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AHanus nectmumaoB M KpaCMTGHEﬁ B BUHE

BBepneHue

BuHa MoryT coaepxaTb nectvmumabl M dyHrMuuabl, KoOTOpbiMM ob6pabaTtbiBancs
BMHOIrpaa B npouecce ceoero pocrta. KpoMe T0oro, BUHO MOXET coAepXaTb pa3finyHble
nobasku, KOTOpble npeagHaMepeHHo MCNo/b30BaINUCh Hefo0bpOCOBECTHbLIM
nponssoanTeNneM angd ynyydweHuna ero uBeta n BKyYCOBbIX Ka4ecCTB. BMHa, cogepxawune
B CBOEM COCTaBe nectmungbl n 3anpelieHHble LI,OGaBKVI, MOryT HaHECTU HeI'IOHpaBMMbIﬁ
Bpen 340poBbi0 noTpebutensa. B HacToswee BpeMs Ansa onpeaeneHus  3Tux
KOMMNOHEHTOB B BUHE MCMNOJIb3YIOTCA pas/inyHble aHanuTuyeckme metoabl [1 - 4]. Uenb
AAHHOro uccnegoBaHus — paspaboTka NpocToro, 66ICTPOro U BbICOKOUYYBCTBUTENBHOMO
MeTona ANnAaA OAHOBPEMEHHOIO onpeaeneHna nectmungoB U KpaCMTeﬂeﬁ B BUHE.



3KCI1€pVIMeHTaJ1 bHaA 4aCTb

O6opyanoBsaHue n nporpaMMHoe obecneuyeHume

XpoMaTorpadumnyeckoe pasgeneHme nposoauan Ha YBIXX LX-50 (PerkinElmer) c
Macc-CneKkTpoMeTpuyecknm paetektopoM QSight™ 220 (Macc-aHanusaTop - TPOWHOW
kBagpynone) (PerkinElmer). YnpasneHune npubopom, cbop n 06paboTKy AaHHbIX
OCYLLIECTB/ISA/IN C MOMOLLbIO MporpaMmHoro obecneueHnsa Simplicity 3Q™ (PerkinElmer).

Mpo6onoaroroska

B npobupky ansa ueHTpudyrnposaHmsa noMewann 1.0 ma aHanmsmpyemoro obpasua u
9.0 MAn BOAbl OYULLEHHOM, COAEPXMMOE MNPObMPKKM TLWATENbHO NepeMewmBanm wu
ueHTpudyrmuposann co ckopoctbto 6000 o06/MMH B TedeHne 5 MuHyT. [locne
LeHTpUdYrmpoBaHUsa HaAOCALOYHYI XUAKOCTb (CynepHaTaHT) 6e3 A0NOSHUTENIbHOWM
punbTpauumn nNepeHocMnn B BMany ANsS aBTOAO03aTOpa XWAKOCTHOroO xpomatorpada u
aHanM3npoBanu.

XpomMmartorpadunueckme ycsioBus.

XpomaTorpadunyeckas KonoHka — PerkinElmer Brownlee SPP C18 column (4.6 x 100
MM, 2.7 UM). TemnepaTypa TepMocTaTa KonoHok — 30°C. lMoasmxHasa ¢dasa (A): 5 mM
auetaT aMMOHUS B BoAe, noasuxHas ¢dasa (B) - auetoHuTpun. CKOpOCTb NOTOKaA -
0.8 Mn/MUH, rpagneHTHoe antompoBaHue (Tabnuua 1). O6bem BBOANMMOMN Npobbl — 10
MKJ1.

MapamMeTpbl Macc-cnekTpoMeTpa.

MapaMeTpbl ICTOYHMKA MOHM3ALUNN MACC-CNEKTPOMETPUYECKOro AeTeKTopa npuBeaeHbl
B Tabnuue 2. BpeMeHa yaepXuBaHus, npeaenbl KOMMYECTBEHHOro onpeaesieHus
(NMKO), MRM nepexoabl U ONTUMU3MPOBAHHbIE MapaMeTpbl Macc-aHanmMsaTopa AN
MRM nepexonoB onpegensieMblx COeAMHEHUIN NpeacTaBseHbl B Tabnuue 3.

