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OrnpenencHue pa3IMIHbIX KIACCOB aHTUOMOTHKOB
B MoJIoke MeTosioM BOXKXKX-MC/MC

BBenenue
AHTHOMOTHKH IIUPOKO UCTIONB3YIOTCS B BETEPUHAPHH JUTSI TIPOPHUIAKTHKY U JICUCHHS 00JIe3HEH Y )KUBOTHBIX.
UpesmepHoe HCIOIb30BAHNWE BETEPUHAPHBIX MPEMapaToB MOXET MPHUBECTH K MEPEHOCY aHTUOMOTHKOB B
MPOAYKTHI MUTAHUS, HAITPUMED, B MOJIOKO, S, MSICO, YTO MPEJICTABIISET OMACHOCTD ISl 3J0POBbS JIFOICH.
OcrtaToyHoe conep’kaHHEe AHTUOMOTHKOB B IHUIIE MOXKET J€JIaTh €€ TOKCHMYHOW M BBI3BIBATH NMOOOYHBIE
3 PEKTHI, TaKHE KaK aJUIEPTHYECKUe PEaKIMH, ChIllb, TONTHOTA U T.J1. Kpome Toro, morpediacHne mUIieBbIX
IPOAYKTOB C HU3KOW KOHIEHTpalMeld aHTUOMOTHKOB B TEUYEHHE JIUTEIBHOTO BPEMEHH, MPUBOIUT K
Pa3BUTHIO JIEKAPCTBEHHO-YCTOWYMBBIX OakTepuii. B cBA3M ¢ 3TUM HOpPMaTHBHBIE TpPEOOBaHHS I10
MCTIOJIb30BAHUIO AHTUOMOTHKOB B KMBOTHOBOJICTBE MPHUHSATHI NMPAKTHUECKH BO BceM Mupe. Hampumep, B
cranax EC u Kanane ycranoBnenbsl npeaenbHo gomyctumble KoHneHtparuu (I1JIK) (MRLs - maximum
residue levels) ekapcTBEHHBIX MpeNnapaToB B MUIIEBBIX MPOAYyKTax, a B CIIIA 3T0 Tak Ha3bIBaeMble YPOBHHU
TOJICPAHTHOCTH.
JlexapcTBEHHBIE MTpeTapaThl, CoAepkKaHUE KOTOPbIX HOPMHUPYETCS B MOJIOKE, ITOIPA3ACIISIOTCS HA HECKOIBKO
KJIaCCOB: CYJb()OHUIAMUBI, [-TaKTaMbl, (TOPXMHOJOHBI, MAKPOIUIALI M TETPAUMKIMHBL. B Tabmume 1
npuBeneHsl 3HayeHus I1JIK ams pazauuHbIX KIaccoB aHTHOMOTHKOB, ONpEAETSeMBbIX B JAHHOW paboTe
COTJIaCHO HOPMATUBHOMY JIOKYMEHTY, JeicTBytoneMy Ha Tepputopun CIIA [1].
Ilenp maHHOTO WCCNEAOBaHUS — pa3pabOTKa OBICTPOro W 4YyBCcTBHTENbHOTO Meroaa BOXX-MC/MC mus
KOJIMYECTBEHHOTO OIIPEIEIICHIUS] aHTHOMOTUKOB Pa3HBIX KIIACCOB B MOJIOKE.
OmnpenensieMble  aHTUOMOTHKH: IUMNPO(IOKCAWH, capaduioKcalMH, OQIJIOKCAllMH, NeHUIWLINH-G,
KIOKCAIWJUTMH,  TWJIMWKO3WH,  TWIO3WH, OJPUTPOMHIIUH,  cyibdameTa3uH, CylbhaMeTOKca3ol,
CyIb(paTuMETOKCHH, TETPAIIMKINH U XJIOPTETPAIIUKIINH.
B xadecTBe BHYTpEHHHMX CTaHIAPTOB MCTIOIB30BANIN UTIpodokcanuH-d8 u dhayraukcuH-d3.
[Tpo6onoaroToBKyY nMpoBoaAniH ¢ momouisio Mmoauduiuposannoro meroga QUEChERS (Quick, Easy, Cheap,
Effective, Rugged, and Safe - beictpo, [Ipocro, JI€meBo, Dpdexrnrno, Hanexxno u bezomnacHo).




