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YAK 54.06 : 543.068

ONPEAEJNIEHHE 2,4-1

B OTAEJ/IbHbIX MULUEBbIX
NMPOAYKTAX (MOJIOKO,
SIULA, NNEYEHD, N0YKHN)
XPOMATOIrPA®UYECKUMH
METO4AMHU
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H.E. ®eooposa, B.B. bawuiesa,
O.E. Ezopuenkosa,

JLI' Bonoapesa

®EYH «®enepasnbHbiii HayYHbik
LEHTP rurneHbl um. @.®. Spucmara»
PocnorpebHazasopa. 1410014,

r. Mbitnim, MockoBckasi 061acTs,
Poccuiickas degepauyms

a3paboTaHa COBpEMEHHasi MeTouka omnpefeienus 2,4-I1, OTHECEHHON K IJ100aJIbHBIM 3arpss-
HUTEJISIM Cpejibl OOMTaHMs, BKIIIOYAIOLasl UCIOJIb30BaHUE HOBOW, JIJIsl MMPOJAYKTOB >KUBOTHOTO
MIPOUCXOXK/EHUSI, TEXHOJIOTMU IIOATOTOBKY 00Pa31i0B — JUCIIEPCUOHHON TBEPAO(A3HO->KUIKOCT-
Hoit akcrpakimu (QuEChERS). ITponenypa npoGonofroToBKY BKIIIOYAET 3Talbl: PEBApUTEIbHOE
3aMOpa>KMBaHKE aHAJIU3UPYEMOro oOpasla, 9KCTPaKIMIO alleTOHUTPUIOM, cofiepKamum 1% ykcyc-
HOM KucnoThl, B npucyrcteun MgSO, u NaCl, ounucTKy aucnepcuoHHoi TBEPAO(ha3HOM 9KCTPaKIUen
C IPUMEHEHUEM CMECH COPOEHTOB Ha OCHOBE NIEPBUYHO-BTOPMYHOIO aMUHa, OKTa/lelUJICUIaHa 1 rpa-
(puTH3NpPOBAHHOM CaxKH, BBIMOPAXKMBAHUE PACTBOPA — Ha nociiefnen craguu. C IoMolIbIo npejarae-
MOJ METO/IMKY NOSIBUIIACh BO3MOXKHOCTD BBIJIEJICHUSI C BBICOKON 3(P(PEKTUBHOCTHIO HCKOMOI'O KOMIIO-
HEHTa U3 MaTpUIlbl CO 3HAUUTENIbHBIM COJIEPKAHUEM KUBOTHOTI'O KUpPa B BbIOPAHHBII OpraHNYeCKUi
PacTBOPUTEINb, YTO MO3BOJIAJIO CYHIECTBEHHO PACIIMPHUTh apCEeHAJl MCIOJIb3yeMOro aHAJIUTUYECKOTO
000pyIOBaHUS JIsl IE€TEKTUPOBAHUSL OCTATOYHbIX KOnuuecTB 2,4-11 B IpOyKTaxX MUTAHUS CEITBCKOXO-
3sIICTBEHHOT'O IIPOM3BOJICTBA, HA IPUMEPE MOJIOKA, SIUIL ¥ CyOIIPOAYKTOB (MIeUeHb, IIOYKN): TaHEeMHAasI
KugKocTHast Macc-ciekTpoMeTpus (BO2KX-MC/MC), razoxupkocTHasi XxpoMarorpadusi ¢ Macc-ce-
JIEKTUBHBIM U 3JIeKTpoHO3axBaTHbIM fieTekTopamu (I 2KX-MCI, I'2KX-33]1). Huskuuit pefes Koau-
YEeCTBEHHOT0 onpefeiieHnns copepxanuii 2,4-I1: 0,005 mr/kr st Mmonoka u sut, 0,05 Mr/Kr st neyeHu
u nouek. [Tonnora usBneuenus — 85-94 %, CKO nosropsiemoctu — 3,4-11,4 %.
Karuesuoie caosa: npobonod20mosxa, HUOKOCMHAA U 2a30HUOKOCMHAA Xpomamozpadus, 2,4-/1,
NPOOYKMbL CEAbCKOXO3AUCMBEHHO20 NPOU3BOOCMEA.

