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BsedeHue

[ns Toro 4tobbl 6bITb BOCTPEOOBAHHBIM HA PbIHKE NPOM3BOAUTENEN BbICOKOTEXHO/IOFMYHOIO
obopynoBaHMA, HEOBXOANMMO AepKaTb PYKY «Ha Ny/abcex»: cAeauTb 3a Hay4yHbIMUK pa3paboTkamu B
30He MHTepeca NAaPTHEPOB M NpeanaraTb KOMNAEKCHbIE peLleHMA NOABAAIOLLMXCA Npobaem.

Ha pybexe BEKOB 6b11K OTKPbITbI TEXHONOrn4yecKmne KOHTaMWHAHTbI -
MoHoxnopnponaHaunonsl (3-MCPD) u ranupannosble 3dupbl (GE) XKUPHbIX KUCNOT B PaCTUTEIbHbIX
macnax. Poccuickaa nuweBana MNPOMbIWAEHHOCTb BHOBb OKasanacb nepes HeobxoauMmocTbio
npeoaoneTb O4epeaHOM 3Tan TEXHOJOMMYECKOrO yCoBepLIEHCTBOBaHNA. MacnoKnposaa oTpac/ib
NPUHANS BbI3OB.

C TOYKM 3peHuMAa NPoM3BOACTBA MULLEBON NPOAYKLUKU, HEObXoAMMO 6blNO OTPEeryanmpoBaTb
TEXHONOTMMYECKUIM NPoLLecC TaKUM 06pa3om, YTOObl COXPaHUTb U GU3UKO-XMMUYECKME NOKa3aTenu,
a rNaBHoOe — TeXHO/NI0rMYecKMe CBOWMCTBA KMpa, U, cnefoBaTesibHO, NoTpebutenbckne CBOMCTBA
KOHEYHOro npoaykTa. bnarogapa coBmecTHbIM ycunuam cneumanncros 000 «UHTepnab» n 000
«3PKO TluweBble WHrpeaueHTbl», yAanocb paspaboTaTb TEXHOJIOTMYECKME noaxoAbl W
Mcnoab3oBaTb OHOAKETHbINM BapuaHT MUcnbITaTeNbHoro obopyaoBaHusa npoussoactsa PP ana
CYLLLECTBYIOLWMX METOA0B KOHTPONA AAHHbIX KOHTaMWHAHTOB.

Ncnonb3oBaHMe MHHOBAUMOHHOIO 060pyA0BaHNA XPOMATO-MACC-CNEKTPOMETPUM, HapALy C
pa3paboTKoli M BHeApeHMEeM NepeaoBbiX TEXHONOTMA, MO3BOAUAM M30exaTb B MPOM3BOACTBE
obpaszoBaHua npombiwneHHbIX D 1 3-MXIMM, 4To OTKPbIJIO 60/bLLIME BO3MOXKHOCTU 419 CO34aHUsA
6e30nacHbIX MO BCEM EBPONENCKUM CTaHAAPTaM NULLLEBbLIX MHIPEANEHTOB.

3dupbl 3-moHoxnopnponaHamona (3-MCPD) v ravunannosble 3GUpbl XKUPHbIX KUCAOT
ABNAIOTCA NULLEBBIMU NPUMECAMMU N B HE3HAYUTE/IbHbIX KONMYECTBAX MOryT ObiTb O6GHapyKeHbI B
COCTaBe pacTUTenbHbIX Macen. Ho gake TakmMe Koanyectsa CNOCOOHbI NPOABAATL FTEHOTOKCUYECKNE
AeNcTBUA, KoTopble 6bliM HaydyHo obocHoBaHbl B 83-em otyeTe O6bEAMHEHHOro KomuTeTa
akcneptos ®AO/BO3 no nuuweBbiMm AobHaBKam «3aKNo4yeHMe MO MPUCYTCTBUIO OnpeneneHHbIX
npumecer B MNpoayKTax MUTaHMA» U B 3aKawudeHun [pynnbl EBponelickoro areHTCTBa nNo
6e30MacHOCTM NPOAYKTOB NMUTaHMA no npumecam B nuueson uenn (CONTAM) «Pucku ans
30pOBbA YeN0BEKa, CBA3AHHble C HaanumMem 3-m 2-moHoxnoponponaHguona (MCPD), n ux
CNOXHbIX 3PUPOB XKMPHbIX KUCAOT, U TINUMOUIOBBIX 3QUPOB KUPHbLIX KUCAOT B MPOAYKTaX
nutaHus» (puc. 1).

