APPLICATION NOTE

XunakocTHasa xpomaTorpadpus
/ Macc-cnektpomeTpus

OnpeneneHne pasnnyHbIX KI1accoB aHTUOMOTUKOB
B MoJsioke MeToaoM BIXX-MC/MC

BBeneHue
AHTMOMOTMKM LIMPOKO MCMNONb3YKTCA B BEeTepuHapuu Ans8 NpoPuiakTUKKU U NevyeHus
6onesHen y X1MBOTHbIX. Ype3mepHOoe MCNosib30BaHMe BETepUHapHbIX NMpenapaTtoB MOXeT
NPUBECTMN K NEePeHOCY aHTUONOTMKOB B NPOAYKTbl MUTaHUS, HAaNpuUMep, B MOJIOKO, SNLa,
MSICO, YTO NpeacTaBfseT ONacHOCTb A8 340pOBbS N0AEN.
OcTaTo4YHOe coaepxaHne aHTUOMOTMKOB B MNULLLE MOXEeT AeNaTb €e TOKCUYHOW U BbI3biBaTb
nobouyHble addeKkTbl, TakKMe Kak anneprmyeckme peakuum, Cbifb, TOWHOTa U T.4. Kpome
Toro, notpebsieHne nuLEBbIX MPOAYKTOB C HWU3KOW KOHUEHTpauuenm aHTUMObMOTUKOB B
TeyeHne ANUTEeNbHOro BPEMEHW, MPUBOAUT K Pa3BUTUIO JIeKapCTBEHHO-YCTONYMBbLIX
bakTepuin. B cBA3K C 3TUM HOpMaATMUBHbIE TpeboBaHUS MO UCNOSIb30BAHUIO aHTUONOTUKOB
B XXMBOTHOBOACTBE MPUHATbI NpakTUYeCKn BO BCeM Mmupe. Hanpumep, B ctaHax EC u
KaHage ycTaHOB/eHbl NpeaenbHo aonyctmmble KoHueHTpaummn (MNAK) (MRLs - maximum
residue levels) nekapcTBeHHbIX NpenapaTtoB B NuweBbiX npoaykTax, a B CLUA aTto Tak
Ha3blBaeMble YPOBHMW TONEPAHTHOCTM.
JlekapcTBeHHble npenapaTtbl, COAepXaHue KOTOpbIX HOPMUPYEeTCs B MOJIOKE,
noapasfensatTcs Ha HECKOJIbKO KN1aCcCoB: cynbdoHnnammabl, B-naktambl,
(PTOPXMHOMOHbI, MAaKpoONAbl U TeTpaunknuHbel. B Tabnnue 1 npmueeneHbl 3HadeHusa MAK
ON9 pas3/iInYHbIX KAAcCcoB aHTUMOMOTMKOB, onpeaenseMblX B AaHHOW paboTe cornacHo
HOPMaTMBHOMY OKYMEHTY, AencTeyowemy Ha Tepputopum CLUA [1].
Llenb AaHHOro nccnenoBaHms — paspaboTka 6bICTPOro U YyBCTBUTENBbHOMO MeToaa BIXKX-
MC/MC ans Konnm4yecTBeHHOro onpeaesieHnst aHTMbMOTMKOB pa3HbIX KacCoB B MOJIOKE.



Onpepensiemble  aHTUOBMOTUKK: uMnpodnoKcaumH, capadaokcaumH, odnoKcaunH,
NeHNUMINH-G, KNOKCAUWININH, TUJIMUKO3UH, TUNO3UH, 3PUTPOMULMNH, CynbdaMeTasuH,
cynbdameTokcason, cynbdaauMeTOKCUH, TETPALUMKIINH U XNOPTETPALMKIINH.

B KauyecTBe BHYTPEHHUX CTaHAAPTOB MCNOMb30Banun umnpodnokcaumH-d8 n dayHUKCUH-
d3.

MpobonoaroToBky nNpoBOAWMAM C MNOMOLWbO MoauduumpoBaHHoro Metoga QUEChERS
(QUEChERS (Quick, Easy, Cheap, Effective, Rugged, and Safe - BbicTpo, [pocTo,
OéweBo, 2ddekTnBHO, HagexHo n be3sonacHo).