Ta6nuua 1. NMNporpaMMma rpagMEeHTHOroO 3/1IOMPOBaHUSA

War AY%
i ?53:; 2 bl A:|e'ra'r ALIET:I:/:ITPMII
aMMOHMSA

1 0.0 95 5
2 3.0 60 40
3 5.0 50 50
4 8.0 20 80
5 9.0 5 95
6 11.0 5 95
7 11.1 95 5
8 13 95 5




Ta6bnuua 2. NMNapamMeTpbl UCTOYHUKA MOHM3ALMM MACC-CNEKTPOMETPUUYECKOro

AeTeKTopa
Hanps)keHue ESI + 5500 B
Ocywawuwmm ras 70 egmnHnL,
Pacnbinsiowmm ras (ras 200 eanHuL
pacnbinurens)
TeMnepaTtypa UCTOYHUKA 500°C
TemnepaTtypa HSID 320°C
nHTepdenca
Pe)xxum paboTbl Macc- MRM
aHasnm3aTopa
Ta6bnmua 3. BpeMmeHa yaep>xumBaHua tr, npeaenbl KOJIMYECTBEHHOIO

onpepenenuna (MKO),

MRM nepexoabl

M ONTUMU3UPOBAHHbIE NapaMeTpbl

Macc-aHanumsartopa ana MRM nepexopgoB onpepensieMbiX COeAUMHEHUMN.
MRM
KOJZINYEeCTBEHHbIN nKo
No | AHann3supyembl UOH tx (MMH) CE/>B | EV/B* )
A KOMMNOHEHT MRM R * * n
noaTBep>XAaoLWMN
“ UOH

468.9 451.0 -22 23

1 TapTpa3uH 468.9 5001 1.45 33 23 50
. . 545.9 504.0 -20 24

2 HOBbIN KpacCHbIN 545 9 3411 1.85 34 24 50
KncnoTHbIN 538.8 348.1 -41 27

. KpacHblii-27 538.8 223.0 1.99 -37 27 >0
538.9 158.2 -49 30

4 KapmuH 538.9 | 223.1 2:29 -37 30 >0
. 408.7 392.1 -26 25

5 | ConHe4yHbIn 3aKkaT 408.7 236.1 2.56 59 5 50
KpacHblii 452.9 217.1 -30 17

6 o4apoBaTesibHbIN 452.9 202.2 2.80 -54 17 10

AC

458.8 223.2 -34 20

/ SRS 458.8 | 442.0 3.26 22 20 10
BpunnnaHToBbIN 749.2 306.1 -59 75

8 rony6ou 749.2 171.2 S -71 75 e
836.7 583.0 -69 67

9 SDpuUTpo3nH B 8367 3290 3.81 286 67 10

10 MeTtamnaodoc 142.0 94.0 1.97 -11 22 10




142.0 125.0 -18 22
11 TnameTokcam ;g;g iéig 3.48 ::1,); ;8 0.5
12 Kap6eHaasum 13;8 1228 3.97 :4213 ;g 0.5
13 AnmeToat ;igg i;gg 4.09 jg ;; 0.5
14 AueTamunpua 3;;8 1929§60 4.19 :Ez ig 0.5
15 | Tuabenagason ;g;; gf; 4.40 :5 22 0.5
| oo | 80 | 300 feayna| 2 | w |
17 MNMupuMeTaHun ;888 18027.60 7.48 j; 28 5
18 deHrekcamug ig;i z;; 7.97 ji g; 5
19 | A30KCUMCTPO6MH :g:g ;714218 7.99 :;11,2 ;g 0.5
20 | 2nokcMKoHa3on 2388 1318 8.04 :Eg ;g 0.5
21 TpraaumedoH ;ng ;3;8 8.08 jg gg 0.5
. . -2 2
22 Bockanug i:ig iggg 8.09 _22 zg 1
23 | ONYKBUHKOHA30/ i;gg iggg 8.16 :§2 ;g 1
24 FekcakoHason gi:g 17509'?0 8.44 :;2 ;g 0.5
25 Nmazanun ;g;i 12?1 8.49 ::; ig 1
26 MeHKOHa30/ ggig 17509'.11 8.51 :4212 ;8 0.5
27 ManaTuoH iig ;2;8 8.51 :ig ;8 5
28 Mpoxnopas 2;2:8 37008_'00 8.84 ;(75 ;8 0.5
29 LinnpoanHun ;;2? 1903é.23 8.87 :g; 22 0.5
0| e | 20170 | s | el 2




