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Pa3spaborka aHanutMyeckoro meropa
ONnA 0AHOBPEMEHHOro onpeaeneHuna
octatkoB am()eHNKOonoB M
cynbpoHamMnaoB B MONoKe ¢
ucnonb3osaHmem meroga QuUEChERS
u aHanu3a ¢ nomouwbio K3-MC/MC

Metoanyeckaa nHgpopmauma

Pesiome

B naHHOM 0KyMeHTe OnucaH CKOPOCTHOM aHanUTUYeCKU MeTos OJJHOBPEMEHHOr0
onpeaeneHna octatkoB aM(eHNKOSOB 1 cyNiboHaMUA0B B MOJIOKE C
ucnonb3oaHuem metoga QUEChERS n ananusa ¢ nomolublo cuctemsl

KanunnapHoro anekTpocyopesa-TaHaeMHoN Macc-cnektpometpum (K3-MC/MC).
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BBepeHue

HeunsbupatenbHoe NnpumMeHeHUe aHTMOUOTMKOB (hepMepamu

ANA nevyeHna MH(EeKLMOHHbIX 6oneaHell Y MONoYHbIX KOpoB,

B YaCTHOCTM MacTuTa, HebnaronpmATHO BNIUAET Ha YeNoBeka,
BbI3bIBaA Y HETO TMNEPYYBCTBUTENBHOCTb, aHAhUNAKTUYECKMUIA LLIOK
U aucbanaHc KuweyHon Mukpodpnopsl. Mpexae Bcero, 310 cBA3aHO
C KOCBEHHbIM MOTpe6NEeHNEM 3TUX COEAUHEHWI NpU ynoTpebneHum
moroka 1 ero npou3BoaHbix [1]. HaumoHanbHoe areHTCTBO
HabmioaeHua 3a 3gopoBbemM bpasunum (ANVISA) ycraHaBnuBaet
MaKcMMarbHO AONyCTUMbIiA ypoBeHb octatkos (MAY) atux
coeIMHeHuii B Moroke [2]. KoHTpomnb 0CTaTouHbIX KOMUYECTB
aHTMOMOTMKOB OCYLLIECTBNAEGTCA B paMkax HaunoHanbHoro nnava
KOHTPONA 0CTaTOYHbIX KONMYecTB, npoBoanMoro MuHuctepcteom
CenbCKOro X03AicTBa, XXMBOTHOBOACTBA U CHabXXeHUA.

OcHOBHOI4 METOANKO, KOTOpas MCMONb3yeTca AnA onpeaeneHns
BETEpUHAPHbIX Npenaparos B NPoAyKTax NUTaHWUA, ABNAETCA
XXMAKOCTHAA XpoOMatorpachua B COYETaHUM C UMMYHOTNOTUYECKUMU
aHanusamu. B gaHHoM jloKymeHTe npeacTasrneH MeTos
0/IHOBPEMEHHOTO KOMMYECTBEHHOTO onpeaeneHns xnopamdeHukona
(CAP), donopchenukona (FF), cynbchametasuna (SMZ),
cynbchagumertokcuHa (SDM) u cynbatnazona (STZ) B o6pasuax
MOMoKa C UCMONb30BaHMEM CUCTEMbI KaMMANAPHOTO anekTpocthopesa
B COYETAaHUM C TaHAeMHoIA Macc-cnektpometpumn (K3-MC/MC).

JkcnepuMeHTanbHaA 4actb

Ycnosua K3
Mpu6op Cucrema K3 Agilent 7100
100 mM NH,OH, pH 10.8
28 kB

nokpbitaa MBA, 50 mkm x 85 cm
(o6wan anuHa)

DOHOBbIW aNEKTPONUT
MNoanasaemoe Hanpaxenue

KBaleeBaﬂ KanunnapHaa KonoHKa

Beoa npo6bi 30 cekyHa npu aasneHun 100 m6ap
Temnepatypa 25 °C
Ycnosua MC

Mpu6op TpexkBaapynonbHasa cuctema XKX-MC Agilent 6430

Vonusauua JnekTpocnpeem, peructpauma

OTpULlaTenbHbIX MOHOB

25 MM NH,0H/auetoHutpun
(50:50 06.), pH 9,0

O6BonakuBatoLLan XMAKOCTb

CxopocTb notoka 4,0 mkn/muH
HanpaxeHnue Ha BXoae B Kanunnap 4500 B
Ckopoctb notoka ocywatoero rasa (N,) 6 n/mun
Temnepatypa ocyLaloLero rasa 250 °C
Pacnbinutens 6 psi

bbin paspabortaH metoa K3-MC/MC ana aHanusa
xnopamdeHukona, pnopdenukona, cynbameraauHa,
cynbaaMmMeToKCHHa U cynbaTtnasona ¢ UCMONb30BaHUEM JBYX
nepexo/ioB AnA KaX/A0ro COeANHEHUA B PEXXMME CIeXeHuA 3a
MHo>XecTBeHHbIMU peakuuamu (MRM), kak nokasaHo B 1a6bn. 1.