Tabnuua 1. lpeaoenbHO AOMYCTUMbIE KOHUEHTpauunM aHTUOMOTMKOB B MOJIOKE Ha

Tepputopuun CLLA
AHTNEMNOTHK Knacc naka

aTMbMOTNKOB

CynbdameTasuH CynbdoHunamuabl | 10 Hr/mnb
CynbameToKkcason CynbdoHunammabl | 10 Hr/mMn®
CynbdaanmetokcnHe | CynbdoHnnammabl | 10 Hr/mn®
TUAMMKO3UH Makponugbl 100 Hr/mMn®
Tunno3uH Makponunabl 50 Hr/mMn
DPUTPOMUNLIMH Makponugbl 50 Hr/mMn
MNeHnumnnuH-G B-nakTambl 5 Hr/mn
KnokcaumnnumH B- nakTambl 10 Hr/MnN
OdnokcaumH OTOPXMHOOHBI 5 Hr/mn"
LnnpodnokcaunH QOTOPXMHOJIOHBI 5 Hr/mn"
CapadnokcauuH OTOPXMHOJOHBI 5 Hr/mn"
TeTpaunKvH TeTpaunKnHbI 300 Hr/MnA
XnopreTpaunkinH TeTpauUKInNHbI 300 Hr/MnA

@ _ TonepaHTHOCTb UM 6e30MNacHblil YpoBeHb B MOMIOKe cornacHo [11].

6 _ ykasaHHble 3HaUeHNs ABASIOTCA «6E30MacHbIM YpPOBHEM>»

B _ NAK ans monoka otcyTcTeyeT. 3HauveHme MAK 83410 13 HJ] Ha MACHYIO NPOAYKLMIO.
F - nakK OoTCyTCTBYET. [IpUHATOE 3HAYeHne 5 Hr/Mmn.

A _ NAK aons cyMMbl aHTUBMOTMKOB AAHHOIMO Kjacca.

€ - Ncnonb3oBaHue cynbdOHUNAMUAHBIX NPenapaToB B Nepuoj AakTaLuumn MONOYHOrO
ckoTa (KpoMe cynbdaanMeToKCHHa) 3anpewieHo [1].



JKCnepuMeHTasibHaA 4YacTb
O6opyanoBaHue u nporpaMmMmHoe obecneueHue
XpomaTorpadumnyeckoe pasgeneHve nposoaunm Ha YBIXX PerkinElmer ¢ Macc-
cnekTpoMeTpuyecknum getektopoM QSigh 210 (Macc-aHanmnsaTop - TPOMHOM KBaApynosib)
(PerkinElmer). Ynpasnenune npubopoM, cbop nm 06paboTKy AaHHbIX OCYLLECTBASAAM C
noMOLL b NnporpaMMHoro obecneveHusa Simplicity 3Q™ (PerkinElmer).

CraHaapTHbIe pacTBOpbl U NnpobonoarorosBka.

Yncrtota BCeEX WUCMOMb3YEMbIX pacTBOpUTENEN U peakTUBOB 6Oblna knacca «ans BIXKX-
MC». Bce ctaHgapTHble obpa3subl aHTMBMOTUKOB 6blin NpuobpeTeHbl y Sigma-Aldrich
Saint-Louis, MO u xpaHunuce npu 4°C anga npenoTeBpalleHns ux pasnoxeHus. CopbeHT
C18 (end capped) ana aucnepcmoHHonW TBepaodasHon 3KcTpakuun (OTDD) 6bin
npuobpeTteH y Supelco.

Bce ctaHaapTHble pacTBOpbl aHTUOMOTMKOB 3@ UCK/IOYEHMEM [(-1akTaMOB rOTOBUAU B
MeTaHosie. [Ana nNpuroTtoBfieHUst CTaHAAPTHbIX PacTBOpPOB [-/1aKTaMOB WCMOJSIb30Basnu
Boay. CTaHAoapTHble pacTBOpbl B-NakTamMoB HEOOXOAMMO XpPaHUTb B MJ1IAaCTUKOBOW Nocyae,
pacTBOpbl OCTaJ/IbHbIX @HTUBMOTUKOB MOXHO XPaHWUTb KaK B CTEK/NSHHOW, TaK W B
naacTMKoOBOM nocyge. [ns npenoTBpalleHns pasnoXeHUst Bce CTaHAapTHble pacTBOpbI
XxpaHunu npu 2°C B nocyne TeMHOro crekna. Kosinv4yecTBEHHOro ornpeaeneHuvs
AHTMONOTUKOB MPOBOAUAIM METOAOM BHYTpPEeHHero craHgapTa. BHyTpeHHUW cTaHpapT
umnpodokcaumHa-d8 NCnosb30oBanu Ang KOJINYECTBEHHOIO onpeneneHus
(PTOPXUHOMOHOB, CYyNbMOHUNAMNAOB W TeppaumKiIMHOB; BHYTPEHHWM CTaHaapT
bNYyHUKCUMH-A3 ANa MakposnMaoBs M B-nakTaMoB.

B kauectBe MaTpuubl ANs MPUroTOBAEHUS KanMOpPOBOYHbIX PaCcTBOPOB WMCMOJSIb30Ban
LeNbHOEe MOJIOKO M3 KaTeropmm «opraHuyeckumin npoaykr», rnpumobpeteHHoe B MeCTHOM
MarasmHe. lMATb UCNbITYyeMbiX 06pa3yoB MOJSIOKA Pas/IMYHOM CTEMEHU XUPHOCTU TakxXe
6b11n NpuobpeTeHbl B MECTHOM MarasuHe.