Tpudnokcnuctpob 409.2 186.1 -43 31

31 WH 409.2 206.2 952 -33 21 0.5
350.0 198.0 -23 25

32 Xnopnupudoc 350.0 97.0 10.00 47 55 0.5

* CE (collision energy) — aHeprusa coygapeHumn
**x EV - (Entrance Voltage) - BXxogHoe HanpsxeHune Ha uHTepdence nepeHoca MOHOB
B Macc-aHanusaTop

O6cy)>xaeHue pe3ynbTaToB
XpoMmaTtorpamMMa Ha puUCyHKe 1 [AeMOHCTpUpyeT KayeCTBEHHbIM U KOJIMYECTBEHHbIN
aHanmM3 npu oAHOBPEMEHHOM onpegeneHnn 23 nectuumaoB U 9 KpacuTenem B BUHE C
nomoLbo paspaboTaHHOro Metoaa.
Kak BuaHo wn3 Tabnuubl 3, 3HadeHusa [MKO ana ueneBbiX KOMMOHEHTOB B BUWHE
HaxoaaTcsa B Anana3oHe ot 0.5 go 50 mkr/n.
Ona Bbibopa onTMManbHOM npoueaypbl NpobonoaroToBkM 6bl1I0 M3YYEHO BIUSIHUE
cteneHn pasbasneHuss ob6pa3lLoB W MATPUYHbIX 3PEPEeKTOB Ha  BeIUYMHY
aHANNUTUYECKOoro cmrHana (4yBCTBMTENbHOCTbL METOAA).
Ona 3toro 6biAKM  NpoaHanuM3MpoBaHbl MoOAeNbHble PpacTBOpPbl C COAepXXaHWEM
Kpacutenen un necrtmumaos 100 v 10 MKr/n COOTBETCTBEHHO, MpW 3TOM B KayecTBe
pacTtBopuTtenen ©6blIM  MCNOMb30BaHbl 06pa3ubl BMHA, pa3baBneHHble BOAOW B
COOTHOWeHuaAx 1:2, 1:5, 1:10 mn 1:20, nonyyas, TakuMm ob6bpa3oMm 4 MoAesibHbIX
pacTBopa. Pe3ynbTaTbl CpaBHEHUS OTK/AMKA AeTeKTopa ANA KaXAoro KOMMOHEeHTa B
3aBMCMMOCTU OT CcTeneHn pasbaBneHus obpasua CyMMUpPOBaHbl Ha pPUCYHKaxX 2 n 3.
Kak BWMAHO M3 PUCYHKOB 2 MW 3 OTKAUK (@HaNUTUYECKWUI CurHan) Bo3pactan C
yBesinyeHneM crteneHn pasbaBrieHUss BUHA, 4UYTO cCBUAeTeNbCTBYeT 06 yMeHbLueHUu
MaTPU4YHbIX 3(@deKToB, B OCHOBHOM 3ddeKkTa noaasBneHns WOHM3aUMM (MOHHOWN
cynpeccumn), npu yBenuyeHum cteneHun pasbasneHusi. OCHOBbIBASACb Ha MOAYYEHHbIX
AaHHbIX, 6blna BbibpaHa cTeneHb pasbasneHns obpasua 1:10.
B kauecTtBe BO3MOXHOro crnocoba o4ymcTkm obpasuoB OT Melwawwux npmmecen 6bin
BbibpaH MeTOoA AMCNEpPCUMOHHOW TBepaoda3Hon akcTpakumm (d-SPE - AucnepcuoHHas
T®3), npuMmeHswowmnnca B Metogonormm QUEChERS (Quick, Easy, Cheap, Effective,
Rugged, and Safe - bbicTpo, MNMpocTto, AéweBo, 2dpdhekTnBHO, HagexHo n be3zonacHo).
AncnepcnoHHyto TOD npoBOAMAM C WCMOSb30BaHMEM TpeX pas/indHbIX copbeHTOB,
KoTopble Wnpoko npumeHstoTcs B QUEChERS: aHMOHOOBMeHHbIM copbeHT Ha OCHoBe
NnepBUYHbIX U BTOPUYHbLIX aMuHoB (PSA), copbeHT C18 u rpacdputnpoBaHHas caxa
(GCB).
Ha pucyHkax 4 n 5 npeacraBneHbl CpaBHEHUS OTKIMKOB AETeKTopa ANS KOMMOHEHTOB
B obpa3uax BUH C AobaBKOMN KpacuTenem n nectmymaoB B KOHUeHTpauumax 200 MKr/n u
20 MKr/n cooTBEeTCTBEHHO B 3aBMCMMOCTM OT NpobonoAroToBKM: NpocToe pa3basnieHune
1:10; pasbasnenHme 1:10 m oumctka c nomowbt PSA, C18 u GCB. M3 paHHbIX,
npeacTaBneHHbIX Ha pucyHkax 4 wu 5, BMAHO, 4YTO HaAWNYYWKUA OTKAUK AN
60NbLUNHCTBA KOMMNOHEHTOB 6bl1 Noay4vyeH npu npocTtom pasbasneHmu npob B 10 pas
6e3 fonosIHMTEeNbHOM npoueaypbl OUYUCTKU. Hanxyawmnin pesynbtaT bb1 nony4vyeH npu
ncnonb3oBaHun copbeHtoB C18 m GCB, uTOo 0b6BACHAETCA copbumer KOMMOHEHTOB,
MMEKLWLNX B CBOEWN CTPYKTYpe HeMnoNspHble rpynmol.




