta6ﬂ|/ILLe 3 NOKa3aHbl UOHBI U BpEMS KOF'ID'O ble no, é/e I—gEMCb B(§l3 LLIHOW C LLIKg"
Tewneparypa s20°c YACPKVMBAHMS, HAOMONGEMbIE AN 3aTe5| no, Fé:lTOBpKe SKCT aKﬂI}I/M 7 aHanm3 I
ucnapurenst NPOAYKTOB NMMPONM3a NOMNMEPOB. A ' paKL Y-
T TLLI,aTeJ'IbHO nsberanu 3arpA3HeEHNdA
epmoctar [1na KONMYeCTBEHHOrO aHany3a NpOB MNACTUKOBBIMU MHCTPYMEHTaMY
HayanbHas Temnepatypa 20°C Ka)'IVI6pOBOLIHbIe KpuBble 6b1nn n cocygamu.
TepMocTaTa noao6paHbl ¢ Cnob3oBaHmem 1/x
e e S - B3BELUMBAHNSA C MOMOLLIbIO UHCTPYMEHTA
N —— ANS KONUYECTBEHHOrO aHanunsa
nporpamMmmMHoro obecnevyeHnsa MassHunter.
CkopocTb namMeHenusa 1 | 20 °C/MuH
KoHeyHas 320°C OLl,eHKa U Banngauuna MmeToaunkKun
Temnepatypa 1 CenekTMBHOCTb MeTOANKW oLeHBann
KoHeuHast BbiaepkKka 1 | 13 Mk nyTeM SKCTpaKLUMK 1 aHanmsa MaTpu,
O6uiee Bpems pa6oTbI 20 MuH He 3arpA3HeHHbIX MUKpoYacTLamMm
nnacTukKa, CMellaHHbIX C MOPCKNM
Konohka neckoMm (3% oT Beca). MaTpuubl
Tun dasa 5%-theHun- BKKOYann opeBeCUHY BULLHW, TNCTbA
MEeTUINONNCUIIOKCaH
OnvHa 30m Ta6numua 3. VoHbl 1 BpEMS yaepK1BaHKd, Habntogaemble /15 KaxkAoro nonvMepa 1 npoayKTa nuponmvsa.
OunameTp 0,25 Mm
Haé6niogaemble Bpems yaepxxuBaHus
TonuwmHa dasbl 0,25 MKm Monumep MpoayKT nuponu3sa MOHbI (M/2) (MuH)
Pexxum ynpaenenms MocToRAHHBIA NoToK MonunponuneH | 24-auMeTun-rent-1-eH 126,70 4589
Motok 1,2 mn/mnH Monuatunex 1,14-neHTageKa-aueH 81 10,29
CoeanHeHune Wcnaputenb ¢ Aenexnem Monuatunex 1-neHTageueH 97 10,32
1 6e3 AeNneHnsa noToka
UEIEE AT A (SSL) Monuctupon CTupon 104,91 5,54
BbixogHoe coeguHeHe | MCL MNonuctupon-d5 Ctupon-d5 109 5,50

CVHWI: NOHBI-KBanubUKaTopbl




PesynbraTbl
N 06CyXXaeHune

JInHetHOCTb 1 Npepenbl
KOJINYEeCTBEHHOrO onpefeneHus

Ha pucyHke 1 npefctaBneHbl
XpOMaTOrpaMmbl 3KCTParMpoBaHHbIX
MOHOB CTaH4aPTHOW CMeCH Npu
KOHUeHTpauum 0,25 Mr/T.

[nsi NOCTPOeHMS KannMbpOBOYHBIX KPUBbIX
paccyMTbIBaM OTHOCUTESNbHbIE MloLLaam
MUKOB C UCMOJIb30BaHNEM B Ka4ecTBe
BHYTPEHHEero ctaHaapTa nonuctnpona-ds.
[na Bcex NOAMMEPOB MPW CHUXXEHMN
KOHUeHTpaLuun 1o 0,005 Mr/r 6binn

NOJyYeHbl MHENHbIE KanuGpPOBOYHbIe
Kpuble (R?>0,97). JIMHelHble 3HaYeHNs

6blnn nonyyeHbl 4o 1 mr/r ansa M un MC.

[na M3 6b1nm NonyYeHbl TMHENHbIe
3Ha4YeHns o0 KoHLUeHTpauun 10 Mr/T.