Ona npobonoaroToBKM Ucnosab3osanu MmoandunumposaHHbii Metog QUEChERS [2, 3].

lpurotoBieHNE UCMbITYEMbIX PacTBOPOB 06pa3oB MOJIOKA:

1. K 5 Mn ucneityemoro obpasua MosioKa, coaepXxawero BHYTPeHHWe cTaHaapTbl C
KOoHUeHTpaunen 15 Hr/mn gobasnsanm 20 Mn opraHnyeckoro pacresoputens (MeTaHon unum
aueToOHUTpuI).

2. Tlony4yeHHY CMeCb MWHTEHCUMBHO BCTPSAXMBA/IN B TeYEHME MWUHYTbl, a 3aTeM
ueHTpudyrmposanu npmn 7800 06/MnH B TeyeHne 10 MUH.

3. OTtbmpann HagoCaAOYHY0 XUAKOCTb M aobasnsann K Hen 1.2 rpamma copbeHta C18
(AT®D) ana yaaneHus xupa.

4. TlonyyeHHYKO CMeCb WHTEHCUBHO BCTPAXMBANM B TeyeHne 5 MUHyT, a 3aTeMm
ueHTpudyrmposanu npmn 7800 06/MNH B TeueHne 5 MUH.

5. Otbupanu 12.5 Mn HagoCaZ04uYHOM XUAKOCTU, YNapueanum pacTBopuUTesib B TOKe a30Ta
npun temnepatype 40°C o 1.5 - 2 mn.

6. K octatky pobasnsann 15% pactBop MeTaHona B BoAe, AOBOAS CyMMapHbIM 06beM
npunbnusutenbHo 40 2.5 mn.

7. Mony4yeHHbIn pacTBOop GuabTpoBann vyepe3 MeMbpaHHbI GUNBLTP C AMaMeTpoM Mnop
0.22 MKM.



lpuroroBiaeHne KainbpoBOYHbIX paCTBOPOB C MCIMOJ/Ib30BAHUEM MATPULlbI:

MaTtpuuy A4Ons  KanmbpoBOYHbIX pacTBOpPOB rOTOBWUAM U3  MOJIOKA KaTeropuu
«OpraHMyeckui NpoayKT» aHaNOrM4yHO BbILLEONMCAHHOW CXeMe, KpoMe NepBOn CTaauu,
KOTOpYI oOcyllecTBnsiin 6e3 pobasneHus BHYTpeHHero craHaapTta. KannbposouHble
pacTBoOpbl roToBMNAM Ao6aBneHMeM COOTBETCTBYHOLWMX aJIMKBOT CTaHAAPTHbLIX pacTBOPOB
aHTUOMOTUKOB M pacTBopa BHYTPEHHUX CTaHAAPTOB K MaTpuue, nojsiydyass AOeBSATb
KannbpoBOUYHbIX pacTBOPOB C KOHUeHTpaumsamm B amanasoHe 0.1-1000 Hr/mn. Kaxabin
KannbpoBOYHbINM pacTBOp aHanu3uMpoBanun 5 pas.

XpomMmartorpadunueckume ycsioBms 1 napaMeTpbl Macc-cneKkTpoMmerTpa.
XpomaTorpadumyeckmne ycroBuss W napaMmeTpbl  UCTOYHWMKA  MOHM3AUMWM  Macc-
CNEeKTPOMETPMYECKOro AeTeKTopa NpeacTasBsieHbl B Tabnuue 2. BpeMeHa yaep>XnuBaHus m
napameTpbl MRM nepexonoB onpeaenseMblXx aHTMOMOTUKOB NpeacTaBsieHbl B Tabnuue 3.
Ona  noBbllWeHUss AOCTOBEPHOCTM  uaeHTUduKaumm onpegensieMblX COeAUHEHUN
ncrnosib3oBann Tpu MRM nepexoaa ANnsa Kaxaoro aHTmbmnotuka [4].

Ta6bnuua 2. Xpomartorpadunyeckme ycsoBUA U NapaMeTpbl MICTOYHUKA
MOHM3aLMN MACC-CNEKTPOMETPUYECKOro AeTeKTopa.