Mpn HeobXoANMMOCTM AaHMOHOOOMEHHbLIN COpbEeHT Ha OCHOBE MEPBUYHBLIX U BTOPUYUHbIX
ammHoB (PSA) MoxeT 6biTb MCNONb30BaH ANs yAasleHUst caxapoB, XWPHbIX KWUCAOT,

OpraHN4yeCcKmnx KNMCaoT M aHTOLUMaHOBbLIX KpaCMTeﬂeVI.
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PucyHok 1. Xpomatorpamma o6pasua BuHa c gobaBkon 9 kpacurtenemu
(100 Mkr/n) v 23 nectmumpos (10 Mkr/n). KoMnoHeHTbl yKa3aHbl B

Tabsmye 3.
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CteneHb pa3zbaBneHus npodbl

TpudaokcacTpodnn
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PucyHok 2. 3aBMCMMOCTb OTKJ/IMKOB [leTEKTOpa AJI1 KOMMOHEHTOB OT
creneHn pas6basneHms npobbl npu KOHUeHTpauuu necrtruuympaos (10

MKr/n).
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CteneHb pa3zbaBneHus npoodbl

PucyHok 3. 3aBMCMMOCTb OTKJ/IMKOB AEeTEKTopa AJI1 KOMMNOHEHTOB OT
cteneHm pasb6aBsieHMs nNpo6bl NpuU KOHUEeHTpauuu kpacuteneun (100
MKr/n).
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MpoGonoarotoBka
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PucyHOK 4. 3aBMCMMOCTb OTKJIMKa AeTeKTopa AJIf KOMMOHEHTOB OT
cnocoba npo6onoaroToBkM nMNpu KOHUEeHTpauum necrmumpos (20

MKr/n).
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MpobGonoarotoBka

PucyHok 5. 3aBMCMMOCTb OTKJ/IMKA AeTeKTopa AJIA KOMMOHEHTOB OT
cnoco6a npo6onoaroToBKM nNpuM KOHUeHTpauuum Kkpacuteneun (200
MKr/n).