Taouauna 1. [IpenesabHo 10MyCTUMbIEe KOHIEHTPAIIMM AHTHOMOTHKOB B MOJIoKe HA TeppuTopun CIIIA.
AHTUOHOTHUK Knacc arubuorukos ITaK®
CyJabpamerasun CyabpoHunamMuabl 10 ur/ma®
Cyabgpameroxcason CyabdponnnamMmuabl 10 or/ma®
CyabpaguMeTokcuH® CyabpoHunamMuabl 10 ur/ma®
THIMHKO3MH Maxkpoauabl 100 ar/man®
Tuio3un MaxkpoJasl 50 Hr/ma
JPUTPOMHULIUH Maxkpoauabl 50 Hr/mua
Hennmuamna-G B-1akTambl 5 ur/ma
KiokcanniiinH B- 1akTaMBbI 10 Hr/Ma
Oduokcannn DTOPXMHOJIOHBI 5 Hr/ma”
unpodgJiokcanun DTOPXUHOJIOHBI S Hr/ma"
Capadiokcanun DTOPXMHOJIOHBI 5 Hr/ma”
TeTpauMKJINH TerpauuKIHHbBI 300 Hr/mu*
XJ10pTeTPAUMKIMH TerpauuKIMHBI 300 ur/mur*

a o
— TonepanTHOCTb MM O€30MACHBIA YPOBEHB B MOJIOKE coriiacHo [1].
0
— YKa3zaHHbIe 3HAU€HUS ABISIOTCS «0€30MacHBIM YPOBHEM
B
— K ns monoka orcyterByet. 3Hauenue [1JIK B3sito u3 HJI Ha MSICHYIO IPOIYKIUIO.
r
—IIJIK orcyrctByer. [Ipunsitoe 3HaueHue 5 Hr/mi.
A ITJK mst cyMMBbl aHTHOMOTHKOB JJAHHOTO KJiacca.

(S
— Mcnonp3oBanue Cyab(pOHUIAMUAHBIX PENapaToB B IEPUO/T JIAKTAI[MM MOJIOYHOTO CKOTa (KpoMe
cynbdaaruMeToKcHHa) 3anpenieHo [1].

JKCIepPUMEHTAJIbHAS YaCTh
OobopynoBaHue U MporpaMMHoe odecrneyeHue
Xpomarorpadudeckoe pazaenenue npopommin Ha YBDXX PerkinElmer ¢ macc-crnekTpomeTpudeckum
nerexkropom QSigh 210 (macc-ananu3arop - TpoiHo# kBaapymnob) (PerkinElmer). Ynpasnenue npubopom,
coop u 00pabOTKy MaHHBIX OCYIIECTBIISLUIA C IMOMOIIBI0 MporpamMmmHoro obecredenuss Simplicity 3Q™
(PerkinElmer).

CrangapTHbie pacTBOPbI U MPOOONOATOTOBKA.

Yucrora BCEX HCIONB3YEMBIX pacTBOpUTeNie M peakTHBOB Obuta Kiacca « g BOXKX-MCy». Bcee
CTaHJapTHBIE 00pa3Ilbl aHTHOMOTHKOB ObLTH TIproOpeTeHsl y Sigma-Aldrich Saint-Louis, MO u xpanunucek
npu 4°C pans mpenorBpamieHuss ux pasioxenus. CopOent C18 (end capped) mist aucnepcHOHHOM
TBepaodazHoit sxcTpakiuu (JITDI) 6su1 mpuobperen y Supelco.

Bce cranmapTHble pacTBOphl aHTHOMOTHMKOB 3a WCKIIOYEHHEM [-TaKTaMOB TOTOBWJIM B MeTaHoje. Jlis
MPUTOTOBJICHUS] CTAHJAPTHBIX PACTBOPOB [-JIAKTaMOB HCIOJIb30Balu Boxy. CTaHIapTHBIE PAacTBOPHI -
JAKTaMOB HEOOXOIUMO XpaHWTh B IUIACTHKOBOHM IOCYJE, PAacTBOPBHI OCTAJIbHBIX AHTHOMOTUKOB MOXKHO
XpaHUTh KaK B CTEKISIHHOM, TaKk W B IJIACTHUKOBOW mocyzae. s mpeaoTBpallleHusi pas3lioKeHUsI Bce
CTaHJapTHBIE pacTBOPbl XpaHunu npu 2°C B mocyle TeMHOro crtekja. KoJlnuecTBEeHHOro ompeneneHus
aHTHOMOTHKOB NMPOBOIMIA METOJIOM BHYTPEHHETO CTaHAapTa. BHyTpeHHuil cranaapt nunpodriokcannta-ds
MCTIOJIB30BAJIH [T KOJIMYECTBEHHOTO OIpeIesICHUs] (PTOPXUHOIOHOB, CYIb(POHMIAMHUIOB U TEPPALUKINHOB;
BHYTpEHHUH cTaHAapT GpryHUKCHH-d3 1711 MaKpOJIHUI0B U -JIaKTaMOB.



B kadecTBe MaTpHIIBI JIJIsi IPUTOTOBJICHHS KAJIMOPOBOYHBIX PACTBOPOB HMCIIOJIB30BAIN IEIBHOE MOJIOKO W3
KaTerOpuN «OPTraHUYECKUH MPOIYyKT», IPUOOPETCHHOE B MECTHOM MarasuHe. [IsTh CIBITyeMBIX 00pa3iioB
MOJIOKA PA3JIMYHOM CTETICHH KUPHOCTH TAKXKe OBLIN MPUOOPETCHBI B MECTHOM MarasuHe.