BBegenne. OqHUM K3 Ba’KHbBIX 3JIEMEHTOB COB-
PEMEHHBIX TEXHOJOTHH BO3JEJIbIBAHUS CEIBCKO-
XO34IICTBEHHBIX KYIBTYp SIBIISIETCS 3alljUTa pac-
TEHU OT BpefuTelel, 60Je3Hel U COPHSIKOB, TaK
KaK IPUPOIHO-KJIMMaTuueckue ycnosust Poccuii-
ckot Penrepanuu 6JaronpUATHBI AJIs pacpocTpa-
HEHus ¥ pa3BuTus 6omee 65 BUOB HauboJee onac-
HbIX Bpeputenen, 100 BuioB 00sie3HeN KyIbTYPHbIX
pactenuit u 300 BugoB copHbIX pactenuil. [Toren-
[UaJIbHbIE TOTEPH YPOKasi TONBKO OT 40 Haubosee
BPEJOHOCHBIX COPHSIKOB MOT'YT COCTaBJIATh OKOJIO
30% u G6onee [1-3].

KonnyecTBeHHOE onpefesieHre OCTaTOYHbIX KO-
JUYECTB NECTULUNIOB, B TOM 4YHcje repOuluioB,
B Cpefie OOUTaHNs YeJIOBEKa SIBIISIETCS JOCTATOYHO

CIIO>KHOM 3ajjauell B aHaAIUTUYecKou Xumuu. [17st pe-
LIEHUS 9TOU 3a/]a4uy, B IIEJISIX MOy YEeHUS] ONTHMAJIb-
HBIX Pe3yJbTaTOB, IPOUCXOAUT MOCTOSTHHOE pa3BU-
THE U YCOBEpPUIEHCTBOBAHUE METOJOB U METOJUK,
KOTOpbIE NO3BOJISIOT MUHUMU3UPOBATH CTA 1K MOJI-
TOTOBKH 00pa310B K aHAJIN3Y U, TEM CaMbIM, YBEJIH-
YUBAIOT MPABUIIBHOCTb, YYBCTBUTEIBHOCTD U CEJIEK-
TUBHOCTb ONPEIETICHUS] TOT'O WJIM HHOTO BEILleCTBA.

B nacrosiee Bpems Ha Tepputopun PP paspere-
HO K NPUMEHEHUI0 6oJjiee NSATUAECATH IpenapaToB
Ha OCHOBE 2,4-11XJI0phEeHOKCUYKCYCHOM KUCIOTHI
(2,4-11), pekOMEH/IOBaHHBIX Ha MOCEBAX MIICHUI[bI
O3MMOI U SIPOBOW, STYMEHS U KYKYPY3blI [4].

2,4-]1 — ceneKTUBHbI, CACTEMHBIN repouu, ag-
(beKTUBHO MOAABISAIOUIUN POCT U pa3BUTUE OONb-
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LIMHCTBA JIBYJOJIbHBIX IIMPOKOJIUCTHBIX COPHBIX
pacTeHui. Y 4yBCTBUTEJBHBIX K IIpenapary pac-
TEHUI IPOUCXOUT YTHETEHHE NPOoILeccoB (PoTo-
CHHTE3a, CTUMYJISIUS UM YTHETEHUE AbIXaHUs,
HapylleHne MeTa0oIu3Ma a30TCOAepXKalluX COo-
eIMHEHNI, pa300lLIeHue MPOLECCOB OKUCIEHUs
1 ochopuInpoBaHusl, CHIXKEHIE CUHTE3a MaKpO-
apruyeckux pocOpHbIX COCAUHEHUI U IPyTHE Ha-
pyLIEHHs. YCTOINYUBbIE PacTeHUs 00JalatoT OO0lIb-
el CoCOOHOCTBIO K IETOKCUKALMK repOunuia
PErYJISTOPHBIMU CUCTEMaMHU, 00eCIeUYNBAOIINMHU
CTaGMIILHOCTh OOMEHHBIX peakuuil [4].

AHanu3 NOJsIpHBIX OPraHNYeCKUX BELECTB, Ta-
KHuX Kak 2,4-I, npoBOgUTCA METOOM KHJKOCT-
HOU M ra30-KUJKOCTHOH XxpoMarorpacpuu. OgHako
YCIIEIIIHO UCTIOJIb30BaTh 3TH METOAMKHY /ISl aHAJIN3A
HOJISIPHBIX TepOUILIMIOB B MUIIEBbIX MPOAYKTAX, CO-
Iep>KallluX XKUPOBbIE TKAHU, JOCTATOYHO MPOOIIe-
MaTH4HO [5-7].