KannbpoBouHble KpuBble A/ KOIMYECTBEHHOMo onpeneneHmnss KOMMNOHEHTOB CTPOUIIN
Ha BWHHOW MaTpuue (B KayecTBe pacTBOpuTens Ans KannbpoBOYHbIX pacTBOPOB
MCnonb30BanoCb BMHO, pa3zbaBneHHoe B 10 pa3). KanmbpoBouHble rpadmkm cTponnu B
AnanasoHe KoHueHTpauun ot 1 go 1000 Mkr/n ansa kpacutenen n ot 0.5 go 100 mMKkr/n
ansa nectmumaos. KannbpoBouHble rpaddukn Ans BCEX KOMMOHEHTOB MMENU XOpOoLyHo
NTMHENHOCTb (kBaapaT kKoadduumeHTa koppensummn R? 6onblie 0.99).

ONna OueHKW cTeneHu WU3BJIeYEeHUS KOMMOHEHTOB WCMOoJsib30Banncb obpasubl BMHA C
KOHUEHTpaunaMmn uenesbiX kKomnoHeHToB 50, 100 n 500 mkr/n. CteneHb mM3BleyeHUs
ANs BCeX KoMnoHeHToB cocTtaBuna 85 — 115% npu CKO MeHee 11%. Pa3paboTaHHbIN
MeTo4 wucnonb3oBann Ana aHanmsa 10 peanbHbIX BWH, MOJIYYEHHble pe3ynbTaThbl
npeacrassieHbl B Tabnuue 4.

Ta6bnuua 4. PesynbTatbl aHanmsa (MKr/n) aecatyu passindHbiX BUH.

O6Hapy>XeHH HomMmep o6pa3sua
biN
wommoneny | 1 2 3 4 5 6 7 8 9 10
Auetamunpup = \ = 4.1 \ 10 \ = \ = \ = = = =
AsokcucTtpobuu| - | - 1115 - | - | - | - . - .
Bockanupg - | 33. 173. 87.3 53. 345. 10. 245. 16. 42.
5 1 1 8 7 5 1 4
Kap6eHpasum | 2.8 - - | - | - - 164 16 | - .
Xnopnupudoc | 3.4 | - - - - - - - -
UunnpoanHun 33. ‘ - - ‘ 10.8 ‘ - ‘ 82.6 ‘ - - - -
9

AvmMeToar - \ - - \ 5.7 \ - \ - \ 27 - - -
AOAumetomopd - \ - - \ - \ - \ 134 \90. 100. - -




3 2 2

deHrekcamump - - - 180. - 275. - 434. - -
3 8 4

MupuMmeTaHun - - - 43.2 | - - 115 | 136. - -
4

TnabeHpason - - - 6.1 - - - - - -

TnaMmeTokcam - - - - - 20.2 - - = -

3aknro4vyeHue

PaszpaboTtaH v BanuamMpoBaH ObICTPbI, YYBCTBUTENbHbLIA U CeNIeKTUBHbLIN MeTo4 AN
OAHOBpPEMEHHOro onpegeneHns 23 nectMumMaoB U 9 KpacuTenem B  BUHE.
NMpenMywWwecTBo JAaHHOrMO MeToAa 3ak/4yaeTcds B OAHOBPEMEHHOM onpeaeneHuu
necTMumMaoB W Kpacutenem U npoctenwenn npobonoaAroToBKM MO NpUHUMNY
«pazbaBnam n aHanusmpymn». MNonyyeHHble pe3ynbTaTbl NOKasajau, YTO NPaBUIbHOCTb
M noBTopseMoCTb (BOCMPOM3BOAMMOCTb) MeToda COoOoTBeTCcTByeT TpeboBaHneMm
aHanuTu4eckmnx nabopatopmin, 3aHUMAOLWLNXCA PYTUHHBIM MOHUTOPUHIOM BUH.
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