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PA3PABOTKA U ATTECTALINS
METOAWKU BbIMNMOJIHEHUS
WN3MEPEHWA MACCOBOW [1JOJIN
HATPUS, KAJINS, MATHUS

1 KAJIbLINSA B MULLIEBOU
MPOAYKUNN METO/ZOM UCI-MC

B cratbe o6ocHoBaHa uenecoobpaszHoOCTb pPa3pPaboOTKU METOLMKMU BbIMOJHEHMS M3IMEPEHMI
C MCONb30BAHUEM MACC-CMEKTPOMETPMMU C MHAYKTUBHO-CBS3aHHOM nnasmosi (MCIM-MC) B couerarum
C METOLOM MMKPOBOJIHOBOK MOAIOTOBKM MPO6 ANS ONpeseneHns Kanus, Kanbums, HaTpus, Marvus
B MULUEBOH MNPOAJYKUMM AN MCMbITAHMH Ha COOTBETCTBME TPebOBAHMSIM HALMOHANIbHOIO 3aKOHOA4AE-
TensctBa m 3akoHogatensctea EASC. OnucaHbl OcHOBHble npPobrnembl M MyTHM MX pelieHus € Mc-
MosIb30BAHMEM MPOLEARYP, PEann3oBaHHbIX B Pa3paboTaHHON METOAMKE BbIMONHEHMS M3MepeHMH
MBU.MH 5919-2017. lNpuseseHsl onucaHne m pe3ynbTaTbhl 3KCMNEPHMMEHTA, BbIMOJHEHHOIrO MNpu arre-
craumm MBMU.

The article describes reasons for developing a testing procedure which uses inductively coupled
plasma mass spectrometry (ICP-MS) combined with the microwave sample preparation method
for determination of potassium, calcium, sodium, magnesium in food products for testing
compliance with the requirements of national and EAEU legislation. The main problems and solutions
using the approaches given in the developed testing procedure MVI.MN 5919-2017 are described.
The description and results of the experiment carried out during the certification of MVI are

given.

Mpn mcnbITaHUax NULLLEBOM MNPOAYKLMM Ha COOTBET-
ctBue TpeboBaHUIM TEXHMYECKMX pPernameHTos Ta-
moxkeHHoro cotosa (TP TC 021/2011, TP TC 027/2012,
TP TC 033/2013), MerocynapCTBEHHbIX M HaLMO-
HanbHbIX cTaHpapTos (Hanpumep, TOCT 31490-2012,
CTb 1859-2016), TexHMYeCKMX YCMOBMM Ha KOHKpeEeT-
HbIM BUA MPOAYKLMM HEOBXOOMMO KOHTPOMUPOBAaTb
copepiKaHue pPsAa MaKpPO3NEMEHTOB, K YMCRY KO-
TOPbIX OTHOCSITCSl YeTbIPE LLENMOYHbIX MU LLENoYHO3e-
MErnbHbIX 3MEMEHTA: Kanui, HaTPWM, Kamnbuui, Mmar-
HUM (Banee — MaKpPO3NEMEHTbI).

B HacTosiee Bpems paspaboTaHO [OCTAaTOHHO
MHOIO METOAOB OMPEeAENneHns MaKpPO3NEMEHTOB B
nuweson npopykumu. [pumepamu Haubonee wm-
POKO MCMOSb3yEeMbIX METOLOB SBMSIOTCS TUTPUME-
Tpus, atomHas abcopbums, ONTUKO-IMUCCHMOHHASNA
CMEKTPOMETPHUS C MHAYKTMBHO-CBS3aHHOM MNa3mMoM
(MCM-O3C). K umcny meHee 4acTO MCMOMb3yembix
METOO0B OTHOCSATCSI Macc-CNeKTPOMETPMUs C MHAYK-
TMBHO-cBsizaHHOM nnasmom (MCM-MC), kanunnspHbIk
3neKkTpodopes M MOHHAas XxpomaTtorpadus.

MHorme M3 3TMx MEeTofoB YCTAHOBIIEHbI B MEXIO-
CY[apCTBEHHbIX M HALlMOHANbHbIX CTaHKAPTax CTPaH —
yuactHuy, EADC, npuuem poctatouHo 6ornblioe Ko-
NMYECTBO CTAHOAPTOB MO OMPEAENEHUIO MaKpoarne-
MEHTOB BKIIOYEHO B NepeqHu (MPOoeKTbl nepeqHen)
CTaHAAPTOB, COQEPIKALLUMX NPABMUNa M METOAbI Uccre-

[OBaHUM (MCMbITAHMIM) M M3MepeHui, Heobxopumble
LN MPUMEHEHUS U UCNOSIHEHUS TPEBOBaHMM TEXHM-
YECKMX PErnamMeHTOoB.