MpUHUMN UX BO3AENCTBMA 3aKAOYAETCA B TOM, YTO MULNANNAOBbBIE 3OMPbI KUPHbIX KNCAOT
rTMAPONMSYIOTCA B XKENyAOYHO-KMLLEYHOM TPaKTe A0 MMuUMAoaa, KOTopbli, B CBOK oyepedb, U
ABNAETCA FEHOTOKCUYHbIM COEAUHEHUNEM.

C 2018 rona B cTpaHax EBponeiickoro Coto3a BBeAEH 1abOpaTOPHbIN KOHTPOJIb OCTAaTOYHbIX
KONMYECTB MMULMANNO0BbLIX 3GMPOB B NULLEBOMN MPOAYKUMM, @ TaKKe YyTBEPKAEHbI HOPMATUBbI UX
copeprkaHuA. He Tak gasHo B P® TakKe 3aroBopuan o HEOBXOAMMOCTU KOHTPONA CoAepKaHUA
rANLMANNOBBIX 3PUPOB KUPHbIX KUCAOT. MacnoxmpoBaa OTpPacab MNPWUHANA 3TOT BbI3OB M K
npobseme NOAKAOYUANCL KPYnHble NpoussoantTenn. bnarogapa coppemeHHoMy 060pya0BaHUIO
peweHne npobaembl cTano BO3MOXKHbIM. [pynna komnaHun "IPOKO Muwesble UHrpeaneHTsbl”,
ncnonb3sya obopypoBaHue kKomnaHum OO0 «MHTepnab», cmorna M3MepuTb M BNOCNeACTBUM
CHM3UTb B CBOEN NPOAYKLUMN COAEPKAHMNE MNNLMANN0BbIX 3GUNPOB.

CyLecTByeT HECKO/IbKO METOA0B KOHTPONA MMULNANNOBBIX 3PUPOB XKMUPHbBIX KUC/IOT: METOS,
MEeLNEHHOMW KUCNOTHOM 3TEepUPMKAUMM PACTUTENBHOTO XMpa C LENbl yaaneHua maTpuubl,
nepeBoAoM FULUAUNOBLIX 3PUPOB B MOHOBPOMMPONAHAMOA U C NOCAEAYOWMM NOAyYeHUEM
aTepnuPULMPOBaHHbIX Popm € GeHMNBOPHON KUCAOTOMN, a TaKKe MeToh MeANeHHOW LWesIo4HOM
aTepuduKaummn. HacTtoswan paboTa oONUCbIBAET MPUHUMN MeToga MeOs1eHHOU KucnomHol
amepugpukayuu, (metogbl AOCS Cd 293, (b, c) - 13, ISO 18363-3 n DGF CIIl 17(18) (09) B).



Puc. 1. CTpyKTypHble GopmMy/ibl aHANN3NPYEMbIX COEAUHEHUI

3-MCPD 2-MCPD 3-MBPD Tuyudon
R\ R\ R
2 OW I?\o/\é\o/? 2 O \0/\®
o} 0
R™ R
1 1

3KCI1€pUM€HmaﬂbHaﬂ yacmeo

B KMcnom pactBope, coaeprkallem 6pomuabl, CNOXKHbIe 3duMpbl rAnumMaona npeobpasytorca

B MOHO3pUpbl 3-moHobpomonponaHgmona (3-MBrPD), nocne 4ero B KMCNOTHOM pPacTBOPE,

coAepXKallem yxKe MeTaHoN, cnoXHble a¢upbl 3-MBrPD BmecTe co cioKHbiMKU admpammn 3-MCPD

2-MCPD 1 nepexogaT B cBoboaHyto (HeaTepudumumpoBaHHyo) dopmy. [lanee BbINONAHAETCA CTaaus

yAaneHua MEeTUIOBbIX 3MPOB MUPHbIX KUCAOT, MOCAe Yero ranumamaosblie 3dupbl KUPHbIX

KMcnoT, obpa3oBaBlIMECA B XOA4e PeaKLMW, IKCTPArvpytoTca us npobbl M AepuBaATU3MNPYHOTCA C

nomoLbio GeHMNB6opHON KMCNOoTbl. [0 3aBepLUEHMIO IKCTPAKT BBOAAT B ra3oBbli XpomaTtorpad c

MacCC-CNEeKTPOMETPUYECKMM AETEKTOPOM, B PEXMME CKaHMPOBaHMA BblOOPOYHbIX MOHOB (SIM),
cornacHo Tabanue 1 m 2.
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Tabna. 1. [Mapamempbl UHCMPYMEHMAIbHO20 MemMoaoa.