J10XKHOMONOXNTENBHbIE Pe3ynbTaThbl
0B6HaPY>KEHNA MUKPOYaCTWL, NMacT1ka
BbI3bIBatOT GECMOKONCTBO N3-3a
NMOBCEMECTHOI0 MCMOb30BaHNA

nnacTvka B 60/bLIMHCTBE abopaTopuii.

CnepoBatenbHO, aBTOPbI ONpeaenunmv
npefen KoM4YecTBEHHOIO onpefenieHnd
KaK KOHLIEHTpaLMIO, Mpu KOTOPOM 95%
XOf10CTOMN NPO6bI NOKa3bIBatOT 6oee
HU3KUIM curHan. icnonb3ys cpefHior
4YYBCTBUTENIbHOCTb AeTeKTopa AN

17 X0NOCTbIX MPOB, KOHLEHTPALMK

XOMOCTbIX MOSIMMEPOB C OFJHOCTOPOHHMM
JIOBEPUTENbHBIM MHTEPBAIOM

(tp- 00501210 = 1,812) Bblnn paccunTaHb!
KakK npeaesnbl KoNM4eCcTBEHHOrO
onpenenenus (LOQ) (Tabnuua 4).

Ta6nuua 4. MNpeaenbl KONNYECTBEHHOTO
onpegenexHus.

Monumep LOQ (mr/r)

nn 0,007

na(m/z97) | 0007

Mna (m/z 81) 0,16

nc 0,008

Bpems yaepxviBaHusi (MUH)

100/ m/z =126 (1)
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PucyHok 1. XpomaTtorpamMmbl 9KCTparnpoBaHHbIX MOHOB CTaHAAPTHOMO PacTBOpa CMecK ¢ KoHLeHTpauuen 0,25 mr/r.



CeneKTUBHOCTb METOAUKMU

MoCKOMbKY METOAMKA KOIMYECTBEHHOMO
aHanunsa nupo-I'X-MC ocHoBaHa

Ha KOCBEHHOM KOJTMYECTBEHHOM
aHanuae NpoayKToB NMPOn3a
nonnmepoB (Tabnuua 3), oLeHnBancb
MOMEXM OT UHIPEAVNEHTOB MaTpULIbI

B He3arpsi3HeHHbIX obpasLiax 13
OKpYy>KatoLLiein cpefbl. B mpoTecTnpoBaHHbIX
MaTpuuax He 66110 0BHapY>KeHO MoOMeX
npw aHanuze MM, peBecHas MaTpula
Oblna UCTOYHWKOM MOBbILLIEHHOIO (hOHa
npv aHanmae MC, 0,042 mr/r. HecmoTpsa
Ha TO, YTO aMUHOKMCNOTa (DeHNNanaHmH
ABNAETCA NPeLIECTBEHHUKOM CTMpONa
npuv Nponmnae, GoraTble 6eIKOM

PbI6GHblE MaTPULLbI HE BbI3bIBAIN NMOMEX.
bBenku yaansnu npu npefBapuTenbHON
9KCTPaKUMN METAHONOM. Takum 06pa3om,
MasnoBepPOSITHO, YTO MPUCYTCTBME
BCTpeYaroLLIMXCs B MPUPOLE BELLECTB,
€C/IN B HNX HE COLEPXKMTCS BbICOKasA A0S
LPeBECUHbI, CYLLIECTBEHHO NOBNNSET

Ha KOSIM4YeCTBeHHbI aHanua MM u IMC

B 06pasliax 13 OKpy>KatoLLel cpeabl,
NPOBOAVIMBI C MCNOSIb30BAHNEM NWPO-
"’X-MC. OaHaKo 6blnv 06Hapy»KeHbI
MOMEXM MPK KOTMYECTBEHHOM aHannse
3. Hanpumep, 30 M MOTOPHOIO

Macna jaBasn MHTEHCYBHOCTb MMKOB
MNOHOB, aHaNOrMyHyto ctaHgapty 1,1 Mr
3. Mony4YeHHbIn pesynsTaT MOXET
npeacTaBnaTb NpobieMy Npy aHanmnse
06pa3sL0oB 13 OKpYyXKatoLLeit cpefpl,
3arpsA3HEHHbIX MAaCIOM U GEH3MHOM.

B Lenom npeaBapuTenbHas sKCTpakums
METaHOSIOM, 3KCTPaKLMs pacTBOPUTENEM
C TeTparnapodypaHoM 1 UCNoNb30BaHWe
MNOHOB-MHANKATOPOB A1 KOJTMYECTBEHHOMO
aHanmsa, obecnevmBan BbICOKYHO
cneundnyHOCTb METOAMKN U ee
NPUFOAHOCTb A5 KONMYECTBEHHOIO
aHanu3a MMKpOoYacTuL, NnacTuka

B MaTpuLax, coaepaLuyx 60nbLIoe
KOIMYECTBO OPraHUYECKNX COEAMHEHWIA.