Cpepm meTopoB onpepeneHnss MaKpoOaeMeHTOB B
MMLLEBOM MpoAyKUMM Hanbonee 3¢pdheKTUBHbI BbICO-
KOMPOW3BOAMTENbHbIE MYIIbTUINIEMEHTHbIE METOfAbI
aHanu3a, K umcny kotopbix oTHocsatcs MCI-O3C wm
UCIM-MC. Tlo coctosHuto Ha sHBapb 2021 r. pew-
CTByeT [Ba MEXAYHapOoJHbIX CTaHAAPTa, YCTaHaB-
nuarowmx meton, MCM-MC (ISO 21424:2018 [1]) w
MCM-O3C (ISO 15151:2018 [2]) mns onpegenenus
MaKpO3NeMEHTOB B AETCKOM M OMETMYECKOM NMTa-
HWMM, KOTOPbIE MPUMEHMMbI TaKXe [ MCMbITaHWUMI
HEKOTOPbIX BUOOB MOMOYHOM NMPOAYKLMHU.

Cnepyet otmeTtutb, uto metog NCI-MC nmeer He-
KoTopoe npeumyLiecTtso nepep metogom MCI-0O3C
npv aHanu3e MULLEBOM NPOAYKLMMK, CBA3aHHOE C ero
6onee BbICOKOW YYBCTBMUTEMBHOCTbIO. MMmetowmn B
10—1 000 pa3 6onee HM3KME MHCTPYMEHTaMNbHbIE Npe-
penbl obHapy»eHus no cpasHexunto ¢ MCM-0O3C [3],
meton UCI-MC nossonseTr npoBoguTb onpepene-
HME 3NEMEHTOB Ha HUM3KUX YPOBHAX MX COOEPIKaHus
NPM MCNOMb30BaHMKM B KadecTse NpobonoaroToBKM
YCKOPEHHbIX METOL,0B MMKPOBOMHOBOW MHWHEpPanu3a-
umn. [MpUMEHUTENBHO K aHanM3y MaKpO3NEeMEHTOB B
MULLEBOM MPOAYKLUMM NOfo6HbIE 33[a4M BO3HUKALOT,
Hanpumep, MNpu onpepeneHun Hatpus B crneumanu-
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3MPOBAHHbIX OMETUHECKMX MPOMYKTaX M Kanbumsi — B
anKorosbHbIX HanMuTKax (BUCKM, KOHbSIK).

McnbitatensHbim nabopatopusm, cneumanmMsupyro-
WwmmMmcs B obnacTM MCNbITaHUM NULLEBOM MNPOLYKLMM,
Heo6XOOMMO peLlaTh aHanMTMYECKMe 3apayqm no onpe-
LENeHNIO MaKpO3leMeHTOB B Bornee LUMPOKOM CreK-
TPe MULLLEBOM NPOAYKLMM M OMarnasoHe COfepIKaHun
MO CPAaBHEHWIO C YKa3aHHOMW B obnacT npuMeEHeHus
MexayHapodHbix ctaHpaptos [1, 2]. Metop UCI-MC
cornacHo [1], Kpome MaKpO3NeMeHTOB, NPeAyCMaTPH-
BaeT onpepeneHue cenexa, Tpebyroliero cneuudmrye-
CKMX npouenyp nNpobonoaroToBKM U PEXMMOB U3Me-
PEHUM, YCIOMHSAIOLLMX MPOBEAEHNE U3MEPEHUN M HEe
SBISIFOLLMXCS ONTUMANbHBIMM A5 ONPEeferieHnsl Makpo-
anemeHToB. BcnepcTene atoro, HecmoTpsi Ha Hanmume
UHOPMaLMM 06 OMMOAEMOM BBELEHMM B AEUCTBUE
MexpyHapopHoro crtaHgapta [1], otmenom wucnbita-
HUM MULLLEBOM M CENMbCKOXO3MCTBEHHOM MPOJYKLMM
BenlMM ¢ uenbto paclwmpeHus cpepbl NPUMEHEHMs
metopa UCIM-MC Ha onpepeneHMe MaKpO3NemMeHTOB
B nuweson npopykuum 8 2017 r. 6bina paspaboTaHa
M aTTecToBaHa METOOMKA BbIMOMHEHUS M3MEPEHUH
MBWM.MH 5919-2017 [4] (nanee — MBW).

Mpu pazpaborke MBU ycTaHOBrEHME HUMKHMX rpa-
HUL, AMAMNAa30HOB M3MEPEHMM MAKpPO3NeMeHTOB Bbino
BbIMO/IHEHO HA OCHOBAHMM AHANIMTUHECKMX BO3MOM-
HocTen UCI-MC cnekTpomeTpa, orpaHMYeHmM, Ha-
KNafbiBa€MbIX HMCTOTOM MCMOSIb3YEMbIX PEAKTUBOB,
HOHOBOM KOHTamMMHaLMeN, 0ByCNOBNEHHON BHELLHEN
Cpefon M MCronb3yemon Nocypou. YcTaHOBMNEeHWe
BEPXHMX FPaHMUL, OMarna3oHOB M3MEPEHUN MaKpoane-
MEHTOB MPOBOJMIIOCh HA OCHOBAHMKM MHAPOPMALMKU O
MaccoBOW [0Me MaKpO3MeMEHTOB B MULLEBOM MNPO-
LyKumu, npusepeHHon B [5]. TpeboBaHus K TOuHO-
CTU U3MEPEHUM YCTAHABMBANMCb KaK MaKcMMarbHoe
3Ha4yeHWe OTHOCHTENbHOM PACLUMPEHHOW Heonpepe-
neHHocTH, cocTtaenstowee 25 %.