ObopydoeaHue

’X-MC cucmema Interlab «MaacTpo-aMS»
Ucnapumenso Split/Splitless (liner: Restek 4 mm x 6.3 x 78.5)
Xpomamoepaguyeckas KOMoHKA Rtx-5MS (30m x 0.25mm; 250um)
Mapamempol xpomamozpadguyeckozo pazdeneHus

06vém npobei 1,0 mkn

Pexcum ucnapumens Splitless; Purge 75 ma/mun nocne 1,0 MuH
T° ucnapumens 250°C

Pexcum pabomel ucnapumerns Pexkum Constant Pressure




60°C B TeyeHue 1,0 muH;
6,0°C/muH go 140°C, yaepxaHue 0,0 MUH;
5,0°C/muH go 200°C, yaep»aHue 0,0 MuH;
35,0°C/muH ao 290°C, yaepkaHue 6,0 MmuH;

Mpaduenm t° neyu

JlasneHue 2a3za-Hocumens (He) 6,33 psi

T° uHmepgpelica MC 250°C

Mapamempol demekmuposaHus

McmoyvHukK uoHu3ayuu 3U (El)

T° ucmoyvHuKa 230°C

3adeprcka pacmeopumens 17,5 muH

Pexcumesl cKaHUposaHusA SIM (napameTpbl YKa3aHbl HUKe)
Mapamemp Dwell Time MpuHuMN pacyéta cornacHo metogy iDwell® Time

MepeyeHb UENEBbIX COEAMHEHWM M NapameTpbl UX AETeKTUPOBAHWUA NpeacTaBiAeHbl B
Tabnuue 2.

Taban. 2. BpemeHa 3110MPOBAHUA MCKOMbIX MUKOB LLeNEeBbIX MOHOB U NapaMeTpbl UX CKAHUPOBAHUA.

. Dencreylowee | [laeHbili | Moareepxaaowuii | Moarsepraarowmin Bpemsa
- BeLLecTBo uoH (Quant) noH (Qual-1) noH (Qual-2) 3N10OUpPOBaHUA
1 | 3-MCPD-d5 150 201 203 19.1 muH
2 | 3-MCPD 147 196 198 19.2 muH
3 | 2-MCPD 196 198 - 19.9 mnH
4 | 3-MBrPD-d5 150 245 - 21.3 muH
5 | 3-MBrPD 147 240 - 21.3 muH

Puc. 2. MogenbHaa xpomaTorpamma CMecu T[AnuuanaoBbix 3GMPoOB B MaTpuue Mmacaa
(koHUeHmpayus 0.5 ppm).
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1. 3-MCPD-d5; 2. 3-MCPD; 3. 2-MCPD; 4. 3-MBrPD-d5; 5. 3-MBrPD

Anzopumm nocm-obpabomkru daHHbIx Flexible SIM.

Manmu,a pPacTnTenbHOro CbipbA, B YaCTHOCTU MacCna, ABNAETCA CNIOXKHbIM bronornyecknm
0b6beKkTOM € npucyTcrtenem 6onbWoro KonmyecTsa BbICOKOMONIERYNIAPHbIX OpPraHUYeCKux
COGAVIHGHVIVI. Mx yvacTtoTa M WMHTEHCMBHOCTb B CNeKTpe (bOpMMpW-OT, TaK Ha3blBaemyto

«CMEeKTPaNbHYO MaTpULy», KOTOpPasa 3a4acTylo He MOo3BOASAET HaAEXHO AEeTEeKTMPOBaATb CUTHabI
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uenesbix MOHOB. Mogo6HbLIN 3PPeKT BbIparkaeTcA WMCKaXKEHWEM YPOBHA CUrHasa MOHOB WU He
BO3MOXHOCTbIO AOCTUXEHUA HU3KUX NpeaenoB obHapyKeHusa metoga. M3bexaTb nogobHom
npobnembl MOMOraeT anroputm nocTt-npoueccuHra «Flexible SIM», KoTopbit BXOAMUT B naket
nporpammHoro obecneyeHuns «MascTpo-AHanntuk» (000 «UHTepnab»). MoapobHOCTN pPaboTbl U
anropuTM AeTanbHO OnucaHbl B cneaywouwen nybnmkaumn. [12] BKpaTtue, anroputm nossonsieT
9KCNEPTY U3MEHATb PACYETHbIN (FNaBHbIN) MOH ANA BbINOJHEHUA KONIMYECTBEHHOTO aHA/M3a YKe
nocne cbopa AaHHbIX («NOCT-NpoLecc»).