J111s TpoOOMOATrOTOBKH HCTONb30Ba MoaupunmpoBannsiii meroq QUEChERS [2, 3].

IIpuecomosnenue ucnvimyembvix pacmeopos oo6pasoe MoIoKa:

1. K 5 mut ucieityemoro oopasiia MoJI0Ka, COJAEPIKAIIEero BHYTPEHHUE CTAaHAAPThI ¢ KOHIIEHTparuen 15 Hr/mi
no6asisi 20 MII OPraHUYECKOro PaCTBOPUTENS (METAHOI WM AllETOHUTPHIT).

2. [TonydeHHyI0 cMeCh MHTCHCUBHO BCTPSIXUBAJIM B TEUEHUE MUHYTHI, a 3aTeM IeHTpudyrupoBanu npu 7800
00/MuH B TeueHue 10 MuH.

3. OTOupany HaIOCaTO0UHYIO0 )KUIKOCTh U 100aBsun K Hell 1.2 rpamma copoerta C18 (ATDD) nyst ynanenus
KUpa.

4. TTonydeHHYI0 CMeCh HHTCHCUBHO BCTPSXUBAIIM B TEUCHHE 5 MUHYT, a 3aTeM leHTpudyruposanu mpu 7800
00/MHUH B TCUCHHE 5 MUH.

5. Orbupamu 12.5 M1 Ha0CaIOYHON KUAKOCTH, YIIAPUBAIN PACTBOPUTENHh B TOKE a30Ta IIPH TEMIIEpaType
40°C oo 1.5 - 2 mu.

6. K ocratky nobasmnsiu 15% pactBop MeTaHosa B BOJE, 10BO/ISI CyMMAapHbI 00beM MPUOIU3UTEIBHO 10 2.5
ML

7. IlomyueHHbIN pacTBOp GUIBTPOBAIH Yepe3 MEMOpPaHHBIN PUIBTP ¢ AuamMeTpoM 1op 0.22 MKM.

IIpuecomosnenue kanubPoOBOUHBIX PACMBOPOE C UCNONb30BAHUEM MAMPUYDBL.

Marpuiy ans KanuOpOBOYHBIX PACTBOPOB TOTOBMJIM W3 MOJIOKA KAaTETOPUM «OPTraHUMYECKUI MPOTYKT»
aHAJIOTMYHO BBILIICONMCAHHOW CXeMe, KpOME MEpBOW CTaauM, KOTOPYIO OCYLIECTBIsUIM Oe3 100aBieHUs
BHYTpEeHHEro cranjaapra. KannOpoBo4yHbIe pacTBOPBI TOTOBUIIM J100aBICHUEM COOTBETCTBYIOIIUX AJHKBOT
CTaHJAPTHBIX PACTBOPOB aHTUOMOTHKOB M PAacTBOPAa BHYTPEHHUX CTaHJIAPTOB K MAaTpHULIE, MOJIydasl 1€BATh
KaJHMOpPOBOUHBIX PAacTBOPOB ¢ KoHIeHTpauusMu B auamnazoHe 0.1-1000 ur/miu. Kaxasii kainOpoBOYHBIH
pacTBOp aHATU3UPOBANIU S5 pa3s.

XpomaTtorpaduyueckue ycJoBHs U MapaMeTpPbl Macc-CIEKTPOMeTpa.

Xpomarorpadudeckie yCIOBHs W TapaMeTphl HCTOYHHMKA WMOHHU3AIUUA MAaCC-CIIEKTPOMETPUUIECKOTO
JETEKTOpa TpeAcTaBieHbl B Tabnuue 2. Bpemena ynepxkuBanus u mapamerppl MRM  mepexonos
OIMPCACIIACMBIX aHTI/I6I/IOTI/IKOB nNpeaACTaBJICHBI B Ta6n1/1ue 3 I[JI}I MOBBIIICHUA  AOCTOBCPHOCTHU
UIEeHTU(DUKAIIMKA  ONPENeNIeMbIX COCIWHEHMH wucnoiab3oBaym Tpu MRM  mepexoma ns  Kakmoro
aHTUOMOTHKA [4].



Tabauua 2. Xpomarorpapuueckue ycJI0BHA U NapaMeTPbl HCTOYHUKA HOHM3ALMHU MAaCC-
CIIEKTPOMETPHYECKOI0 JIeTeKTOpA.