B kauecTBe OCHOBHOro cpepncTBa M3MEpPEHWH B
MBW ucnonb3yeTtcs KBappynonbHbIM Macc-CNEKTPO-
MEeTp € MHOYKTMBHO-CBSi3aHHOM nnasmon Agilent
7700x ICP-MS npoussopctea Agilent Technologies
(CLUA) B komninekTe ¢ aBTocamnnepom |-AS. Cnek-
TpomeTp paboTaeT non ynpaBneHUEM  MNpPOrpam-
MHoro obecneuenus MassHunter ¢ dpyHKLUMAMM KOP-
PEKLUMM CUrHanNa ¢ y4eTom m306apHbIX CNEKTPasbHbIX
MHTEPMPEPEHLMI M MPUMEHEHUS METOAA BHYTPEH-
Hero cTaHpgapTa n obecneunBaeT cnepyroLme aHanm-
TUHECKME BO3MOMHOCTH:

° PEXMM M3MEPEHMs C MCMOMb3OBaHMEM pPeaK-
LMOHHO-CTONKHOBUTENbHOM siuelkn ORS3 (panee —
f4YenKa) AN CHUXKEHWs/yCTPaHEeHus CreKTparnbHbIX
UHTEpdEepPEeHLMH;

° WUMPMHY TMMKA B Macc-cnektpe He 6ornee
0,85 a. e. M. Ha 10 % BbICOTbI MMKa B gManasoHe CooT-
HOLLEHMI Macchbl MOHa K 3apsgy (m/z) 6253 a. e. m.;

° BenuuMHy oKcupgHoro otHowenus (CeO/Ce) —
He 6onee 1,5 %, BenUUMHY OTHOLLUEHWUS OBYX3apaf-

Hbix uoHoB (Ce?*/Ce') — He 6onee 3 % B pexkume
«NoGas».

Ons nposepeHus NpPoGONOAroTOBKM MCMOMNb3y-
eTCsi MMKPOBOMHOBas cuCTEMa MNpPoBONoOAroTOBKM
Mars 6 npowussopctea dupmbl CEM  Corporation
(CLLIA), yKOoMMnneKToBaHHas CMCTEMOM KOHTpOns
Temnepartypbl MTS-300 u pasnenns ESP-1500 Plus,
CMCTEMOM 4yBCTBMTENbHOCTM Kamepbl ReactiGuard,
parumkom Temnepartypbl TempGuardTM, cocypamu
ans pasnoxenus (EasyPrep Plus). Ona nossonser
NPOBOAMUTE MMHEPANM3aLMIO OpraHMYyeckux npob
npu Temnepatype po 210 °C n paenenmn po 55 6ap.

[na npurotoBneHus rpafyMpoOBOYHbIX PAacTBOPOB B
xope pa3paboTku u attectauum MBM ncnonssosanuck
OfHO3NEeMEHTHble CcTaHgapTHble obpasupl cocTasa
BOJHOro pacrtsopa uoHos: kanus — [CO 7771-2000,
HaTpus — FCO 8062-94 (FTCO Pb 0460-2018), kanb-
uus — FCO 8065-94 (TCO Pb 0461-2017), marHus —
FCO 7190-95 (TCO Pb 0719-2018) ¢ MmaccoBbimK
koHueHTpaumnamu 1,00; 1,004; 1,004; 1,006 r/,u,M3,
OTHOCUTENbHbIMKU MNOrpPeLHOCTAMM MaccoBOM KOH-
uentpauym 1,0; 0,6; 0,8; 0,8 % coortBeTcTBEHHO.
Mpu npurotoBneHMn rpagyMpPOBOUHbIX PACTBOPOB
M pacTBOpoB Npob MNPUMEHSNCA BHYTPEHHWUM CTaH-
napt CL-ISM2-100 npoussoactea Spex CeriPrep Inc
(CLLUA) ¢ koHueHTpaumei ckaHgus 100,0 mr/am’,
PaclMpPeHHON HeoMpPeAeneHHOCTbIO KOHLEHTPALLMM
*0,5 Mr/p,M3. [na npoBepeHus MuHeEpanuMsauum M
NPUroTOBMNEHUsI PACTBOPOB MCMOMNb30OBaNMCb a3oTHas
kucnota Trace Metal grade (maccosas pons 69 %),
consHas kucnota Trace Metal grade (maccosas gons
35 %), BOOa AEMOHU3UPOBAHHAN C YAENbHbIM CONPO-
TMBNeHnemM He meHee 18 MOm-cm.

Mpouenypa NpobonoaroToBKM, MpPencTaBstoLLasn
cobOM MMKPOBOISIHOBYIO MMHepanusaumio npob B
NPUCYTCTBMM a3OTHOM KucCroTbl, Bbina paspaboraHa
¢ yuetom Tpebosanmn TOCT 31671-2012 [6] u pe-
KOMEHJaLMI NPOM3BOAMTENS CUCTEMBI Npobonogro-
TOBKM Mars 6.