B npouenype nogroToBKu NpofyKTOB MUTAHUS
>KUBOTHOT'O ITPOUCXOXK/IEHNUS K ONPEJENICHUIO B HUX
OCTaTOYHBIX KOJIMYECTB NECTULUJIOB, B TOM YHCIIE
u 2,4-J1, ucnonb3yroTcs ABa MyTH: 1) SKUAKO-KUJI-
KOCTHasl 9KCTPAKIHs, KOTOpasi IPaKTHYECKH BCEIfa
TpeOyeT NOCIeAYIOIUe IEPE3KTPAKIUH U TOTIOTHU-
TEJIbHYIO OYUCTKY Ha KOJIOHKE C IOAXOMSIIIM COp-
6eHTOM, 2) TBepRO(ha3HO-KUIAKOCTHAS SKCTPAKIUS,
KOTOpasi ¢ BbICOKOW 3(p(PeKTUBHOCTHIO BBIJIEIISET
UCKOMBINI KOMIIOHEHT U3 MaTpHIbl B BbIOpaHHBIN
OpraHMYecKuil pacTBopuTesb. PaHee BapuaHT fuc-
NEPCUOHHON TBEPAO(A3HO-KUAKOCTHON 3KCTPaK-
IVIM UCIIOJIb30BAJICA [JIaBHBIM 00pa3oM /Il pacTH-
TEeJIBHBIX 00pa3uoB [§].9TOT moaxop ObLIT YCIEIHO
UCIIONIb30BaH HaMU B onpepenenuu 2,4-1 B MOJIOKe,
AiaX, HEKOTOPBIX BUIaX CyOIPOAYKTOB CEJIbCKOXO-
391CTBEHHbIX XKMBOTHBIX.

Hcxonst u3 BbllIe CKa3aHHOTO, Ueabl0 HACMOA-
WUX uccae008aHull sIBIsIack pa3paboTKa METO-
IVKHA ONpPENENeHNsI OCTaTOYHbIX KoJn4ecTB 2,4-11
C MICIIOJIb30BAHUEM TIOATOTOBKHU NIPOAYKTOB >KUBOT-
HOT'O ITPOUCXOXKJIEHUS: MOJIOKO, S111a, HEKOTOPbIE
CyOIpOAYKTbI — AUCIIEPCUOHHON TBEPRODA3HO- KU
KocTHOM akcTpaknueil (rexnonoruss QUEChERS
[8]), c mocnenyromein naeHTuuKaIein MeTogaMu
BOXKX-MC/MC, I'’KX-MCJI u I'’KX-23]1.

MartepuaJibl 1 MeTOABI HCCIEA0OBAHNS.

Ob6vexkmul uccae008aHusn

B xadyecTBe 00'bEKTOB MCCIIEOBAHUS UCIIONIB30-
BaJIU CJIy4alHO BbIOpaHHbIE 0Opa3lbl SHIl, MOJIO-
Ka ¥ HEKOTOPBIX BUJIOB CyOIPOYKTOB KMBOTHBIX
(hepmepckuX X0351ICTB, TPUOOPETEHHBIX HA NOTpe-
OUTEILCKOM PbIHKE.

Peaxmuevt u mamepuanvt

Hcnonb30BaHbl aHAIUTUYECKUH CTaHAPTHBIN
o6paser 2,4-11 (I'CO 7648-99), mpoussopctea HITK
«bnok-1» (Poccust), Bosia, yKcycHast KUCIIOTa, alleTo-
HUTPUJI, H-T€KCaH, JUITHIIOBBIN 3(pUp, H-IPOHNAHOI
kBamudukanuu ansg BO2XKX ¢upmsr Panreac (Mc-

TOKCUMKOAOTUYECKMM BECTHUK n:1 (148)

naHus). [Ipu npo6oNOAroTOBKE NMPUMEHSIN OPHU-
TMHAJIBHYIO CMECh collel TS akcTpakuuu (Agilent
Bond Elut., kat. Ne 5982-5550), cMecb cOpOEHTOB ISt
[UCIEPCUOHHON TBEpAO(da3HON IKCTPAKIUU B 1O-
JIMIIPONUIIEHOBOY MpoOupKe Ha 2 miul (Kat. Ne 5982-
5421). Tlonyuyenne N-HUTP030-N-MEeTHIMOUEBUHBI
U pacTBOPA AMAa30METaHA BBIIOJIHEHO M0 TUIINYHON
METOJIUKE.