XpoMmaTtorpacgpumueckme ycnosums

XpomartorpaduueckaPerkinElmer Brownle SPP C18, 100 x 2.1 MM, 2.7 MKM
l (Part # N9308404)
KOJIOHKa

A: 5 MM dopmuar ammoHms wu  0.1%
MypaBbWHasa KMUCIOTa

e B: 0.1% w™MypaBbuMHas kucnota B cMecn 95/5

aUueTOHUTpUA/MeTaHoN
MporpaMMa rpagMeHTHOro 3J1IOUPOBaHUSA
LLar| Bpemsa %A %B KpuBas
(MKH) rpagueHTa
1 0 95.0 5.0
2 0.50 95.0 5.0 6
3 7.50 40.0 60.0 6
4 10.00 0.0 100.0 6
5 15.00 0.0 100.0 6
6 15.30 95 5.0 6

Bpemsi aHanu3a 15 MuH; BpemMs paBHoBecUd 4.2 MUH

MoTok 0.4 mn/mMuH [AaBneHume: 4200 psi/285 bar (Mmakcumym)
TeMmnepaTtypa 30 °C

TepMocTarta

BBoanMbin 06bEM 10 mMkn

TemnepaTtypa 7 °C

o6pasyos

(aBTopo3saTop)




MapaMeTpbl NCTOYHUKA MOHU3ALIUMU
Pe>xuM noHmsauumm ESI +
Ocyuwarwuwmm ras (asor) 75 eanHuy
Temnepartypa HSID nHrtepdenca 320 °C
HanpsixeHue ESI + 5500 B
TeMmnepaTtypa UCTOYHUKA 425 °C
Pacnbinsrowmn ras (asor) 175 eanHuny
Pe>xum pabotbl Macc- MRM
aHanu3aTopa

Ta6bnmua 3. BpemeHa yaep>xuBaHua tr u napamerpbl MRM nepexopos

onpeaensieMbiXx COeAUHEHUN.

tr P K « (M1 « M2
CE*

(Mun)| nou?| mou2|“E | nou3 | | non?

CynbcgamerasmH 3.37 | 279.1| 186 20 156 25 | 107.9| 40

Cynbgamerokcazon | 4.38 | 254.1] 107.9] 40 91.7 | 55 156 30

CynbpaaumetrokcmH| 5.15 | 311.1]| 156 25 91.7 | 40 | 107.9] 50

KoMnoHeHT

TUIMUKO3UH 4.93 | 435.3| 695.4| 20 174 30 | 87.9 55
TunosuH 5.70 | 916.5| 174 46 | 100.9| 64 | 144.9| 48
OpUTPOMULIMH 5.41 | 734.4| 158 40 | 576.2| 22 | 115.9| 66
MeHnunnnmH-G 5.38 | 334.9| 160 22 176 22 | 113.9| 48
KnokcaunnnuH 6.6 |436.2|277.1] 18 | 113.9| 62 178 50
OdnokcaumH 3.30 | 361.9| 317.9] 25 | 343.9| 25 | 260.9| 35
LmnpodnokcaumH 3.38 | 331.9| 313.9] 24 | 230.9| 51 | 187.9| 75
CapadnokcauumH 3.93 | 385.9| 367.9] 28 | 341.9| 24 | 298.9| 36
TeTpauuk/nH 3.52 | 445.1| 410.1| 16 154 24 97.9 36

XnopreTpauukiavH 4.33 | 479 | 444 26 462 22 154 36

LivnpodnokcaymH- 3.36 | 340.1| 235 48 - - - -
ds

DNyHUKCUH-d3 7.20 300 282 30 - - - -
1 (P MOH) PoanTenbCKMin NOH.

2_ (K noH) KonnyecrtBeHHbIN NOH.

3. (M1 noHn) MNMoarTesep>xaatoLimm UoH 1.

4. (N2 noH) MNoaTeepXxaatoLWmn MOH 2.

*_ CE (B) - (Collision energy) — aHeprmusa coyaapeHun.

O6cy)>xaeHue pe3ynbTaTtoB



Npenen KOAWMYECTBEHHOro ornpeaeneHus, Auanas3oH KOHUEeHTpauun KanmbpoBOYHOMO
rpacdnka wm kKBaapaT kKoadduumeHTa nuHenHon koppenaumm (R?) onpeaensieMblX
coegnHeHnNn npeacraB/ieHbl B Tabnunue 4.,

Tab6nunua 4. NKO, aAmana3oH KOHUEHTPaLUMi u kBaapaT ko3 PununeHTa IMHENHOMN
koppensuum (R2) onpepensieMbiX COeAUHEHUM.

NMKO B Ananas3oH
KoMnoHeHT MOJIOKE | KOHLleHTpauun R2
(Hr/mn) (Hr/mn)
CynbdameTasuH 0.1 0.1-1000 0.9986
CynbdameTokcason 0.1 0.1-1000 0.9996
CynbdaanMeTOKCHUH 0.1 0.1-1000 0.9991
TUAMUKO3NH 0.1 0.1-1000 0.9990
TnnosnH 1 1-1000 0.9980
DPUTPOMULIMH 0.3 0.3-1000 0.9958
MeHnunnnuH-G 1 1-1000 0.9981
KnokcaumnaunH 1 1-1000 0.9985
OdnokcauuH 0.1 0.1-1000 0.9982
LinnpodnokcaunH 0.1 0.1-1000 0.9978
CapadnokcaumH 0.1 0.1-1000 0.9968
TeTpaunkanH 0.3 0.3-1000 0.9956
XnoprerpaumkanH 0.3 0.3-1000 0.9984

Mony4deHHble 3Ha4vyeHus MNMKO Huxe 3HadeHmn MAK B 5-100 pa3, uTo cBMAETENLCTBYET O
6bonee, 4yeM [AOCTAaTOYHOM 4YYBCTBUTENIBHOCTM MeTOAa ANA aHanm3a onpeaensieMbixX
cCoeIMHEHNI B MOJIOKE.