Xpomartorpaguyeckue ycja0BUs

Xpomatorpapuueckass |PerkinElmer Brownlee SPP C18, 100 x 2.1 MM, 2.7 MKM

KOJIOHKA (Part # N9308404)
A: 5 MM dopmuat ammonus u 0.1% mypaBbuHas KuciaoTa
IlonBu:kHas ¢asa B: 0.1% MypaBbHHAs KUCIOTa B cMeCH 95/5 alleTOHUTPUII/METaHO
IIporpamma rpaiieHTHOr0 3JIOMPOBAHUS
Ilar| Bpems %A %B KpuBasi rpaanenrta
(MuH)
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

Bpems anasinza 15 mun; Bpemst paBHOBecHs 4.2 MUH

IToTox 0.4 Mn/MuH aBJICHHUeE: 200 psi/285 bar (MakcuMyMm)

Temmneparypa trepmocrara |30 °C

BBoaumblii 00bem 10 MK
Temneparypa o0pa3uoB 7°C
(aBTO032TOP)

IMapameTpbl HCTOYHMKA HOHU3AIUA
PesxxuM noHU3aMM ESI +
Ocymaromuii ra3 (a3or) 7S eqMHUIL
Temneparypa HSID nnrepdeiica 320 °C
Hanpsikenne ESI + 5500 B
Temmneparypa HCcTOYHMKA 425 °C
Pacnbliasironuii ra3 (a3or) 175 enuHuL
PesxxuM padoThl Macc-aHAJIN3aTOPA MRM

Tab6uanna 3. Bpemena yaepxuBanus fr 1 napamerpbl MRM nepexoaoB onpejeJisieMbIX COeIHHEHHI.

R * %
KoMmmoHeHT Puon'| Kuon?| CE  |I1wmon’| CE  |I2muou? CE*
(MUH)
Cyabdpamera3nn 3.37 279.1 186 20 156 25 107.9 40

CyabgamerorkcasoJ 4.38 254.1 | 107.9 40 91.7 55 156 30
Cyab¢paguMeToKCHH 515 | 311.1 156 25 91.7 40 107.9 50
TuamMuko3nx 4.93 4353 | 6954 20 174 30 87.9 55
Tuiao3un 5.70 916.5 174 46 100.9 64 144.9 48
JPUTPOMHULIHH 541 734.4 158 40 576.2 22 115.9 66




Taoauna 3. (mpomoskKeHue)

Kommonent (Mt:H) Puon' | Kuow?| CE’ |Ilmow’| CE |I2uon?l CE*
HMennuuunu-G 5.38 334.9 160 22 176 22 113.9 48
Kiokcanuiiun 6.6 436.2 | 277.1 18 113.9 62 178 50
Odaokcanun 3.30 3619 | 3179 25 343.9 25 260.9 35
Hunpodgiokcanux 3.38 3319 | 313.9 24 230.9 51 187.9 75
Capaduiokcanun 3.93 385.9 | 367.9 28 341.9 24 298.9 36
Terpanukiaun 3.52 445.1 | 410.1 16 154 24 97.9 36
XJ1opTeTpauMKIUH 4.33 479 444 26 462 22 154 36
Hunpoduokcanun-ds | 3.36 340.1 235 48 - - - -
DayHukcnH-ds 7.20 300 282 30 - - - -

L (P mon) Ponurenbckuii MOH.

2 (K non) KonnvyecTBeHHBIN HOH.

3 (IT1 uon) IToaTBepxaaroniuii noH 1.

4 (I12 uon) IToaTBepxaaronIuii HOH 2.

"_CE (3B) - (Collision energy) — sHeprusi COyaapeHH.

O0cyxaeHue pe3yjbTaToB
[Ipenen KOMMYECTBEHHOTO OMpEIENICHHs, AHANa3oH KOHIEHTpaIlMi KaauOpOBOYHOTrO rpaduka U KBajpaT
koa(duumenTa nuHeiiHol koppensamuu (R?) onpenenseMbIx coeMHEHNUI MpeicTaBIeHbl B Tabmuile 4.
Tab6muna 4. IIKO, 1nanazoH KOHUEHTPAUUI U KBAAPAT Kod(pduunenta jguneiinoii koppensiuun (R?)
omnpeesisieMbIX COeIUHEHHUI.

KO B JAunana3on
KoMmnionent MOJIOKE KOHLEHTpanuii R?

(Hr/mu) (Hr/mur)
Cyabpamera3nn 0.1 0.1-1000 0.9986
CyabpameTorcasoJ 0.1 0.1-1000 0.9996
Cyab(phaanMeTOKCHH 0.1 0.1-1000 0.9991
Tuamuko3nx 0.1 0.1-1000 0.9990
Tuiao3un 1 1-1000 0.9980
IPUTPOMHUIIUH 0.3 0.3-1000 0.9958
Hennunnun-G 1 1-1000 0.9981
Kaokcanuniann 1 1-1000 0.9985
OdJiokcanux 0.1 0.1-1000 0.9982
Hunpodaokcanuu 0.1 0.1-1000 0.9978
Capadiokcanun 0.1 0.1-1000 0.9968
TeTpaunkiInH 0.3 0.3-1000 0.9956
XJ10pTeTPpAUMKJINH 0.3 0.3-1000 0.9984

[Tonyuennsie 3Hauenust [IKO nHmxke 3navenumii [1/IK B 5-100 pas, 4to cBHIETEILCTBYET O Oojiee, deM
JIOCTaTOYHOM 4YBCTBUTEIILHOCTH METO/IA JUISl AHAJIM3a ONPENEIIIEMbIX COEIMHEHUN B MOJIOKE.