MHcTpyMeHTanbHbIM MeTop, M3MepPEHMI OCHOBAH Ha
peXKMmax HaCTPOMKK SAYEMKHU, PEKOMEHAYEMbIX MPO-
ussogmutenem macc-cnektpometpa: «No Gas» (6es
nopaun renus), «He» (c nmopauen renus co ckopo-
cTbto notoka 5 cm3/mun), «HEHe» (BbicokosHepre-
TUYECKUM, C MOJAYEN renusi CO CKOPOCTbIO MOTOKA
10 cm3/MuH), pexmmme HacTpoiiku nnasmel — «Low
Matix», «General Purpose», «<HMI».

Bbibop peTekTMpyemoro usotona Ans HaTpus, Kak
MOHOM3OTOMHOrO 3nemeHTa, 6bin orpaHuyeH ero
€AMHCTBEHHbIM CTabumbHbIM M3oTonom >>Na. Beibop
AEeTeKTUPpYeMbIX M3OTOMOB ANs Kanusa, MarHusa, Kanb-
uus 6bin NPOU3BEAEH C YHETOM peKkomeHaaumn [7, 8]
Mo KPUTEPUIO MAKCMMAarbHOM €CTeCTBEHHOM pacnpo-
CTpaHeHHOCTH, obecneunBatoerd MaKCHMAaIbHYHO
YYBCTBUTENbHOCTb MPW OTCYTCTBMM CYLL,ECTBEHHO 3a-
TPYAHAOLMX U3MEpPEHHE MHTepdepeHumi (Tak Ha-
3bIBa€MbIM OCHOBHOM M3oTon). B kayecTBe OCHOBHBbIX
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M30TOMNOB ANS Kanus, KanbLusi, MarHus BblOpaHbi:
3K, Ca, Mg cootsetcteenHo. C uenbto obecne-
YeHusi IPPEKTMBHOrO KOHTPONS MHTEPdEpPEHLMM
6b1nn BbIGpPaHbI Tak)Ke ABa [OMNOMHUTENBHO OETEKTH-
PYeMBIX M30TONa Kanbums M markms — 44Ca u Mg
(nopTBEpPIKAAIOLLME M3OTOMbI), MCMLITHIBAIOWME ME-
Hee BbIpa)KeHHble MHTepPdEpPEHLMM MPHU UCMOoNb3ye-
MbIX pPEeXMMax uamepeHus. BcnepcteBue MmeHbLUEH
pacnpoOCTPaHEHHOCTU M HanM4uus CHUIbHbIX MHTEpP-
epeHumit y OCTanbHbIX ABYX CTabuAbHbIX M30TOMOB
kanms “°K u “'K ucnonbsosaHue NOATBEPXKAAOLLMX
M30TOMOB A HErO HEBO3MOXHO.

[NepeyeHb 3nemMeHTOB, M3 KOTOPbIX MPOM3BO-
amncsa BbibOp BHYTPEHHEro CTaHpapTa, COCTaBneH
c yyeTom pekomeHpaumn [9], ucxopmsa u3 kpute-
preB 6AM30CTM MACC MX M3OTOMOB K MAacCam M30TO-
NoB onNpefensembix 3IEMEHTOB, a TakKe bnmusocTtu
NepBOro NOTEHLMaNna MOHU3aLUuKn y onpepensembix
3NEeMEHTOB M 3NIEMEHTOB BHYTPEHHEro cTaHpapTa.
[JaHHbIM  KpHUTEepUsSIM yAOBReTBOpseT MnpaKTuye-
CKM OOMH 3MIEMEHT — CKaHauM, nmerowmn 6nus-
KYIO K onpepensembiM 3MIEMEHTAaM Maccy CBOEro
€AMHCTBEHHOro cTabunbHoro nsotona (ckaHgmn —
45 a. e. M., peTeKTUpyeMble M30TOoMbl onpepense-
MbIX 3nemeHToB — oT 23 o 44 a. e. M.) 1 6nnskmK
nepBsbIM NoTeHuuan noHusaumm (ckangum — 6,56 3B,
OEeTEeKTMPYEeMble M30TOMbl OMPERENseMbIX 3ne-
meHTOB — OT 5,14 po 7,65 3B). Oetektupyembie
M30TOMblI ONPEAEnseMbiX 3IEMEHTOB M 3MEMEHTOB
BHYTPEHHEro CTaHAapTa A MCNOMb3yEMbIX PEXKM-
MOB HaCTPOWKK NpuBepeHsl B Tabn. 1.