Ha pucyHke 1 nokasaHbl XpomatorpaMmbl Tpex MRM nepexogoB cynbdaMeTasunHa,
NONYYEHHblE MNpW aHanuM3e MoJsioka C KOHUeHTpaumen aHTumbmotmka 5 Hr/mn. Bce
XpoMaTorpaMbl JEMOHCTPUPYIOT XOpoLlee COOTHOLIEeHNe CUrHan/wym.
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PucyHok 1 MRM nepexoabl cynbgamerosmHa (KOHUEHTpauusa B
MoOJioKe 5 Hr/mn).

PUCYHOK 2 npeactaBneH KannbpoBOYHbIM rpaduk cynbdameTasmHa B AuanasoHe
KoHueHTpaunn 0.1 — 1000 Hr/MA.
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PucyHok 2. KannbpoBouHasi KpuBas cysibpaMmeTasmHa.
KannbpoBo4yHble KpUBbIE MMENM XOPOLWYHK JIMHEMHOCTb — KBagpaT KoadduumeHTa
NTMHEMHOW KOppensauun Ans Bcex aHanuTtoB 6bin 6onee 0.9958 (R2>0.9958).



CornacHo JaHHbIM, npeactasfeHHbIM B Tabnuue 5, Habnwgaetca  xopolas
NOBTOPAEMOCTb pe3y/ibTaToB Ha npuMepe NATWU napannenbHblX uaMmepeHun (n=5),
NpoOBEeAEHHbIX ANS KaXA0ro U3 NcnblTyeMblx 06pas3LoB MOIOKA, CoOAepXallunX pasfinyHble
KOHUEHTpaumim aHTMbMOTUKOB. NS KOHUEHTpauunh B ABa pas3a MeHblle 4YeM 3HayeHus
NAK oTHocuTenbHble cpeaHekBaapaTmyeckme oTknoHeHums (CKO, %) He npeBbiwanm 5%.

Ta6bnuua 5. 3HaueHumsa CKO, % npu n=5 anA pa3/IMyHbIX KOHLIEHTpauun

AHTUOGMOTUKOB B MOJIOKE.

2.5 5 10 25 50 100

KoMnoHeHT Hr/mn | Hr/mn | Hr/mMn | Hr/Mmn | Hr/Mmn | Hr/mMn

CKO,% | CKO,% | CKO,% | CKO,% | CKO,% | CKO,%
CynbdameTasuH 2.4 2.4 1.1 1.4 0.8 0.7
CynbdamMeToKkcason 3.5 4.7 2.8 1.7 2.9 1.4
CynbdaanMeTOKCHUH 3.0 0.8 2.0 1.6 1.2 1.7
TUAMNKO3UH 0.7 1.5 1.8 0.7 0.8 1.1
TnnosuH 7.8 4.3 3.9 2.1 2.2 1.4
DPUTPOMULIMH 4.7 3.8 4.0 1.7 2.3 0.8
MeHnunnnunu-G 3.0 4.4 4.2 1.4 2.6 1.5
KnokcaumnnaumH 4.5 4.4 3.7 2.5 1.8 1.4
OdnokcauuH 2.9 1.9 2.6 1.5 1.7 1.8
LinnpodnokcaunH 2.2 2.3 0.9 3.1 1.0 1.1
CapadniokcaumH 2.4 2.8 2.0 1.5 2.0 0.7
TeTpaunkivH 6.1 5.9 6.1 4.7 2.8 1.3
XnopreTpaunkinH 5.6 5.0 5.7 3.6 4.1 2.1

B Tabnuue 6 npuBeneHbl yCcpeoHEHHble AaHHble, NoJlyYeHHble NpU U3yYeHUU CTerneHwu
npnedenma (CW) onpenensieMblX KOMMOHEHTOB, MPU KOHUEHTpaumsax 6au3Kux K ux
3HaveHuaMm MAK. CpegHue 3HavyeHUdA MNoJydyeHbl Mo pesysbTaTaM MATU napasnienbHbIX
onpegenennn (n=5). CreneHb Wu3BNEYEHUS MaAKpPOMAOB, CynbdoHMNamMnaos u -
NnakTaMoB Haxoaunacb B anana3oHe 70 - 120%, a 3HauyeHusa CKO,%, nonyyeHHble ans
NSTW NapannenbHblX onpeaeneHnin, coctaBunm meHee 20%. CreneHb u3BNe4YeHUS
dTopxmHonoHoB 6bina B npeaenax 60 - 70%, a TeTpaueknanHoB - MeHee 30%. CteneHb
N3BJIEYEHUS BHYTPEHHWUX CTaHZapTOB uunpodnokcaumHa-ds U dayHuKcuMHa-ds 6bina
okos10 70 1 90% COoOTBETCTBEHHO.