Ha pucynke 1 mokazanbl xpomarorpammbl Tpex MRM mepexonoB cyibhamerasuHa, MOJYYCHHBIC MPH
aHaJlM3e MOJIOKAa C KOHIIGHTpaIe aHTuOnoTuka 5 Hr/mi. Bce Xxpomarorpambl JEMOHCTPUPYIOT XOPOIIEe
COOTHOIIICHUE CUTHAJI/IITY M.
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Pucynok 1. MRM nepexoasbl cy/ib(pamMeTo3uHa (KOHIEHTPALUsI B MOJIOKe S HI/MJI).

Ha pucynke 2 npezcraBieH KaauOpoBOUHbIN rpaduk cynbdamveTrasuHa B nuana3one KoHueHntpamuit 0.1 —
1000 Hr/mur.
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Pucynok 2. KanudpoBouHasi kpusas cy/jb(pamerasuna.
KammOpoBouHbIe KpHUBBIE UMEIN XOPOIIYIO JTHHEHHOCTh — KBaApaT KO3 PHUIIMeHTa TUHSHHON KOPPETSIIIT
JUIS BCeX aHAIUTOB ObLT 6oiee 0.9958 (R*>0.9958).



CoracHO TaHHBIM, TIPEACTABJICHHBIM B TaOJHIIEe S, HAOIIOAETCs XOPOIas MOBTOPSIEMOCTh PE3yJIbTaTOB Ha
npuMepe IMSITH NapauIebHbIX U3MEpeHul (n=5), MPOBEICHHBIX ISl KaXKJOTO W3 HCHBITYEMBIX 00pasiioB
MOJIOKA, COJIEPKAIIUX Pa3IUYHbIC KOHIICHTPAIMA aHTHOMOTHUKOB. /{711 KOHIIEHTpaluid B JBa pa3a MEHBIIE
yem 3HaueHus [1JIK ornocutensabie cpeanekBaapatnyeckue otkioHeHus (CKO, %) ne npessimanu 5%.
Tadoauua S. 3nayenus CKO, % npu n=5 1j1s1 pa3iu4HbIX KOHIECHTPALMH AHTHOMOTHKOB B MOJIOKe.

KoMIOHEHT 2.5 Hr/ma 5 ur/ma 10 ur/man | 25 ur/ma | 50 ur/ma | 100 Hr/ma
CKO,% CKO,% CKO,% CKO,% CKO,% CKO,%
CyJabhamerasun 2.4 2.4 1.1 1.4 0.8 0.7
CyJabhameTokcaszo 3.5 4.7 2.8 1.7 2.9 1.4
CyJab(haguMeToOKCHH 3.0 0.8 2.0 1.6 1.2 1.7
THIMHKO3HH 0.7 1.5 1.8 0.7 0.8 1.1
Tujao3un 7.8 4.3 3.9 2.1 28 1.4
OpUTPOMHULMH 4.7 3.8 4.0 1.7 2.3 0.8
HMennunannn-G 3.0 4.4 4.2 1.4 2.6 1.5
Kaoxcanuiaauux 4.5 4.4 3.7 2.5 1.8 1.4
Odaokcannx 2.9 1.9 2.6 1.5 1.7 1.8
Hunpodaokcanuu 2 2.3 0.9 3.1 1.0 1.1
Capadiokcanut 2.4 2.8 2.0 1.5 2.0 0.7
Terpanukiun 6.1 5.9 6.1 4.7 2.8 1.3
XJ10pTeTpanuK/JINH 5.6 5.0 5.7 3.6 4.1 2.1

B Tabnuue 6 mpuBeneHb! yCpeAHEHHbIE JaHHbBIC, TOJXYYECHHBIC NMPU M3ydYeHUH cTerneHu uspnedeHus (CH)
ompeesieMbIX KOMIIOHCHTOB, TIPU KOHIEHTparmsax Onu3kux K ux 3HadeHusMm [1JIK. Cpennue 3naueHus
MOJIyYEHBI IO pe3yibTaTaM MATH MapajuiedbHbIX onpeaeneHuii (n=5). CTeneHb M3BJIEUEHUS] MAKPOJIHUIOB,
Cynb(OHIIAMUIOB U P-TakTaMOB Haxoauiach B nuamnazone 70 - 120%, a 3nauenuss CKO,%, nonydyeHHbie
JUIS TIATH TIapaJlyIeNbHBIX Onpenenenui, coctaBmin Menee 20%. Ctenenp u3BieyeHus GTOPXUHOIOHOB ObLIa
B npenenax 60 - 70%, a TerpauexknuHoB - MeHee 30%. CreneHb W3BJIEUYEHHsS BHYTPEHHUX CTaHAAPTOB
unpodiokcanuna-ds u ¢piyHukcuaa-dz 6su1a okosno 70 u 90% cooTBETCTBEHHO.