Mcnonb3yemble pexnmbl HaCTPOMKKU nogobpaHsbl
Takum obpasom, utobbl obecrneunTs onTMManbHble
YyCNOBMUS AN UBMEPEHMs CUTHana KaXporo geTek-
TMpyemMoro usotona. PexMm HAcTpPOMKM SIYEHKM

nnasmbel «HMI» ncnonbsyetcs pna nsmepeHus cur-
Hana 2>Na B cnydyae NpucyTCTBMS Kanus B M3Mepsi-
eMbIX pacTBopax Npob Ha YypPOBHSIX KOHLEHTPaLMK
6onee 50 000 mKr/om> ans ycTpaHeHus Hecnek-
TpanbHbIX MHTepdepeHuu oT nocnepHero. Pe-
UMbl HacTponku sdenku «NoGas» (43Ca, «HEHe»,
44Ca) B coueTaHMM C PEKMMOM HaCTPOMKM MNasmbl
«Low Matrix» ucnonbsyrotcs pns MaMepeHus cur-
Hana M3OTOMOB KamnbLMs HA HU3KMUX YPOBHSX €ro
KOHLEHTpauumM B pacTBopax (cooTseTcTBytoLLas
maccoBasi pons Kanbuus B npobax HaXoguTCs B OM-
anasoHe ot 0,5 po 20 Mr/kr) c uenbto yeenuue-
HUS YYBCTBMTENbHOCTU M3MepeHui. B couetanmmn ¢
pexmmom HacTporku nnasmbel «General purpose»
ans *Ca npumeHsieTcss peMMM HaCTPOWKM fUeiKM
«NoGas». B ocTtanbHbix cny4yasx ucnonb3yetcs pe-
UM a4erku «He» B coyeTaHuu c peXxkMmMom nnasmbl
«General purpose» pgns obecneueHns pobacTHbix
YCIIOBMI M3MEPEHUI C HEOBXOAMMBIM YPOBHEM HYB-
CTBUTENbBHOCTM.

Mpu npoBeaeHUM U3MEPEHUIM C MOMOLLbIO KBaAPY-
MONbHbBIX MAacC-CNEKTPOMETPOB C MHAYKTMBHO-CBSI-
33aHHOM MNa3moM Ans [OEeTeKTMPYyeMbIX WM30TOMOB
onpepensieMbix 3MEMEHTOB U 3INIEMEHTOB BHYTPEH-
Hero ctaHpapTa HabnropaeTcs psip, CNeKTPanbHbIX M
HecnekKTparnbHbIXx MHTepdepeHumn [10—12].

[ns u3oTonoB Kanus M KanbLus, a TaK¥Ke, B MeHb-
LIeM CTEMEeHM, MarHus 1M cKaHams HabnroparoTcs 3Ha-
YMMble MONMMATOMHbIE CMeKTpanbHble MHTepdepeH-
umm (tabn. 2), obycrnoBneHHble MOHAMM 3MEMEHTOB
nnasmoobpasyroLero rasa, BO3ayxa, pacTBOPUTENS,
OPraHM4yecKMX M HEOPraHMYECKMX COeOMHEHWUM Ma-
TpMubl aHanusmpyembix obpasuos (Hanbonee cunb-
Hbl€ M3 HMX CBSA3aHbl C HaNMM4MeMm B MNa3me aproHa,
yrnepopa, Kucropoga, xnopa). BeiweykasaHHbie

«NoGas» B cOYETaHMM C PEKMMOM HACTPOMKM HHTepdepeHumn Hamboree MHTEHCMBHbI Ofs M30TO-
Tabnuua 1
JleTeKTMpyemble U30TONbI onpeAenseMbiX 3NIeMEHTOB M 3NIeMEHTOB BHYTPEHHero ctaHpapTa
Pex1MMbl HacTPOMKM
«NoGas»
SnemeHTt «NoGas» («General «NoGas» «He» («General «HEHe»
(«<Low Matrix») («HMI») purpose») («<Low Matrix»)
purpose»)
[eTekTMpyembie U30TOMbl ONPenensembiX NIEMEHTOB
Hatpui - - BNa BNa -
- - - 24Mg -
Marnum
- - - 26Mg -
Kanwuii - - - FK -
By By _ Bca _
Kanbuun
— — — 44Ca 44Ca
[etekTMpyeMbin M30TOMN BHYTPEHHErO CTaHgapTa
2% yTpP P
CKaHpomi 435¢ 435¢ 435¢ 455¢ 455¢
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Tabnuua 2

CBefleHMsl O CMEKTPanbHbIX MHTepP(epeHUMaX AN H30TOMOB
onpepensieMbIX 3IeMEHTOB M 3/IeMEHTOB BHYTPEHHEro CTaHfapTa

M3obapHsblie
< MHTEpPEepEeHTbI
OnemeHT [eTtekTMpyembii M3oTon poep ! MonnatomHbie MHTEPPEPEHTHI
B T. Y. ABYX3apsigHble
MOHBbI
OnpepenseMbie aneMeHTbl
HanMﬁ 23Na 46C82+, 46Ti2+ 22Ne1H+’ 7Li160+
24Mg 48 g2+, 482+ 2ci2c+ BNa'H, Lot
Marnmm B3+ 10p16~+ Ip 17+
26M9 2Cet 12 13: +C1'2 1? 1O1'+B? 1? L
C"NT™, “C“C'H'H™, “C"°CH
Kanuii 39K _ 2H37C|+, 38Ar1H+’ 23Na160+
My 2 27 4116 111616
K2H*, 2 Al'%0™, '"'B'é0O'0,
43Ca 865I’2+, 86Kr2+ 13C14N16O+, 25M918O+, 24Mg17o+’
. 40 A ATy g+
Kanbumm Ar'HHH
44¢ 88g, 2+ “Ar'Het, 7LiYCIY, "Be®>CIT,
28160+, 12C160160+, 14NNTOH
OreMeHTbl BHYTPEHHEro ctaHaapTa
29¢:16~+ 13~16~16~+ 44 114+
- 1 H
CkaHgum 435¢ 9072+ SI70 "12 c1:6 016 01 + Ca '
C"®0O'"O'H