JJ1s1 IpUrOTOBIJIEHUSI MOJIEJIBHBIX IIPOO C BHECe-
HUEM BELIECTBA MCIOJIb30BaH pacTBop 2.4-11 B ae-
TOHe, KoHLeHTpanus 0,1 MKr/Mi1, 00'beM alIMKBOTBI
0,05,0,1,0,2 10,5 mi1.

IIpobonoodzomosxa 06pa3yos

OO0pa3sipl MOJIOKa, B3OUTBIX WL, A3MEITBUYEHHBIX
npo6 cyOGnpoayKToB (Me4eHb, Nouky) mMaccon 10 T
HOMEILAJIN B IIEHTPU(QYKHYIO HOJTUITPONUIEHOBYIO
npoOUpKy BMeCTUMOCTBIO S0 MII, 3aMOpaKuBally,
nomelnnas Ha 1-2 yaca B MOPO3UJIbHYIO KaMepy IpH
temneparype -18°C. Dkcrparuposanu 10 mi pac-
TBOpa ykcycHoi kucnotsl (0,1 %) B aneToHuTpUIE,
B IIPUCYTCTBHUHU CMECH COJIEH JJIsl 9KCTpakuuu (4 T
MgSO,, 1 r NaCl), uHTEHCHBHO BCTPAXUBasi B TEYe-
Hue 1 muH. LlenTpudyruposanu B TeueHue 5 MUH
(3500 o60poTOB/MHH), ATUKBOTY HagOCaTOYHON
kupkoctu (1,5 -1,8 mut) ounmanyu ¢ npuMeHeHueM
[UCIEPCUOHHON TBEPAO(AZHON IKCTPAKIIMHU C T1O-
MOMIbI0 HA0Opa COPOEHTOB, COfiepKalllero NepBuY-
HBII-BTOPUYHBIN aMUH, OKTaIeLUIICUIIaH 1 rpacdu-
TU3MPOBAHHYIO CaXy, IOMEIIEHHbIX B IPOOUPKY
Ha 2 muL. [lociie ”HTEHCMBHOTO BCTPSIXUBAHUS U T10-
CIIEYIOLIEro LEeHTpudyrupoBaHusi IpoOUpPKy cO
CMECBHIO NTOMEIIANIN B MOPO3UJIBHYIO KaMepy Ha 15-
20 muH npu temnepatype -12+-18°C. ITocne BbIMO-
pakuBaHMs U3 HAJJOCAIOYHON XKUJKOCTUA OTOMpaIH
aJIMKBOTY, 151 aHanu3a MetofoM BO2KX nnu npep-
BapHUTENbHOMN ilepuBaTu3anyu 2,4-11 B setTyudee npo-
U3BOJIHOE — COOTBETCTBYIOIINI METHIIOBBIN 3¢pup,
npu ['ZKX-ananuse.

JJ1s1 nepuBaTu3anuy aNUKBOTY IOIY4E€HHOT'O pac-
TBOpa (1 M) ynapusanu focyxa. K cyxomy ocrar-
KY 1006aBIIsiIn fuazoMeTaH (3 mi), ocrasisiia Ha 30
MUH, JJI1 OCBOOOXK/IEHUS OT U30bITKA AMa30METaHa
BHOCHIU B KouOy 0,1 r cunukaresisi, oTnyBanu pac-
TBOPUTEIND (IPEABAPUTENBHO A MpeoTBpalle-
HHS TOoTepb aHanuTa BHocuiu 0,1 MiT H-iponaHona),
ocTaToK pactBopsiu B 1 Mt i 10 M1 rekcana npu
aHaJIM3€e MOJIOKA, UL UJIH CyOIPOAYKTOB, COOTBET-
CTBEHHO.