DTOPXHUHOJIOHBI U UX JIEHTEPUPOBAHHBIE AHAJIOTM MMEIOT MPAKTUYECKH OJMHAKOBBIE MOTEPU B MpOIEcce
HKCTPAKLUH, TIOATOMY 11€JeCO00pa3HO KOMIIEHCUPOBATh 0oJiee HU3KUE CTETIEHU M3BJICUCHHS] aHTUOMOTHKOB
JTAHHOW TPYMIIbI UCTIOIb30BAaHHUEM COOTBETCTBYIOLIUX BHYTPEHHUX CTaHIApTOB.

[Tocne KOppeKUNU CTETIEHN U3BJICUYEHUS C UCIIOIb30BAaHUEM JICHTEPUPOBAHHOTO (PTOPXUHOJIOHA, B KAUECTBE
BHYTPEHHEI0 CTaHJapTa, CTENEeHb M3BJIeUeHHs (PTOPXUHOIOHOB Haxoaunack B uHTepBane 80 - 110%, a ans
TETPAUUKIUHOB cocTaiisiia okosio 30%. Huzkas creneHb W3BICUYEHHUS] aHTUOMOTHUKOB TETPALMKIMHOBOM
TPYNIbl CBUJIETENBCTBYET O HEOOXOAUMOCTH UCTIOIb30BaHUS JEHTEPUPOBAHHOTO TETPALIMKINHA B KAUeCTBE
BHYTPEHHETO CTaHIapTa Il KOMIICHCAIIUH UX MTOTEPh B Mpoliecce MpoOOIOATOTOBKH.

Taxxe B Tabmune 6 mpuBeIeHb! JaHHBIE O BIMSHUM HCIIOJIB3YEMOTO OPraHMYECKOTO PACTBOPUTENS IS
OCaXJIeHHUsI OENKOB (AETOHUTPHII MJIM METAHOJI) Ha CTENEHb M3BJICUCHUS ONPEICNSEMBIX COCAMHEHUN U
sbdexkr mnomasneHuss uWoHu3zanmMu. CTeneHb W3BICUYEHUS [UIS BCEX OMNpeleIsieMblX aHTUOMOTHUKOB
IIPAKTUYECKH HE 3aBHCENIA OT UCIOIb3YEMOIO PACTBOPUTENSL, 32 UCKIIIOUEHUEM IPUTPOMHULIMHA, ISl KOTOPOI'O
OHa cocTaBJIsIa 0koJ1o 27 n 98% npu NCMoNb30BaHUN ALIETOHUTPUIIA U METAHOJIA COOTBETCTBEHHO.
BnusHue Marpunbl Ha NpolecC HOHM3AIMM (MOAABJIEHUE WM YCWIEHHE) ONPENeNsad C IOMOILBIO
OTHOIICHHUS OTKJIMKA IETEKTOPA Ha ONpeeiseMblii aHTUOMOTUK B MOJIOYHON MaTpHUlLle K OTKJIMKY JETEKTOpa
JUISL €TO CTaHAAPTHOTO PacTBOpPA B YUCTOM pacTtBoputene. s cynbhoHaMUI0B, MAaKPOIUAOB U -TaKTaMOB
BJIUSTHUE MATPHIIBI Ha MPOLIECC MOHU3ALINY ObUIO HE3HAYUTEIHHBIM BHE 3aBUCUMOCTHU OT UCIOIb3yEMOT0 IS
poOONOATrOTOBKY pacTBOpuUTeNs. B Toxe Bpems, 1Isi GTOPXUHOJIOHOB M TETPALMKIMHOB HAOIIIOJAIOChH
YCWJIEHHE MOHM3AIMK B MPUCYTCTBUM MaTpPHIIBI OCOOEHHO B Cllydyae MCIOJIb30BaHUs METaHOJa B KayecTBE
pacTBOpuUTEIIs A1t MPOOOIIOATOTOBKH.



Tadoauua 6. Crenens nzBiaedyeHusi komnoHeHTos (CHU), CKO, % u matpuunsie 3¢ppexrsl (MU) npu
HCNIOJIb30BAHUM METAHOJIA MJIH AlleTOHUTPHIIA VISl 0CAXKIeHHs 0eIKOB B Ipoluecce NPodonoAroTOBKH
(n=5).