Ta6nuya 1. Napamempsl MRM 0na aHanu3sa xnopamgeHukona,

dnopgeHukona, cynbghamemasuHa, cynbgaoumemokcuHa u

cynbghamuazona
JHeprua

Onpepenaemoe BY Mepexon puccounauun Bpema

BELLecTBO (Mun)  (m/2) (aB) 3aaepxku (mc)

Onopdenunkon 3,92 356>336 4 200
356 >185 12

Xnopamdenukon 4,80 321>257 4 200
321>152 8

Cynbcaaumertokeun 5,10 309>19 4 200
309 >66,0 36

CynbhamertasuH 5,30 277>122 28 200
277>106 32

Cynbchatnason 5,60 254>156 0 200
254 > 98 12

Mpo6onoaroroBka

JKCTpaKLIMIO BETEpPUHAPHBIX NpenapaToB U3 MONoKa NpoBOAUNY C
ucnonbsoaHnem metoga AOAC QuEChERS. Anuksoty
rOMOreHu3upoBaHHoro obpasta o6bemom 10 Mn nomecTunu B
LleHTpudyxHyto npobupky Ha 50 mn. Mocne nepemelunBaHms
obpasua Ha BopTekce B TeyeHne 30 cekyHa B Kaxayto npobupky
no6asunu 10 Mn aLeToHUTpUna, ucrnonbaya gosatop. B kaxaywo
npo6upKy A06aBUNM COAEPXKMMOE YNaKOBKU CONeld
cnoco6eTBytolmx akctpakumn Agilent Bond Elut QuEChERS AOAC
(katanoxHbii Homep 5982-5755). Mpo6upku ¢ o6pasuamu NNOTHO
3aKpbINK U 3HEPrUYHO BCTPAXMBANMN BPYYHYHO B TeyeHue T MUHYTHI.
3aTem Ux LieHTpudyrupoBani ¢ YactoToi BpallieHua

4 000 06/MuH B TeYEHUE 5 MUHYT.

[na ounctku, 8 Mn cynepHataHta nomectunu B npobupky
Agilent Bond Elut QUEChERS ana aucnepcuontoii TO3J Ha 15 mn
(katanoxHbit Homep 5982-5058). B npobupke coaepxanochb

400 mr peakTiBa C MepBUYHbIMU U BTOPUYHBIMU aMUHAMK (peak-
B PSA) n 1200 mr 6essoatoro cynbdhata markua (MgS0,).
Mpo6upKK NMNOTHO 3aKpbINK U NepeMeLLanit Ha BOPTEKCE B
TeyeHne 1 MUHYTbI, @ 3aTeEM LIEHTPUYTMPOBAnK C YacToToM
Bpawienua 4 000 06/muH B TeueHue 5 munyt. MooyepeaHo,

0,5 Mn KaXxa0ro aKcTpakTa nepeHecnu Bo (nakoHbl U pa3baBunu
0.5 mn dhoHosoro anektponuta (1:1 06.). Takum o6pasom obpasupl
6binu noarotosneHbl k aHanuay K3-MC/MC.



Pe3ynbratbl n 06cyxpenune

Ha puc. 1 nokasanbl MRM-anekTpodhoperpammbl, nonyyYeHHble
ANA CMecK cTaHAapToB xnopamdeHnkona, dnopdexnkona,
cynbtameTasuHa, cynbhaauMeTokcuHa U cyrnbchatasona npu
koHueHTpaummn 100,0 mkr/n.

1 OnopdeHukon

2 XnopamdeHukon

3 CynbthaaAnMeToKCUH
4 CynbhamerasuH

5 Cynbchatuason

I 2,0 x 103 ea. norn.

-
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PucyHok 1. Inekmpocghopezpammsi K3-MC/MC npu onmumarnbtbix
napamempax 0714 pacmeopoe cmaHoapmoe xinopamgeHuKona,
¢hnopgeHukona, cynbhamemasuna, cynbaouMmemokcuHa u
cynbgpamuasona (c koHuenmpayuel 100,0 mke/n), 86e0eHHbIX
8 aKkcmpakm 06pa3ua Mosoka.