DTOPXMHONOHBI U UX AEUTEPUPOBaHHblE aHanorm WMMeKT MNpakTUYeckn OoAMHAKOBble
noTepu B MNpouecce 3KCTpakuum, MnosToMy uenecoobpasHo KoMneHcmpoBaTb 6onee
HU3KWEe CTeneHn wu3BJevYeHns aHTUOMOTUKOB [aHHOW rpynnbl  MCNOSIb30BaHUEM
COOTBETCTBYHOLUMX BHYTPEHHUX CTaHAAPTOB.

NMocne KoppeKkunn CTeneHu WU3BNEeYEHUS C MWCMNOSIb30BaHMEM [AeNTepupOBaHHOIO
(PTOPXMHOMOHA, B KayecTBe BHYTPEHHero craHAgapTa, CTerneHb W3BNeYeHus
dTOpXMHOMOHOB Haxoannaceb B nHTepsane 80 - 110%, a Anga TeTpaunKIMHOB COCTaBNsna
okosio 30%. Hu3kasa crteneHb M3BNEeYeHUS AHTUOMOTUKOB TETPaUMKIMHOBOM rpynmnbl
CBUAETeNIbCTBYET 0 HE06X0AMMOCTU UCMOIb30BAaHUSA AENTEPUPOBAHHOIO TETPaLUMKINHA B



KayecTBe BHYTpPeHHero craHjapta Assa KOMMeHcauMu ux noTepb B npouecce
Nnpo6onoAroTOBKM.
Takxe B Tabnuue 6 npuBefeHbl AaHHble O BJ/IUSIHUM WUCMOJSIb3YEeMOro OpraHm4yeckoro
pacTBopuTens Ansa ocaxzaeHums 6enkoB (auUeTOHUTPUN WM MeTaHoN) Ha CTeneHb
n3BneyvYeHnsa onpenensseMblx coeanHeHun n adpdekT nogasneHmss noHusaumm. CreneHb
U3BfieYeHns ANs BCexX onpeaenseMblX aHTUOMOTUKOB MpakKTUYEeCKM He 3aBucena oT
MCMOJSIb3YEMOro pacTBOpuUTENs, 3a WCKIYEHWEM 3PUTPOMULMHA, AS9 KOTOPOro oHa
coctaBnsisia okosio 27 wn 98% npu MCNONb30BaHUWM auUETOHUTPUIIA W  MeTaHona
COOTBETCTBEHHO.
BnnaHune maTpuubl Ha npouecc MoHm3auun (nogasBrieHNne NN ycuneHue) onpeaensnm c
MOMOLLbLIO OTHOLUEHUS OTKNIMKa AeTeKTopa Ha onpenensemMbln aHTUOMOTUK B MOSIOYHOM
MaTpuLue K OTK/IMKY AeTeKTopa AN ero CTaH4apTHOro pacTtBopa B YMCTOM pacTBopuTene.
Ana cynbOHamMnAoB, MaKpoaIMAOB W [(-naKTaMOB BJAWSIHME MaTpuubl Ha npouecc
MOHM3aUMMN OblNO0  HEe3HauyuUTeNbHbIM BHE 3aBMCMMOCTM OT WCMOSb3yeMoro Ans
npobonoAroToBkM pactBopuTtenda. B Toxe Bpems, ans GTOPXMHONIOHOB N TETPaLUUKINHOB
Habn4anocb yCuieHne MuoHuM3aumm B MNPUCYTCTBUM MaTpuubl OCOBEHHO B ciydae
MCNOIb30BAaHNSA METaHOoJs1a B KayecTBe pacTeopuTens ans npobonoaroToBKu.
Ta6bnuua 6. CreneHb msBnedeHns komnoHeHtoB (CUN), CKO, % u MaTpuuHble
apdbektoi (M) npu wucnonbzoBaHUM MeTaHONIA WM aueTOHUTpuna Ans
ocakxaeHums 6enkoB B npouecce npobonoarorosku (n=5).