CTteneHb n3BneyeHus
M BOCNpon3BognMoCTb MEeTOAUKU

B Tabnuue 5 nokasaHbl pesynbTaThl
nasnedeHna MM, NcC v N3 B ryMMHOBbIX
KMCNOTax U MOPCKOM MecKe. Yuntbieas
CTaTUCTUYECKYIO MOrPELLHOCTb

+20%, BNUSAHWE MaTpULL He MCKaxano
pe3ynbTaTbl aHanuaa. VisBneveHne 13
LPYTrVIX OPraHnyecknx MICTOYHNKOB — dune
Pbl6, PaKoB, NMMCTHEB 1 XBOW — NPUBOANIO
K aHanorM4HbIM pesynbratam. [Nokasatenu
OTHOCWTESNIbHOIO CTaHAAPTHOIroO
oTknoHeHust (RSD) He npeBblwann 10%
UM BbINK HUXKE, YTO AEMOHCTPUPYET
OT/INYHYHO BOCMPOV3BOANMOCTb

1 HAAEXHOCTb METOAMKMN.

Ta6bnuua 5. 13BneyeHvie Ans pasnnyHbIx
NOIMMEPOB ¥ YPOBEHb A06ABOK.

L YpoBeHb CpepHee
Monumep 06aBoK (Mr/r) ussneuyexue (%)*
0,05 95+9
mnn
0,75 85+15
0,05 77 +19
rnc
0,75 118 +17
0,05 <LOQ
na (m/z = 81)
0,75 1231
0,05 114+ 35
na (m/z =97)
0,75 13115
* [loBepuTENbHbIN MHTEPBan t, )= 4,303

0,950 -1=2)

MockosbKy NpAMON (6e3 aKCTpaKLMi)
nunpo-I'’X/MC aHanna 20 Mr MakcrmasbHO
[0NYyCTUMOW NPOBbI AN MMPONN3HOWM
yawku o6bemom 80 Mk nokasan RSD,
noxofsulee 10 50%, Npobbl yBeNMYMAY 10
1000 mr ansa PLE ¢ TeTparmapodypaHoMm.
McnonbzoBaHue 200 Mr no Becy And
dpakumit pasamepom ot 10 go 50 MKM
npuBOANIIO K pesynsTtaty RSD<10%,

B TO BpemMs Kak aAna dpakuyuii ot 200

10 400 mkm gaxke 1 000 Mr no Becy
npvBoanno K RSD 21%. PesynbTathl
MOKasblBakOT, YTO NPO6LI, coAepyKalme
MUKPOYaCTULbl NS1aCTUKa pa3MepoM
6onee 200 MKM JOMXKHbI ObITh
N3MebYeHbI B KPMOMENbHWLIE Nepes
nposefeHnem PLE anga nonyyeHus
OAHOPOAHOr0 pacnpeaeneHns YacTud.

lMpousBoguUTENbHOCTb METOAUKKN ANA
aHanmn3a 06pa3LoB U3 OKpY)KatoLuel
cpegpbl

OcafiouHble OT/IOXKEHNS, B3BELLEHHbIE
4acTuLbl, NOYBA 1 OCaZKM CTOYHbIX BOZ
ObINM NPOaHaNN3MPOBaHbI HAa HaNnyKe
3arpasHenus MM, M3 n MC. PesynbtaThl
NPOBEIEHHbIX aHaNM30B NPeACTaBeHbI

B Tabnuue 6. BbiBoAbI, KOTOPbIE CneayeT
OTMETHUTB:

+ B peyHbIx 0ca0uHbIX OTIOXEHMAX
MM 1 M3 6b1n 06HapY>KeHb!
B KOHUeHTpaumsax 0,032 + 0,001
1 0,028 + 0,006 Mr/r cCOOTBETCTBEHHO,
B TO BPEMS KaK KOHLEeHTpaums NC
6blna HXKe Npegena KoM4ecTBEHHOro
onpegenenus (0,008 mr/r). M3 n MM
OblnM 06HapPY>KeHbI BO B3BECK B
MaKCUMasbHbIX KOHLEHTPaLIMSX
0,98 + 0,02 1 0,055+ 0,010 mr/r
COOTBETCTBEHHO.