Yeaosus xpomamorzpaguposanus

KonnuectBeHHy0 nieHTU(UKALINIO BELLIECTBA Me-
ToaoM BO2KX BBIOIHSIIIN € UCIIOJIB30BAHUEM KUT-
KocTHoro xpomarorpadga «Agilent 1290 Infinity LC»
C Macc-CeJIeKTUBHBIM fieTeKTopoM «Agilent Triple
Quad 6460», ICTOYHUK MOHU3AIIH — JIEKTPOCTA-
THUYECKOe paciblieHue. Pa3jiesieHne BbINONIHSIN HA
kononke ZORBAX Eclipse Plus RRHD C18 (50 mm
*2,1 MM * 1,8 MKM), TepmocTatupyemoit ipu 300C.
Hcnonb3oBaHa rpajgueHTHass OMHapHasl MOJBUX-

21



AHBAPb — ®EBPAJIb 2018

Sample Chromatogram
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Puc. 1: Xpomatorpamma v macc-cnektp obpasua

AuL ¢ BHeceHuem 0,02 mr/kr 2,4-[1, cOOTBETCTBYET
rpagyvpoBOYHOMY PacTBOpy C KoHUeHTpaumein 0,02 MKr/ma:
A) Xpomatorpamma o6pasua anua;

B) KonuuecteeHHbI nepexoa 219,0 >161,0%;

C) Nepexoa noateepxaeHus 219,0 >125,1;

D) Macc-cnektp 2,4-.

HupkoctHbi xpomatorpad Agilent 1290 Infinity LC» ¢ macc-
CeNIEKTUBHbLIM feTekTopom «Agilent Triple Quad 6460» (dp1pmbl
«Agilent Technologies», CLLA), konoHka ctanbHas (50 MM x
2,1 mm), coaepxalas Eclipse XDB C18, 3epHeHue 1,8 MKM;
noauxHas dasa: komnoHeHT A - 0,04% (06bem) pacTBop
YKCYCHOM KMCNOTbl B BOAE; KOMMOHEHT b - auetoHuTpun,
rPaAMEHTHOE 3NIOMPOBAHME, CKOPOCTb NOTOKA 3NtoeHTa - 0,3
MA/MUH. Xpomatorpadupyemelid 06bEM 2 MKJL.
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Sample Chromatbogram
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+SIM(10.181-10.342 min, 22 scans) ™).
Puc.2. XpomatorpamMma M macc-CnekTp obpasua

2 107 199.0
g X : MoJsioKka ¢ BHeceHnem 0,005 mr/kr 2,4-[, cooTBeTCTBYET
5 3.5 rpagyvpoBOYHOMY PacTBOpy C KoHueHTpauuen 0,005 MKr/mn:

3 A) Xpomatorpamma obpasia MOoJOKa;
B) KonnuectBeHHbIN MOH 2,4-[1-3¢upa;
2.5 C) MoaTBepwaeaolime UoHbl 2,4-[-3dupa;
7 D) Macc-cnektp 2,4-[-adupa.

1.5 Xpomatorpad rasosbiit «Agilent Technologies-6890N» ¢

1 Macc-CeNeKTMBHbIM aeTeKkTopoM «Agilent 5975C», KonoHka
kanunnsipHasa HP-5MS, aavHoi 30 M, BHYTPEHHUM AMaMETPOM
0.5= 0,32 MM, TONLMHA NNEHKK copbeHTa 0,25 MKM; 06beM

g BBOAMMOM NPo6bl 1 MKA

130 190 200210 220 230
Mass-to-Charge (miz)
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Has ¢a3sa, cocrosimas u3 0,04% yKCyCHOH KUCIOTBI
B BOJIe (KOMIIOHEHT A) 1 alleTOHUTPHIIA (KOMIIOHEHT
B): 100% xomnonenTa A (ctapt), 60% KOMIOHEHTa
A (1 mun), 40% xomnonenTa A (2 mun), 100% KoM-
noHeHnTta b (3-4 mun), 100% xkommnoneHTa A (6 MuH,
¢punmm). CkopocTh NoTOKA 3moeHTa — 0,3 Mi/MuH,
00beM BBOiUMON 11po0sbI 2 MKJI. MC/MC-feTekTop
ObLJI ONTUMU3UPOBAH B PEXUME OTPULATEIBHON
UOHU3aLUH U MYJIBTUPEAKIIMOHHOTO MOHUTOPUHTIA
(MPM) nns obecriedeHrsi MAaKCUMATbHON CIIEIH-
(puHOCTH M YYBCTBUTEIBHOCTH Pa3pelLEHUs U Jie-
TEKTUPOBaHUs (PparMEHTHBIX Macc MOJIEKYbI 2.4-
H: MaTepuHcKuil HOH (Macca/3apsp): 219, nouepHue
noHbI 161 (kommvecTBeHHbIN), 125,1.