Ha pucyHKke 3 npeactaBneHa maTpuyHaa KaanmbpoBKa coeguHeHus 3-MBrPD, rae moxHo
3aMeTUTb UCKaXKeHMe OLHOro U3 CUIrHaI0B Ha YPOBHE HU3KWUX KOHLEeHTpaumi (m/z 147 [a) 3a cyéT
MaTPUYHbIX nomex. NMpumeHeHne anroputma «Flexible SIM» no3Bonnno 6bICTPO NepPeKNUYUTLCA
Ha WCNONb30BaHWE MOATBEP)KAAIOLWLEr0 MOHA B POJIM TNABHOMO MOHA M KOPPEKTHO MOCTPOMUTb
Ka/IMBPOBOYHYIO 3aBMCUMOCTb A/1A WMCKOMOro coeauHeHus (3-MBrPD) Bo BCEM AguanasoHe
TpebyembIX KOHLLEHTPaLUMA.

Puc. 3. MaTtpuyHaa KannbpoBka coeauHeHua 3-MBrPD c uckaxkeHuem curHana (147 [Oa) Ha
ypoBHe KoHueHTpauui 0,069 ppm 3a CHET «MAaTPUYHBIX» MOMEX.
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Kon-80 Bewecrsa (OTHOCUT.) Kon-o sewecrsea (0THOCHT.)

Pe3ynomamei u obcyxcdeHue

KonnuecteeHHOe onpegeneHue rnUMANNOBbLIX 3OUPOB KUPHbIX KUCIOT MPOBOAUAMU C

MCNO/Nb30BaHMEM KannMbpOBKM NO BHYTPEHHEMY CTaHAAPTY. B KayecTBe BHYTPEHHMX CTaHAAPTOB

MCNONb30Ba/INCb AeNTEPUPOBAHHbIE CTAHAAPTbl OnpeaenAemMblX KOMMOHEHTOB. A NOCTpoeHuUs

KannMbpoBOYHON 3aBMCUMMOCTU WCNO/SIb30BaM 9 Ka/NMOPOBOYHbLIX YPOBHEM, BK/AKOYAA YPOBEHb

HYNeBOW KOHUEeHTpaummn - «bnaHk» (Tabn. 3). KoaddpuumeHTbl Koppensumm ana BCeX MCKOMbIX
COeAUHEHWNI INLMANNOBbIX 3PUPOB KUPHbIX KUCAOT cocTasuam R? 20,99 (puc. 4).



Taba. 3. Cxema NMOCTPOEHUA KaIMBPOBOUYHbIX KPUBLIX ANna coeanHeHmnin 3-MCPD, 2-MCPD wn 3-

MBrPD, a Take Ux AedTepupoBaHHbIX BHYTPEHHUX CTaHAAPTOB.

(sce 3HaueHus darbi ¢ yuémom nonpasku Ha Yucmomy UCMOAb3yeMbIX CMAHOAPMHBIX BeUecms).

KannbpoBouHble 3-MCPD, 2-MCPD, 3-MBrPD, 3-MCPD-d5, 3-MBrPD-d5,
YPOBHM (ppm) (ppm) (ppm) (ppm) (ppm)
bnank 0.000 0.000 0.000 0.39 0.62
YposeHo 1 0.031 0.025 0.069 0.39 0.62
YpoeeHo 2 0.051 0.042 0.139 0.39 0.62
YpoeeHob 3 0.102 0.083 0.276 0.39 0.62
YpoeeHb 4 0.214 0.175 0.542 0.39 0.62
YpoeeHb 5 0.316 0.258 0.818 0.39 0.62
YpoeeHb 6 0.53 0.432 1.370 0.39 0.62
YposeHo 7 0.734 0.598 1.912 0.39 0.62
YposeHb 8 0.949 0.773 2.454 0.39 0.62

Puc. 4. /InHeliHble 3aBUCUMOCTU U CUTHANbI FTNaBHbIX MOHHbIX TOKOB MCKOMbIX COG,D,MHGHMVI.
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Kon-go sewecrsa (oTHOCMT.)

Kon-go0 sewecrea (oTHOCHT.)

2 3
Kon-80 sewecrea (OTHOCHT.)