nos >’K u 4“Ca, uro obycnoenmsaer HeobxoaMMOCTb
MCNONb30OBaHNA NPU UX OETEKTUPOBAHUM TOMbKO pe-
MMa C nopayen renus B PeaKLMOHHO-CTOMKHOBM-
TenbHyto sueiky. Mpu atom gns “4Ca npu ero Huskux
KOHLEHTpaLMax B M3MEpPsieMbix pacTBopax, copep-
MaLMX K TOMY K€ BbICOKME KOHLEHTpauumM opraHu-
YeCcKMx BeliecTB (HanpuMmep, MUHepanusaTtbl Crmp-
TOCOAEPIKALUMX HAMMUTKOB) ANS MOLABMAEHMS CUIIbHbIX
MHTEPPEPEHLMI, CBA3AHHbLIX C HaNMYMEM YIrNepopa,
M YMEHbLUEeHNs MHCTPYMEeHTanbHOro npepena mime-
PEHMI MCMOMb3yeTCsl BbICOKOIHEPreTUHEeCKUM pe-
MM suerku ¢ rasom «HEHe». Ons pactsopos npob
C O4YeHb BbICOKMMU KOHLEHTpauuamMn OpraHHUvYeckKmnx
Coep,MHeHMﬁ, Hanpumep ona MmuHepanm3aTtoB cnmpTta
Mnnu CNUPTHbIX HAMUTKOB C BbICOKMM cCofepXKaHuem
cnupTa, npu npumeHeHun pexkmma «HEHe» nonu-
aTOMHble UHTEpdEepPEHLMM He YCTPAHSOTCS MOMHO-
CTbtO, HUTO NOATBEpPXKOaeTca oTpuuaTelibHbIM pe3ynb-
TaToM Mpoueaypbl MOATBEPMKAEHMS KOHLLEHTPAaLMM
(cm. panee). B aTom crniyuae 3a KOHLEHTPALMIO Karlb-
LMs MPUHMMAETCS cpefHeapnMeTMyecKoe 3HaueHne
pe3yneTaToB M3MepeHuii KoHueHTpaumii “*Ca u 4“Ca,
TaK KaK Ansi 3TMX KOHLEHTPAaLMK BIUSHUE OaHHOM MH-
TepdepeHumn 6mM3Ko No abCoONOTHOMY 3HAUYEHMIO U
HanpasneHo B pa3Hble CTOPOHbI.

CunbHas uHTepdeperums ans > K, obycnosneHHas
3reMEHTOM Mnaszmoobpasyroero raza — aproHom,
Heé YyCcTpaHaeMmasa NOSIHOCTbIO NPpU NPUMEHEeHUn renna

B siYeMKe, POPMUPYET MOCTOSHHYIO MPMU HaHHbIX YC-
NOBMSAX U3MEPEHMM COCTABHYIO YacTb CMrHana ¢oHa,
yUYMUTbIBAaEMYIO MPMMEHeHHeM braHka B KavecTse rpa-
LYWPOBOYHOrO Hyns.

MNonnatomHble cnekTpanbHble MHTEPMEpPEHLMH,
BMMsIOLME HA [ETEKTMPOBAHME M30TOMa 3femeHTa
BHYTPeHHero ctaHmapta “°Sc, mpaKTMYecKu MomHo-
CTbIO YCTPAHSAIOTCS MPM MPMMEHEHUU PEXMMA C Nnoja-
Yyeun renms B PeaKLMOHHO-CTONKHOBUTESbHYO SHEMKY.
Mpn wucnonb3oBaHmn pexunma 6e3 nopaum rasa
(«<NoGas») ¢ uenbto ymeHbLUEHHS MHTEPdEPEHLMOH-
Horo curHana gns “*Sc, obycnoeneHHoro yrnepoa-
COAEepPIKaLMMMU NONIMAaTOMHbBIMU MOHaMK (B OCHOBHOM
ato '2C"*0O"0O'HY), sadpdpekTMBHBIM OKazanoch npu-
MeHeHune HaCTpOﬁKM CUCTEMbI NMIMH3 NO UOHAM C Bbl-
COKMMHM MO CPAaBHEHMUIO C AeTeKTUMpyeMbIMU MOHaMH
maccamun. [ns KOHTpons [aHHOM MHTepdepeHLMM
npenycMoTpeHa npoLeaypa OLEHKM 3HAYMMOCTH ee
BMMSAHMA HA U3SMEPEHME, BbINONHAEeMas nepep, rpagym-
pOBKOM.