KonnyecTBeHHYI0 UIEHTUDUKALUIO METHUIO-
Boro acupa 2,4-I1 merogom I'’KX BbinmonHsin
C IpUMEHEHHeM ra3oBoro xpomarorpadga Agilent
Technologies 6890N (CIIIA) cHaGKeHHOTO 3JIEK-
TpoHo3axBaTHBIM (33]]) 1 Macc-ceNeKTUBHBIM Jie-
tekTopoM (MCII) cepun 5975 Mcnonb3oBaHbl Ka-
musipable Komonku: DB-1701 (30 m*0,32 MM*0,25
MKM), TeMmneparypa petekropa (33): 300°C, ucna-
pureins — 260°C. Temneparypa TepMocTaTa KOJIOH-
KU IIpOrpaMMUPOBaHHasl — HadajlbHasi TeMIepaTy-
pa 110°C (2 mun), Harpes 1o 10 rpajiycoB B MHHYTY
o 180°C (5 muH), Harpes 1o 20 rpafycoB B MHHYTY
1o 240°C (10 mun); a Takxxke HP-SMSUI (30 M*0,25
mm*0,25 Mxm). Temneparypa perektopa (MCH) —
150°C, ucrounuka — 230°C, nepexoHOi KaMephl —
280°C, ucnapurens: 250°C. Temneparypa TepMo-
cTaTa KOJIOHKM NTPOrpaMMHUpPOBaHHAs — Ha4aJIbHAsI
temmnepatypa — 120°C (2 MuH), HarpeB 1o 8 rpagycoB
B MuHyTY 10 180°C (3 MmuH), Harpes 1o 20 rpagycoB
B MHHYTY 710 260°C (5 MuH). Xpomarorpagupyemslii
o6bemM 1 MM®.

Has MCJI-upenTrdukanuy ObLI UCIOIb30BaH pe-
SKUM perucTpanuyl HHAUMBUYaIbHBIX HOHOB (SIM),
HOHBbI (OTHOWIEHHe: Macca/3apsn): 199 (konmye-
CTBEHHbIN), 175, 234.

Pesynbrarsi n 00cyxaenne. CoueTaHue NpuMeHe-
HUS Pa3/IM4YHbIX METOJOB A€TEKTUPOBAHUS 1103BO-
JSIeT oKa3aTh, YTO OOHApy>KeHHas peakuus (cur-
HaJI IeTeKTopa) 0OyCIOBIeHAa UMEHHO aHAJIHUTOM,
U, Ip1 HEOOXOAMMOCTH, ONTUMU3UPOBATh YCIOBUS
XpoMaTorpacupoBaHis B HAIIPABJICHNUN 101y YCHUS
HAJIeXKHBIX Pe3YyJbTaTOB. Tak, U3BECTHO, YTO IOJIO-
>KUTEJIbHbIE HAXO[IKU B aHAJU3€ C IPUMEHEHUEM
3JIEKTPOHO3aXBaTHOT'O IETEKTOPA MOT'YT OBITh CBSI-
3aHBbI C IPUCYTCTBUEM IIOCTOPOHHUX MHI'PEUEHTOB
MaTpPUYHOI OCHOBBI 00pa3L0B, PACTBOPUTEIIEI, Ma-
TEPHAJIOB, UCIOJIb3YEMBIX B HcclleloBaHuu. B aroi
CBSI3H B Pa3pa0OTaHHYIO METOAUKY U3MEPEHUN TSl
o0ecnevyeHus JOCTOBEPHOCTHU PE3YJIbTaTOB MO pa3-
neny I'ZKX BKItoueH Macc-CelleKTUBHBIN IETEKTOP
(MeTop MOATBEPXKACHUST).

3aBUCUMOCTb HHTEHCUBHOCTHU CUTHAJIA OT COfIEp-
>KaHUs BELECTBA B paCTBOPE JIMHEWHA B JUaNa30He
koHnenTpanuit 0,005 — 0,1 Mxr/ma (ko3 puiueHTt
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koppessituu 6oaee 0,999), 4TO COOTBETCTBYET AMA-
Ha30HY ONPEJENIEMbIX COJIEPKAHUI B MOJIOKE U SIil-
nax 0,005 — 0,1 mr/kr, cyonpopykrax — 0,05 — 1 mr/
Kr. CpefiHee KBajipaTUYHOE OTKJIOHEHUE TOBTpsie-
Moctu Bapbupyet oT 3,4 o 11,4 %, nonHoTa u3Bie-
yeHus — 85-94 %.