[nAa onpeaeneHna NMHEHOCT aHaNUTUYECKOW KPUBOW
MCMONb30Banu COOTBETCTBYIOLLIME Npobam pacTBOpbI CTaHAAPTOB
aHTMOMOTUKOB C LLIECTbIO KOHLIEHTpaLMAMY B Anana3oHe ot 5,0
20 200,0 mkr/n (Mnpa 4.). Koachduumentsi koppenaumm (R?)
AINA BCEX COEAMHEeHUN, pacCyMTaHHble MeTo10M NUHENHO
perpeccuu, npesbiwanu 0,99. Ha puc. 2 n 3 nokasaHbl npumepbl
OTKNMKa AnA aMeHUKonoB U cynboHaMUA0B B MONOYHOM
akcTpakTe, nony4yeHHom no metoauke QUEChERS.

B 1abn. 2 cBeaeHbl NUHelHbIe Anana3oHbl B 3KCTPaKTe MaTpULibl,
npeaensl o6Hapyxenua (10), paccyntaHHble ¢ NOMOLLbIO
CTaHAAPTHOTO OTKMIOHEHWA OTKNMKA U HAKMOHa KannbpoBOYHOM
KPMBOW, @ TakXke MakCMManbHO A0NYCTUMbIA YPOBEHb OCTAaTKOB
(MAY), paspewenHbie ANVISA [2].
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PucyHok 2. KanubpoeoyHbie kpueble 0na ghriopgheHukona u xnopamgheHukona,
86€0€HHbIX 8 3KCmMpakm obpa3ya mMosoka (Ouana3oH
KoHuyeHmpayuli daHHbIx sewecme — om 5 0o 200,0 mke/n).
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PucyHok 3. Kanubposoyrbie kpussie 0na SMZ, SDM u STZ, seedeHHbix 6
akcmpakm o6pasya Mosoka (OuanasoH KoHyeHmpayuli OaHHbIX
gewecme — om 5 0o 200,0 mx2/n).

Tabnuya 2.  Jlunelinbiii ouanasoH, 10 (mke/n) u MAY (mke/n),
pekomeHoosaHHble ANVISA

Onpepenaemoe Jlunennbiii ananason MO may
BELLecTBo (MKr/n) (Mkr/mn) (Mkr/mn)
Onopdenukon 5-200 10,6 H/0"
XnopamdeHukon 5-200 57 0
CynbchameTasuH 5-200 1.6 100"
Cynbthaaumetokeus 5-200 8.8 100**
Cynbthatnason 5-200 1.1 100**

* He onpeaeneHo.
** Cymma BCeX COeaNHEHNIA.



3aknioyeHue

MpeanoxeHHbIA MeToA ABMNAETCA CKOPOCTHbIM (0OAHOBPEMEHHbI
aHanua saHumaet MeHee 6,0 MUHyT); OH 6bin ycnewHo
npUMeHeH AnA onpeaeneHna aMmeHnKomnoB U cynbgoHamnaoB
B 06pasLiax Morioka ¥ MOMoYHbIX NpoAykToB. bnaroaapa ceoeit
YYBCTBMTENbHOCTU U CNELM(UYHOCTU, AaHHbI MeToZ NpeKpacHo
MOAXOAMT ANA YCTAHOBMEHWA COOTBETCTBUA MpeAenbHO
[JONYCTUMbIX KOHLIEHTpaLWUiA, YCTAHOBIEHHbIX B BOMbLIMHCTBE
ctpaH. [lpeanoxeHHaa MeToAMKa ABNAEGTCA NPOCTOM, HbICTPON

W JaeT NUHeliHble KanMbpoBOYHbIE KPUBbIE U BbICOKOTOYHbIE
[JlaHHble NpU MHOTOKpaTHOM BBeAeHMN npo6. [1oaTomy AaHHbINA
MeTo/ npeacTaBnaer coboit XopoLUyto anbTepHaTUBY
Knaccuyeckum mMetoaamM aHanuaa.
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LlononuurenbHble cBegeHnA

[MoapobHee o npoAyKTax ¥ ycnyrax Hallei KOMNaHUM CM. Ha
Beb-calite www.agilent.com/chem.

www.agilent.com/chem

Komnanua Agilent He HEeceT 0TBETCTBEHHOCTU 3a BO3MOXHbIe OLUMGKW B HACTOALLEM
AOKYMeHTe, a Takxe 3a y6bITKVI, CBA3aHHbIEe UNK ABNAOLLIXeCA CneACTBUEM MNoNy4vyeHus
HacToAlero A0KyMeHTa, 03HaKOMJ1IeHUA C HUM U ero UCnonb3oBaHuA.
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