C*
(Hr/m MeTtaHoON AueToHuUTpun

n)

KoMnoHeHT

cn CKO | MK Chn | CKO| MM
CynbdameTasuH 10 [ 102 %| 8% (110 %101 % 9 % | 102 %
CynbdameTtokcaszo| 10 | 103 %| 10 % | 93 % |105 % 13 % | 97 %

n
Cynbdagmmetokey 10 | 96 % | 7 % |111 %104 % 7 % | 106 %
H

TNAMNKO3UH 50 89 % | 10 % (127 % 82 % | 15 % | 103 %
Tno3uH 50 97 % | 14 % | 83 % | 92 % | 17 % | 97 %
SpUTPOMUNLIMH 50 98 % | 11 % | 80 %| 27 %| 17 %| 91 %
MeHnunnaunu-G 10 [ 103 %] 10 % | 94 % | 84 %| 10 %| 96 %
KnokcaunnnauvH 10 94 % | 13 % | 97 % | 96 % | 13 % | 102 %
OdnokcaumH 10 | 101 %] 17 % [163 % 97 % | 1.7 %| 181 %

UnnpodnokcaunH| 10 | 102 %| 16 % [174 % 87 % | 1.0 %| 163 %
CapadnokcaumH 10 | 104 % 11 % [162 %] 96 % | 9 % | 142 %
TeTpaumkivH 50 32% | 5% |152 % 24 % | 5% | 120 %

Xnoptetpaumknud| 50 25% | 8% 177 % 21 % | 10 % | 130 %
* - KOHUEeHTpaumun onpeaensieMblX KOMMNOHEHTOB (Hr/Mn).




MaTb 06pa3uoB MONOKA pas3iMYHOM XUPHOCTU (0T 1% A0 5%) 6binn NnpoBepeHbl Ha
cogep>xaHue aHTUMOMOTMKOB C MOMOLbIO pa3paboTaHHoro Metoaa. H1M oanH m3
onpenensieMbiX KOMNOHEHTOB He 6bl1 06HapyXXeH AaXe Ha YPOBHE KOHLEHTpauuii B Tpu
pasa Huxe 4yeM 3HadeHue MNMKO (0.1-1 Hr/mn). OTHOCKUTENbHOE cpeaHeKBagpaTnyeckoe
oTknoHeHne (CKO, %) cTteneHun nssnevyeHns AByX BHYTPEHHUX CTaHAApPTOB M3 06pasLoB
MOJIOKa C pa3fIMyHbIM CoAepXXaHUEM Xunpa cocTaBnsano meHee 15%.

Ncnonb3oBaHue ABYX NOATBEPXAAKWMX WMOHOB ANs MAeHTUdUKauMKM onpenensieMbix
AHTMONOTUKOB yny4dlwaeT cneymduyHoCcTb MeToamkn. B Tabnuue 7 npuBeaeHbl cpefHmne
3Ha4YeHUs COOTHOLWIEHMS MOHOB (COOTHOWEHWUSA WMHTEHCUMBHOCTEM WMOHOB), AJSIA KaXxAaoro
aHanuTa, pacCymTaHHbIe NMPU aHanm3e KOHUeHTpauun B agnanasoHe oT nonosuHbl MAK go
ero 10-kpaTtHoro 3HayeHusa. OTHOCUTENIbHOE OTKJ/IOHEHME A1 COOTHOLIEeHUS MOHOB BO
BCEM AMana3oHe KOHLUEeHTpauun He npeBbiwano £ 12% oT cpegHero 3Ha4YeHus, 4To HUXe
ponyctumoro npegena (£ 30%), yctaHoBneHHoro B gokymeHte SANCO [5] ansa aHanusa
KOPMOB M MPOAYKTOB NUTaHUA.

Ta6bnumua 7. CpeaHue 3HAY€HUS COOTHOWEHUS MOHOB (COOTHOLUEHUSA
MHTEHCUMBHOCTE MOHOB) onpeaenseMbiX KOMMNOHEHTOB.

KoMnoHeHT M1 noH!| OTH OTKNOH M2 non® | OTH OTK/IOH
ANns noHa MN12 ANA NOHA
n24
CynbdameTasuH 57 % 5% 43 % + 6 %
CynbcdameToKcason 99 % +5 % 90 % + 6 %
CynbdaanMeToKCHH 38 % + 6 % 29 % +5 %
TNNMUKO3UH 76 % +5 % 64 % +5 %
TnnosuH 44 % + 6 % 26 % +11 %
DPUTPOMULIMH 46 % +5 % 24 % + 6 %
MeHnunnnunu-G 78 % +5 % 50 % + 10 %
KnokcaumnavH 43 % +5 % 38 % + 6 %
OdnokcauuH 69 % £+ 9 % 62 % +7 %
LinnpodnokcaunH 43 % 5% 2.5 % + 12 %
CapadnokcaumH 13 % 7% 8.1 % 7%
TeTpauukIuH 23 % + 6 % 21 % + 10 %
XnopreTpaumkanH 68 % + 6 % 37 % + 6 %

1 (M1 wWMOH) cpeanHee 3HaAyeHMe  OTHOWEHUS  UHTEHCUBHOCTEM  CUTHaNoOB

noareBep>XaAaroLllero NoHa 1 n KONn4YecTBEHHOro MoHa.