Bkiunrouenne B npouegypy npoOGOHoAro-
ToBKH, npeaycmorpeHHylo QuEChERS [§],
2-X 9TalHOro BEIMOpaXKUBaHNs 00pasua, H03BONIH-
JI0 OCBOOOJIUTHCS OT MEIIAIOIIETO BIUSHUS KOJKC-
TPaKTHBHBIX BEILIECTB, UCIOIb30BaHNE B KAUeCTBE
9KCTpareHTa alleTOHUTpUIIA, cofepxallero 1% yx-
CYCHOI KHMCJIOTbl, MUHUMU3UPOBaJIO noTepu 2,4-J1
KHCJIOThI BCJIEACTBUE COPOLUH HA TPEXKOMIIOHEHT-
HOH cMecd COpPOEHTOB JJIsl AUCTIEPCUOHHON TBEPHLO-
¢pa3HOI IKCTpaKIHH.

IToka3arenu KauecTBa METOAMKY (B BUJIE XapakK-
TEPUCTUKH MOTPEIIHOCTH U €€ COCTABISIOIINX)
OILIEHEHbI Ha OCHOBE CTaTUCTHYECKOU 00paboTKH
9KCIIEPUMEHTAJIBHBIX JJAHHBIX, IOJyYEHHBIX IO pe-
3yJIbTaTaM UCCIIEJOBAHUSI MOJIEJIbHBIX P00 MpoO-
NIYKTOB ¢ BHeceHuneM 2,4-I1 Ha 4-x yposusx: 0,005,
0,01, 0,02 u 0,05 Mr/kr g Mojtoka u stui, 1 0,05, 0,1,
0,21 0,5 Mr/KT.

YCcTaHOBIICHHBIN HUXKHUN TPEIEN ONpefesIeHUs —
0,005 mr/kr (MOIIOKO, stitifa), 0,05 MI/KT (IeYeHb, TOY-
KM MJIEKONIUTAIOIINX), B2 1 G0J1ee pa3 HIKE BETMYHH
MJIY: 0,01 mr/kr (Monoko, sitna), 5,0 Mr/kr (cyonpo-
NYKTbI MileKonuTaromux), 0,05 Mr/Kr (cyGrpogyKThl
nTuipl) B coorsercTBuu ¢ 'H 1.2.3111-13 [9]. Cye-
CTBYIOIIMI OopuuaIbHbIN MeTO «MeToinueckue
yKa3aHus 10 oNpefeeHuo 2,4-1uX10p(heHOKCHYK-
cycHol KucioTeI (2,4-J1) B Bosie, mouBe, ypaxe,
IPOAYKTax MUTaHUS PACTUTEIBHOTO U JKUBOTHOTO
IPOUCXOXK/EHHUS] XPOMATOrpauUECKUMU METOfa-
mi» (yTB. 20.12.1976, Ne 1541-76 [10]), ocHOBaHHBII
Ha ['2KX-JI33 u xpomarorpacuu B TOHKOM Cll0€
copbenTa (TCX), numeeT HUKHUI Ipefell onpefe-
aenus B Mosioke 0,04 mr/n (I'KX), 0,1 mr/n (TCX),
msice — 0,08 mr/kr (I'2KX), 0,15 mr/kr (TCX), u ve
BKJIIOYAET aHaJIU3 CyOIPONYKTOB, YTO CBU/ETEb-
CTBYET O BaXKHOCTH BbIIIOJTHEHHOT'O UCCIIEIOBaHMUS.

C npumeHeHneM pa3pabOTaHHOU METOAUKH Obl-
mm uccneioansl 10 ciryyaitHbIX 00pa3lLoB Sull, MO-
JIOKA, IIEYEHH U NI0YEK KPYIHOI0 poraToro cKoTa,
NPpUOOPETEHHBIX HA MOTPEOUTENBCKOM pbIHKE. [To-
Ka3aHO COOTBETCTBHE NPOAYKLUH IO YPOBHIO 2,4-1]
YCTAHOBJIEHHBIM THTMEHUYECKUM HOPMATUBaM CO-
rinacio 'H 1.2.3111-13 [9].