+ B ocagkax CToYHbIX BOg BCe Tpu
nonvmMepa Oblnn 0bHapy>KeHbl
B AManasoHe KoHueHTpauwmi ot 0,08
+0,02 mr/r (M) go 3,3+ 0,3 mr/r (M93).

. [opLueYyHasa noysa cogeprkana
3 B KOHLEHTpaUmsIX, CXOAHbIX
C TaKOBbIMM U3 OCaAKOB CTOYHbIX
Bof, HO [l 6b1n1 06HaPY>KEH TONBKO
B CNefoBbix koimdecTBax. 1C He 6bin
O6HapY>KEH.

+ B npuoopoxxHoit noyse Bce Tpu
nonmmepa 6b1In BbISBAEHDI
B NpefesibHbIX KOHLUEHTPpaLmMax
0,85+ 0,07 mr/r (M9).

3TV pesynbTaTbl NOATBEPXKAALOT,

yTo cuctema ' X-MCJ1 Agilent 5977B

C BbICOKO3(D(MEKTUBHBIM UCTOYHNKOM
HES npumennma gns nupo-I'X-MC
0B6HaPY>KEHNSA N KONMHYECTBEHHOIO
aHannsa MmMkKpoYacTuL nnacTtuka 19,
MM v MC B pasnuyHbIX TUNax MaTpuL.

Ta6nuua 6. PeaynbTaTthl aHannsa 06pasLoB U3 OKPYXKatoLLeh cpefbl.

na nn nc
CpepHee CpepHee CpepHee
Mpo6a N (mr/r) RSD (%) (mr/r) RSD (%) (mr/r) RSD (%)
Mousa 1 7 0,79 6,0 0,039 74 0,054 9,6
MouBa 2 6 0,85 73 0,040 92 0,057 79
Ocapok 1 7 3,03 6,8 0,100 12,3 0,61 4,1
Ocapok 2 7 3,27 4,2 0,081 10,0 0,50 4,0
;ZtL::qHaﬂ 7 2,81 7.1 <0,007 HenpMMeHUMo <0,008 HenpMMeHuMo




3aknoyeHue

Cwuctema M'X-MC/ Agilent 5977B

C BbICOKOS(M®HEKTUBHBIM UCTOYHUKOM
HES ¢ 'X Agilent 7890B 1 nporpaMMHbIM
obecnedeHvem pabodeit ctaHummn Agilent
MassHunter npuaHaHa adexkTnBHOM ANS
PYTUHHOIO, HAZLEXHOI0 U JOCTOBEPHOIO
KOSIMYECTBEHHOMO aHamn3a MMKpo4acTuL,
nnacTvKa B OKpYyXKatoLLlel cpefe

C MCMNOJIb30BaHNEM METOANKMN NMUPO-
"X-MC, onuncaHHol B paboTe [JMpkec

c coaBTopamm (Dierkes et al.). B yacTHOCTMH,
c 'X-MCL yoanocb cnpaBuTbCA

C Npo6nemMoit HeJOCTaTOYHOCTH
npeaenoB 06Hapy>KeHns, KoTopas
BbI3blBasia 3aTPYAHEHNS NPY MPUMEHEHIN
npeablayLmnx MeToanK. KonnyecTBeHHbIN
aHaIM3 MMKpPOYacTUL, N1acTuKa,

Takux kak M3, M n MC, 6b11 ycnewHo
NpoBeAEH NPY HUBKNX KOHLIEHTPaLIMsAX
(00 0,005 Mr/r) B UCMbITYEMbIX MaTpULIAX
1 aKCMEepUMEHTaNbHbIX 0bpa3Lax

13 oOKpy>KatoLLen cpedbl. OTAnYHasa
nuHeiHocTb (R*>0,97) KanmbpoBOYHbIX
npo6 ot 0,005 Ao 1 Mr/r 6bina nonyyeHa
ana N9, M w NC. Ans N3 6b1A1 nonyyeHsl
JMHEHbIE 3HAYEHNS O KOHLeHTpaLMm
10 Mr/r. INokasaTenn OTHOCUTENBHOTO
CTaHZapTHOro oTknoHeHus (RSD)

npuv aHann3e o6pasLoB C M3BECTHOW
KOHLEHTpaLUwmen BellecTBa 1 06pa3LoB
N3 OKPY>XKatoLLen cpelibl He NpeBbiLanm
10%, YTO AEMOHCTPUPYET OTIIUYHYO
BOCMPOU3BOANMOCTb U HaleXKHOCTb
CUCTEMbI.
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