[aHHbI MmeTog, anpobupoBaH Ha PasINYHbIX 06pa3Lax Maces, }KUPOB U MAC/IOXKMPOBbIX

cybcTaHuMin. Ha pucyHKax 5 M 6 oTobpaskeHbl XpomMaTorpaMmbl Macna MOACO/IHEYHMKA W

KYKYPY3HOro Macna, pesy/bTaTbl UCCeA0BaHMA NpeacTaBaeHbl B Tabavuax 4 n 5.

Mo Bcem o06pasuam WM KOMMOHEHTAaM MOJiyYeHbl pPe3ynbTaTbl C BbICOKOW CTEMEHbIO

nssnedeHua (87% - 108%). OTmeyvaeTcs HafEKHOCTb M MOBTOPAEMOCTb MONYYaEMbIX Pe3ybTaToB.

Mpu 3TOM BaXHYI pPOAb MUrpaeT MNpPUMEHeHMe BHYTPEeHHUX CTaHAApPTOB WM WUCMNO/b30OBaHUeE

ManM‘-IHOl\;I I'(aJ'IM6pOBKVI ana nocrtpoeHuA KaﬂM6pOBOHHOH 3aBMcumocTn. Bce 3tn ,El,eVICTBMFI

MWUHUMU3UPYIOT BO3MOMKHbIA «MATPUUHbIA 3GPEKT», UTO U BbIPaAXKAETCA B BbICOKOM TOYHOCTU
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nosiydyaembix pesynbtaToB. Cnegyet OoTMETUTb, YTO METOA, NPUMEHMM KaK ANA TBEPAbIX, Tak U ANA

KNOKNX XXUPOB N Mmacen.

JInHelHOCTb MeTo4a BO BCEM AMana3oHe KOoHUeHTpauumin coctasuna ot 0,03 ao 0,93 ppm.
Mpenen KonuyectBeHHoro onpegeneHns metoga (LOQ) coctaBun He meHee 0,05 ppm,
WMHCTPYMEHTa/IbHbIN Npeaen AeTeKTMpoBaHusa npubopa (LOD) coctaBun He meHee 0,01 ppm.

Puc. 5. Xpomatorpamma TIC o6pasuya noacoNHEYHOro Macna.
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Taba. 4. Pe3ynbtatbl aHaM3a NOACO/HEYHOTO Mac/a.

Uckomble Bpema antonpoBaHma, Mony4yeHHbIe Makc. gonyctmm.
KOMMOHEHTbI MWH pe3ynbTaTtbl, ppm YPOBEHb, ppm
3-MCPD 19.15+£0.05 0.02 >1.0
2-MCPD 19.88 £ 0.05 0.01 >1.0
3-MBrPD 21.33+£0.05 0.13 >1.0
Puc. 6. XpomaTorpamma TIC o6pasua Kykypy3HOro macna.
TIC
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Taba. 5. Pe3ynbTaTbl aHaM3a KYKypy3HOro macna.

UcKomble Bpema antonpoBaHma, Mony4yeHHble Makc. gonyctum.
KOMMOHEHTDI MMH pe3ynbTaTthbl, ppm YPOBEHb, ppm
3-MCPD 19.15+£0.05 0.11 >1.0
2-MCPD 19.88 £ 0.05 0.05 >1.0
3-MBrPD 21.33+0.05 0.22 >1.0




BbieoObI

OTHOCUTENbHAA NpPOCTOTa MeToda W CTabuMAbHOCTbL  pPes3y/nbTaTOB  NpeaocTaBAAatoT
BO3MOXXHOCTb KOHTPOAA COAEPMKAHUA TANUMANNOBLIX 3QUPOB MUPHbIX KUCNOT BO BXOAALLEM
Cblpbe Macen M Mac/oXMPOBbLIX CMECEN, @ TaKKe MPOAYKTOB Ha MPOMENKYTOUHbIX U KOHEYHbIX
CTaguAax npomssogacTea. MeTon TaKXe MO3BOJAET PacMPUTb BO3SMOXHOCTM A ONTUMM3ALMK
NPOW3BOACTBEHHOIO Npouecca n obecneyeHns NULLEBOM NPOAYKLIMWN BbICOKOTO KayecTBa.

XpomaTto-macc-cnekTpomeTpuyeckasa cuctema «Masctpo-aMC» no3sondeT AeTeKTUpoBaTb
rANUMANNOBbIE 3GUPbI }KUPHbIX KUC/IOT Ha YPOBHAX KOHUEHTPALUMN, A0CTAaTOYHbIX A8 HaAEKHOro
KOHTPOJ1 UX OCTAaTOYHbIX KOIMYECTB B 0Opa3Lax.
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