*
(Hl"(/:MJI) Meranoa ALIeTOHMUTPHI
KommnonenT
CH CKO MHA CH | CKO MHA

Cyabpamerazun 10 102 % 8% | 110% | 101 %| 9% | 102 %
Cyab(pamerokcaszo 10 103% | 10% | 93% | 105% | 13% | 97 %
CyabpaanMeTOKCHH 10 96 % 7% | 111 %) 104 % | 7% | 106 %
TuiaMuKo3uH 50 89 % 10% | 127 % | 82 % | 15% | 103 %
Tuino3un 50 97 % 14% | 83% | 92% | 17% | 97 %
JpUTPOMHULIMH 50 98 % 11% | 80% | 27% | 17% | 91 %
Hennuuanun-G 10 103% | 10% | 94% | 84% | 10% | 96 %
Kiokcanmiiun 10 94 % 13% | 97% | 96 % | 13% | 102 %
Odokcanun 10 101% | 17% | 163% | 97 % | 1.7% | 181 %
IunpogJiokcannx 10 102% | 16% | 174 % | 87 % | 1.0% | 163 %
Capadaokcanun 10 104% | 11% [ 162%| 96 % | 9% | 142 %
Terpanukiaun 50 32 % 5% [ 152% | 24% | 5% | 120 %
XJI0pTeTPAUMKJINH 50 25 % 8% [ 177%| 21 % | 10% | 130 %

- ROHOCHTpAaIuu ONpecaACIsICMbIX KOMIIOHCHTOB (HI'/MJI).
*-K /

[Iate 00pa3uoB Mojoka paznuyHoi >kupHOcTH (0T 1% m0 5%) ObLIM TpOBEpeHBbl Ha COAEpKAHHUE
aHTHOMOTHKOB C TIOMOIIBIO pazpaboTaHHOro MeTona. Hu oauH W3 ompenensieMbIX KOMIIOHEHTOB HE ObLI
oOHapy)XeH NOa)ke Ha ypOBHE KOHIIGHTpauuid B Tpu pa3a Huxke dem 3HadeHue [IKO (0.1-1 ar/m).
OtHocutenbHOE cpenHekBagpatuueckoe oTkioHeHue (CKO, %) creneHu u3Bj€UEHHUs ABYX BHYTPEHHUX
CTaHJAPTOB M3 00Pa3I0B MOJIOKA C PA3JIMYHBIM COJIEPKAHUEM JKHPa COCTaBIIsLI0 MeHee 15%.
Hcnonp3oBaHre ABYX MOATBEPKIAIONIMX HOHOB I HMACHTU(UKAIMUA OMPEACTSeMbIX AHTHUOMOTHKOB
yaydmiaer crnenuGuaHoCcTh MeToAuKU. B Tabnwuie 7 mpuBeneHbl CpeaHHe 3HAYCHHS COOTHOIICHHS MOHOB
(COOTHOIIEHHSI HHTEHCUBHOCTEN MOHOB), JJI KaXKJI0I0 aHAIUTA, PACCYMTAaHHBIC MIPU aHAIN3€ KOHLEHTpaUi
B pauamnazoHe ot mnosioBuHbl IIJIK nmo ero 10-xkpaTtHoro 3HadyeHus. OTHOCHUTEIBHOE OTKIOHEHHUE IS
COOTHOIIIEHUS] KIOHOB BO BCEM JIMana30He KOHLIEHTpALUMK He mpeBbiaio + 12% oT cpeaHero 3HaueHus1, 4To
HKe nomyctumoro npezaena (= 30%), ycranoBiaenHoro B qokymente SANCO [5] mnst aHanm3a KOPMOB U
MPOYKTOB MUTAHMUS.

Taoauna 7. Cpeanne 3HA4YeHUsI COOTHOLIEHUSI HOHOB (COOTHOIIEHUS] HHTEHCUBHOCTEH NOHOB)
onpe/e/isieMbIX KOMIIOHEHTOB.

KommnoneHt I11 uon! OTH O0TKJIOH I12 non? OTH OTKJIOH
a5 nona I112 n1s wona I124
Cyabdamerasun 57 % 5% 43 % 6 %
Cyabdamerokcaszo 99 % 5% 90 % 6 %
CyabdagumeTrokcuH 38 % +6 % 29 % =5 %
THIMHKO3UH 76 % +5% 64 % +5%
Tunao3un 44 % +6 % 26 % +11 %




Taoauna 7. (mpomoskeHue)

KommnoneHt I11 uon! OTH O0TKJIOH 12 non? OTH O0TKJIOH
nus nona I112 nuist nona IM24
OpUTPOMULINH 46 % =5 % 24 % +6 %
Mennuuanun-G 78 % +5% 50 % +10 %
Kinoxkcanuianx 43 % 5% 38 % +6 %
Odanokcanun 69 % +9 % 62 % =7 %
Hunpoduiokcanun 43 % =5 % 25 % +12 %
Capaduokcauun 13 % =7 % 8.1 % =7 %
Terpanukiaun 23 % =6 % 21 % +10 %
XJ10pTeTpauMKINH 68 % +6 % 37 % 6 %

1 o
- (II1 moH) cpenHee 3HAYEHUE OTHOIIEHUS WHTEHCHUBHOCTEM CHUTHAJIOB MOJTBEPXKIAIOUIEro MOHA | u
KOJNYECTBEHHOI'0 HOHA.

2
- (OTH oTk0H AJs1i uoHa I11) oTHOCHTEIbEHOE OTKIIOHEHHE OT CPETHET0 3HAYCHHUS JJIs TTOATBEPIKIAI0IIIETO
noHa 1.