2. (OTH OoTKNOH ANnA uoHa MN1) oTHoCUTENbHOE OTK/IOHEHME OT CpeAHEro 3Ha4yeHns ans

noaTreBep>XXaAaroLero NoHa 1.

3 (M2 WOH) cpegHee 3HA4YeHME  OTHOLWEHUA  MHTEHCUMBHOCTEM  CUIHaNoB

noaTreBep>XXaAaroLlero NoHa 1 n Konn4yecTBeHHOro MoHa.

4. (OTH OTKNOH ANnA UoHa MN2) oTHOCUTENLHOE OTK/IOHEHME OT CpeAHEro 3Ha4yeHns ans

noaTeepXxgatouwero noHa 1.



JonrocpoyHas CTabunbHOCTb CUCTEMBbI (ctabunbHOCTb OTK/IMKA Macc-
CNEeKTPOMETPMYECKOro AeTeKTopa Ha onpeaensieMble KOMMOHEHTbl) TeCcTupoBanacb C
NMOMOLLbID HENpepbIBHOrO B TeyeHMe 6 [HEW aHanuM3a >KCTpakTa Mofoka, C
KOHUeHTpaumen cynbdpoHammnaos, GOTOPXWMHONOHOB, [-naktamoB paBHoM 10 Hr/mn,
MaKpoMaoB M TeTpaumkanHo 50 Hr/mn. Ha pucyHke 3 nokasaHbl 3HA4YeHMs OTKMKA
AeTeKkTopa Ha cynbdaMeTasnH C KOHUEHTpauuen B 3KCTpakTe Monoka 10 Hr/mn
OTHOCUTENbHO BHYTPEHHEro craHgapTa OT KOJIM4YecTBa MNpPOBEAEHHbIX aHalM30B,
AEMOHCTpUpYoLWME BbICOKYH CTabuIbHOCTb B TeYEHMe BCEro sKCnepuMeHTa.

CynbgameTasuH B 3KcTpakTe Monoka (10 Hr/mn)
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PucyHok 3. 3aBMCMMOCTb OTKJ/IMKA AETeKTopa MacC-CNeKTPOMEeTPUUECKOro Ha
cynbdaMeTasnH C KOHLEeHTpaLuMen B SKCTpakTe MoJsioka 10 Hr/Mn oT KonimyecTsa
BbINOJIHEHHbIX aHAJZIN30B.

Kak BMAHO M3 pucCyHKa 3 OTKAMK JeTeKkTopa Ha cynbdaMeTasuH He MEeHs/ICa Ha
MPOTSXXEHUM WeCTU AHEeNn HenpepbiBHbIX aHanu3oB (6onee 400 aHanuM3oB), 4TO
OEMOHCTPUpPYET MNpPEeEBOCXOAHYH CTabuibHOCTb MacCC-CNEeKTPOMETPUYECKOro AeTeKTopa
QSight (PerkinElmer). OTknuk pgetektopa ans 10 onpegensieMbiX aHTUOMOTUKOB M3 13
TaKXe He CHMXANCca B TeyeHne 6 AHEN HenpepbiBHbIX MHXEKLUMN 3KCTpaKTa MOJioKa.
OTKNWK [geTekTopa Ha 3pUTPOMULUMH, TUNO3MH W odnoKcauMH nocne 6 AHen
HenpepbIBHbIX MHXEKUWUA CHU3UACSA Ha 30% OT MCXOAHOrO 3HayeHus, 4To MoXeT 6biTb
06BbACHEHO pa3/I0XXeHMEM AAHHbIX COEANHEHU NPU XPaHEHUWN SKCTpaKTa.



3aksiroueHue

PaspaboTaH nNpoOCTOMN, HaAEXHbIM WU 4YyBCTBUTENbHbLIN MeTon B2IXX-MC/MC ansa
KO/IMYECTBEHHOro onpegeneHnss aHTUOMOTMKOB pasHbIX K/AcCOB B  MOJIOKeE C
ncnonb3oBaHnem MmoamduunposaHHoro metoga QUEChERS ana npobonoarotoBku.
JonrocpoyHas CTabunbHOCTb OTK/IMKA MaCC-CNEKTPOMETPUYECKOro JAeTekTopa Ha
onpenensieMble KOMMOHEHTbl AEMOHCTpUpYyeT BO3MOXHOCTb BIXXX-MC/MC PerkinElmer
paboTaTb C rpsA3HbIMM MaTpuuaMmn 6e3 notepm BpeMeHU Ha TeXHMYeckoe obCnyxumBaHume
CUCTEMBI.
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