3Hauumble npn aHanm3e nuuieBbiX NPOAYKTOB U30-
6apHble criekTpanbHble MHTEPdEPEHLMH, BNUSIHOLLME
Ha CUrHanm M3OTOMOB OMPEAENEMbIX 3MIEMEHTOB M
3rIeMEHTOB BHYTpPEHHero craHgapTta, obycrnosneHbl
NMPUCYTCTBUEM CTPOHLMSA, XPOMAa M TUTaHa. MHTepde-
PeHuUHun OT Xpoma M THMTaHa, BnugdoLMe Ha onpepe-
NeHne MmarHua, aBnsaroTCa 3Ha4YUMbIMU MPU UX KOHLLeH-
Tpauusax, CoOnoCTaBMMbIX C KOHLEHTPpAaUUIMU MarHus.

I
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MHTepdepeHumun OT CTPOHLMS, BRUSIOLLME Ha onpe-
JeneHue KanbLusi U SBRsiOLlMecs B [AHHOM clydvae
Hanbonee CyLLEeCTBEHHbIMM M306apHbIMKM MHTEPdEe-
PEHLUMAMM, CTAHOBATCS 3HAYMMBIMU MPU KOHLEHTpa-
umax cTpoHums, coctaenstowmx 0,3 % OT KoOHUeH-
Tpauum Kanbuusi. [NopobBHbIE COOTHOLUEHUS MEMKAY
KOHLLEHTPALMSIMU CTPOHLMS, XPOMA, TMTaHa M Kanb-
UMsi, MarHus MoryT Habnropartbcsi, Kak Mpasuro,
TONbKO AN  MYNbTUINEMEHTHbIX TPaAyMPOBOYHbIX
pacTBOpOB; Ans Npob MX HammMuue, KPOMe Criy4aes
KOHTaMMHAaLMKU, MaNoBEPOSTHO.

BbisiBneHne nzobapHbIx MHTEPdEPEHLMI AN Karb-
LMSi M MarHus NPOBOAMTCS COrNAacHO YCTaHOBMNEHHOM
B MBU npouepype Ha atane KOHTpOns BHOBb Mony-
YeHHbIX TPaAyMPOBOYHBLIX PACTBOPOB, a TaKKe Aans
pacTBopoB Npob6 Mpu MOMy4YeHWM OTPMLATENbHbIX
pe3ynbTaToB KOHTPOMS COrnacHo npouepype noj-
TBEPXKAEeHUS KoHLUeHTpauui. KoHueHTpaums cTpoH-
umMs B pacTBopax npob KOHTponupyeTcs BO BCEX
crnyyasix Mo pesynbTaTam  MOMyKOMMYEeCTBEHHOro
aHanusa. Mpu HeobxogmmocTn BnmsHUE M306apHbIX
MHTEepEePEHLMI YUUTbIBAETCS C MOMOLLbIO MHTEepde-
PEHLMOHHbIX YPaBHEHWM.

[lns KOHTPOMNS MOMHOTbI UCKMIOYEHUS MONMMATOMHbIX
M OTCYTCTBMS BIMSIHMS M306apHbIX MHTEPdEPEHLMH
[Ns KanbLMs M MarHusi NPMMeHsieTcs npoueaypa nog-
TBEPXKAEHUS PE3yNbTaTOB M3MEPEHMM, MONyYEeHHbIX
C MCronb3oBaHMEM OCHOBHbIX m3oTonoe “*Ca, Mg
NyTem CpPaBHEHMs MX C pe3ynbTaTaMWu M3MEepPEHMH,
MoNy4YeHHbIMK C MCMOMNb30BAHMEM MOATBEPIKAAOLLMX
usotonoe *“Ca, 26Mg. [Ona HaTpus u Kanus Bcnepg-
CTBME OTCYTCTBMSl Y HWUX MOATBEPMKAAIOLLMX U30TOMOB
npoeefeHne faHHOM NPOoLEeaypPbl HEBO3ZMOXHO.

NMomunmo cnekTpanbHbIX MHTEPdEPEHLMH Ha onpe-
LeneHMe MAaKPOIMEeMEHTOB OKa3blBalOT  BMMSHME
HecnekTpasbHble MHTepdepeHumnn (MaTpuuHbie 3d-
heKTbl), OByCrnoBneHHble BIMSIHMEM OPraHMHYECKMX
M HeOpPraHM4YeCKMX COeAMHEeHWUM, MPUCYTCTBYIOLLMX B
MuHepanusoBaHHbix npobax [11]. Ons ycTpaHeHus
BIMSIHMSI MATPMUHBIX 3P(PEKTOB cTeneHb paszbasne-
HMS PacTBOPOB MWMHEPANM3aToOB M AManasoHbl rpa-
LYWPOBKM ONTUMM3MPOBaHbI TaKMM 06pa3om, 4TobbI
obecrieunTb MakcMmanbHoe pasbaBrneHne maTpuubl
MPM BbIMNOMHEHUM OrPAaHUYEHMUM, HaKMNa[bliBAE€MbIX
yKa3aHHbIMK Bbille TPeBOBaHMUSMM K HUMKHEMN rpa-
HMLLe pAuanasoHa usmepenun. [lpu onpepeneHun
HaTpus ONs yYMEHbLUEHUs BMMSHUS MaTPUYHOTo 3d-
PeKTa, CBI3aHHOrO C NMPUCYTCTBMEM BbICOKMX KOH-
LeHTpaumn Kanus B pactsopax npob (xapaktepHo
AN HEKOTOPbIX BMAOB pPACTEHMEBOJYECKOM MpoO-
LYKUMM), MPUMEHEH pexum pasbaeneHus asposons
«HMA>», yMeHbLUAIOLWMI MOCTYMNNeHNEe KOMMOHEH-
TOB MAaTpMLbl B MNasmy, B COYETAHUU C PEKUMOM
nnasmbl «NoGas» gns KOMMAEHCaLMH CHUMKEHMUS YYB-
CTBUTENbHOCTH.