3akarouenne. Takum oOpa3oM, HaMU BIIEpBbIE
B OTEYECTBEHHOU NPAaKTHKE ObliIa UCIONb30BAaHA
texHosoruss QUEChERS, Bkutovaromas fucnep-
CHOHHYIO TBEPAO(]a3HO-KUIKOCTHYIO IKCTpaK-
1110, B IIOIFOTOBKE 00Pa3loB CEIbCKOXO3SMICTBEH-
HBIX IPOJYKTOB KUBOTHOI'O NIPOUCXOXK/ICHUS, TPH
OIIPEJEeICHUN AEHCTBYIOIIETO BELIECTBA LEJI0r0
pAfa NecTHUHUAO0B, cofepxKaimux 2,4-1, Ha npume-
pe sHll, MOJIOKa, CyONPOAYKTOB (IIeUeHb, MOYKH).



s unentudpukanuu 2,4-I1 npeaioxkeH KOMIUIEKC
XpoMaTorpauyeckux METOJOB € UCHOIb30BAaHUEM
HECKOJIBKUX CIOCOOOB JIETEKTHUPOBAHUS: TaHIEM-
Hasl )KUIKOCTHAs MacC-CIIEKTPOMETPUSI C TPONHBIM
KBaJIpynoJjeM, ra3okuaKoCcTHasi XxpoMaTorpadus
C MacC-CeJIEKTUBHBIM WM 3JIEKTPOHHO-3aXBaTHBIM
netekTopamu. TeM caMbIM HaM yAaJIOCh pacClIuPUTh
AHAIMTUYECKUE BO3MOXKHOCTH onpenenenus 2,4-11
B CJIO>KHBIX MaTpPULAX.

TOKCUMKOAOTUYECKMM BECTHUK n:1 (148)

Buactosmee BpemsimeTonuka (MY K4.1.3440-17
«OnpepesneHne OCTaTOYHBIX KOJIWYECTB 2,4-
Il KMCIOTHI B MOJIOKE, AMLaX U cyONpoOAyKTax
MIIEKONUTAIOMIUX XpOMaTorpauueckumMmu Me-
Togamu») umeer CBUIETEIBCTBO 00 aTTecTa-
nuu Metoguku (Merona) uzamepenuit — Ne POCC
RU.0001.310430/0274.22.09.16 u BHecena B Defe-
palibHbII MHPOPMAIMOHHBIN (POHJ 11O obecneye-
HUIO €JUHCTBA U3MEPEHUIL.
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V.N. Rakitskii, N.E. Fedorova, V.V. Bayusheva, O.E. Egorchenkova, L.G. Bondareva

DETERMINATION OF 2,4-D IN SOME FOOD PRODUCTS (MILK, EGGS, LIVER, KIDNEYS) BY
CHROMATOGRAPHY METHODS

Federal Scientific Center of Hygiene named after F.F. Erisman, Federal Service for Surveillance of Consumer Rights Protection and
Human Well-being, 1410014, Mytishchi, Moscow region, Russian Federation

The modern technique for the determination of 2,4-D, that belongs to global environmental pollutants, including
the use of the technology of sample preparation - dispersive solid-phase-liquid extraction (QuEChERS), new for
products of animal origin, has been developed. The sample preparation procedure includes the steps of: preliminary
freezing of the sample to be analyzed, extraction with acetonitrile containing 1% acetic acid in the presence of
MgSO4 and NaCl, purification by dispersive solid-phase extraction using a mixture of sorbents based on primary-
secondary amine, octadecylsilane and graphitized carbon black, the freeze of the solution - at the last stage. Using
the proposed technique allows to isolate the desired component from a matrix with a high content of animal fat into
a selected organic solvent with high efficiency, that made it possible to expand significantly the arsenal of analytical
equipment used to detect residual amounts of 2,4-D in food products of agricultural production, for example milk,
eggs and offal (liver, kidney): tandem liquid mass-spectrometry (HPLC-MS/MS), gas-liquid chromatography with
mass-selective and electron-capture detectors (GLC-MSD, GLC-ECD).

The lower limit of the quantitative determination is 2,4-D: 0,005 mg/kg for milk and eggs, 0.05 mg/kg for the liver
and kidneys. Completeness of extraction is 85-94%, RMS of repeatability is 3,4-11,4%.

Keywords: sample preparation, liquid and gas-liquid chromatography, 2,4-D, products of agricultural production
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