3 .
- (II2 uoH) cpenHee 3HAUYECHHWE OTHOIICHHWS WHTEHCUBHOCTEW CUTHAJIOB IMOATBEPXkAAIOIIETO0 MOHA 1 H
KOJIMYECTBEHHOT0 HOHA.

4 (OTH oTkJI0H A5 uoHAa I12) oTHOCUTENIbHOE OTKIOHEHUE OT CPETHETO 3HAUCHHUS JUIS [TOATBEPKIAI0IIETO
noHa 1.

JlonrocpouHasi CTaOUIBHOCTD CUCTEMBI (CTAOMIBHOCTh OTKJIMKA MAcC-CIEKTPOMETPUUYECKOTO JIETEKTOpa Ha
OIMPCACIISICMBIC KOMHOHGHTLI) TCCTUPOBAJIACh € MOMOINBKO HCHIPCPBIBHOI'O B TCYCHUC 6 ,Z[Hefl aHaJinu3a
AKCTpaKTa MOJIOKA, ¢ KOHIICHTpamue cyabpoHamumoB, GTOPpXHUHOIOHOB, -TakTamMoB paBHOW 10 Hr/mi,
MakpoiauaoB U TeTpanmukiauHoB 50 Hr/mi. Ha pucyHke 3 moka3aHbl 3HAYCHHS! OTKJIWKA JIETEKTOpa Ha
cyib(aMeTa3uH ¢ KOHLIEHTpAIMel B 9KCTpakTe Mojioka 10 HI/MJI OTHOCHUTENFHO BHYTPEHHETO CTaHIapTa OT
KOJIMYECTBA IMPOBEJACHHBIX AaHAJM30B, JEMOHCTPUPYIOIINE BBICOKYIO CTa0MJIBHOCTH B TEUYEHHE BCETO
DKCIIEpUMEHTA.

CynbdamMeTasuH B 3KcTpaKTe Monoka (10 Hr/mn)

120

CKO = 4.5%
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40
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HOpMaﬂM3OBaHHbIﬁ OTKITMK OeTeKTopa

0 T T T T T T .
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KonuuectBo aHanusoB

Pucynok 3. 3aBHCHMOCTH OTKJIHMKA JAeTEKTOPAa MACC-CIIEKTPOMETPHYECKOr0 Ha cyjb(pamMeTasMH ¢
KOHIIEHTpalueil B IKCTPaKkTe MoJ0ka 10 HI/MJ1 0T KOJIMYeCTBA BbINOJHEHHBIX AaHAJIN30B.
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Kak BuaHO U3 prucyHKa 3 OTKJIMK JAETEKTOpa Ha Cyjb(aMeTa3uH HE MEHsUICS Ha MPOTSHKEHUU LIeCTH JHEH
HENpepbIBHBIX aHaMu30B (O6onee 400 aHANMHM30B), YTO JEMOHCTPHPYET MPEBOCXOAHYIO CTAOMIBHOCTh Macc-
cnekrpomerpuueckoro naerektopa QSight (PerkinElmer). Otkmuk nerekropa mias 10 ompenensieMbix
aHTHOUOTHKOB M3 13 Takke He CHUXKAJICSA B TCUCHHE 6 JHEW HEMPEepPhIBHBIX MHKEKIUN IKCTPAKTa MOJIOKA.
OTKIMK JeTEeKTOpa Ha SPUTPOMHIIMH, THJIO3MH W O(MIOKCAlMH Tocie 6 MHeW HEeMpPEepPhIBHBIX HHXKCKIIUN
cau3mics Ha 30% OT UCXOJHOTO 3HAYEHUS, YTO MOKET OBITh OOBSICHEHO Pa3Ni0KEHHUEM JTAHHBIX COSTUHEHUI
MIPU XPAHEHUHU IKCTPAKTA.

3akjoueHmne
PazpaGoran mpocrtoii, HamexHbIH W YyBCTBUTENbHBIM MeTon BIOXX-MC/MC nias KOIMY4EeCTBEHHOTO
OHpC,Z[eJIGHI/IH aHTPI6PIOTI/IKOB pa3HLIX KJIaCCOB B MOJIOKE C HUCIIOJIB30BAHUEM MOI[I/I(bI/II_II/IpOBaHHOI‘O MeToaa
QuEChERS n71st mpoGomnoiroToBKH.
JlonrocpodHast CTaOWJIBHOCTh OTKJIMKA MAacC-CIIEKTPOMETPUYECKOTO JETeKTOpa Ha  OmpejelisieMble
KOMITOHEHTHI IeMOHCTpUpYeT BO3MOKHOCTE BOXKX-MC/MC PerkinElmer paboTtath ¢ rps3HBIMU MaTpUIIaMU
0e3 moTepu BpeMeHU Ha TEXHHYECKOE 00CITy)KUBAHHE CHUCTEMBI.
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