Mcnonb3oBaHue npu npoBefeHun M3MepeHHMit B CO-
otsetctBum ¢ MBM ontumansHoro nogbopa guanazo-

HOB rPagyMPOBKMU B COHETAHMMU C COOTBETCTBYHOLLIMMM
PeXKMMamu U3MEPEHHUN M NPOLLEAYPOMN NOATBEPKAE-
HMS KOHLLEHTpaumi nossonuno obecrneuntb npuem-
NMEeMYIO TOYHOCTb PEe3ynbTaToB M3MEPEHUH ANs BCEM
MALLEBOM MPOAYKLMM B LUMPOKMX AMana3oHax mMacco-
BOW A,0MM MAKPO3NEMEHTOB.

Mpu paspabotrke MBU 6binu onpepeneHbl onTu-
MarbHble [ManasoHbl FPagyMpPOBOHYHbIX 3aBMCUMMO-
CTEM Ha OCHOBE OLLEHOK MHCTPYMEHTamNbHbIX MNpe-
LENOB M3MEPEHMM, TMONYYEHHbIX MPU M3IMEPEHUH
rpagympoBoyHoro 6naHka, AManasoHOB Macc Hase-
COK, BOMYyCKaeMbIX MPUMEHSIEMbIM METOROM Npobo-
NnoaroToeku. YctaHoerneHHbit B MBWM guana3oH KoH-
LeHTpauuM rpagyMpoOBOHHbIX PACTBOPOB COCTaBMI
Ans Hatpus, marHua — ot 100 go 5 000 MKr/.u.M3, ons
Kanbuusi, Kanusi — ot 250 go 12 500 mkr/om>.

Kpome Toro, npu paspabotke MBU 6binu onpepe-
nexbl TpeboBaHUs U NOPSROK NPOBEAEHUS NPOLERYP,
rapaHTUPYoLMX OTCYTCTBME B3aMMHOM KOHTaMMHa-
UMM ONpPEeREnseMbIMU INIEMEHTAMM CTaHAAPTHbIX 06-
pasuos.

B kauectBe npouepyp, obecrneuuBarOLLMX KOHT-
ponb To4HOCTHM, B MBM 6bifiv MCNONb30BaHbI: KOHT-
POIib MHCTPYMEHTANIbHOM NPELU3MOHHOCTH, KOHTPOIb
CTabunbHOCTH CUrHaNa BHYTPEHHEro CTaH[AapTa, KOHT-
pOrb MPaBUAbHOCTM MOCTPOEHUS PaLYMPOBOHHOM
3aBUCMMOCTH, KOHTPONb CTaBUNbHOCTH FPagyMpPOBKH,
KOHTposnb 6naHKa (rpagyMpOBOYHOrO Hyns), a Takxe
KOHTPOIb MOBTOPSEMOCTH, MPOMEIKYTOHHOM NMpeLm-
3MOHHOCTM M MPABMIIbHOCTU, B TOM HYMCIIE€ C MCMOSb-
30BaHMEM KOHTPOIbHbIX KapT. HopmaTtnebl KoHTpons
MOBTOPSIEMOCTH, MPOMENYTOUHON MPELU3UOHHOCTH
M MNPaBMABHOCTM ObINM pPaccuUMTaHbl C MCMOMb30OBa-
HMEM OLLEHOK MOKasaTenei TOYHOCTH, MOMyYEHHbIX
npu npoBepeHun artectaumn MBU. OcrtanbHbie
HOPMAaTUBbl KOHTPOSbHbIX MPOLEenypP YCTaHOBMEHbI
Ha OCHOBaHMM PEKOMEHJALMI MPOM3BOAMTENS
MAacc-CNeKTPoOMeTPa M OLLEHOK KOHTPOMMPYeMbIX
napameTpoB, MOMyYeHHbIXx Npu Habope akcnepu-
MEHTarbHbIX OaHHbIX.

AtTtecTtaums paspaboraHHor MBM 6bina npose-
peHa B 2017 r. lNpu npoBepeHUM 3KCNepuMeHTa
MO OL,EHMBAHMUIO METPONMOMMYECKMX XapPaKTEePMUCTUK
MBW 6binm nonydeHbl OLEHKM MOKasaTenew Tou-
HOCTM, HOPMATHMBbI AN MPouefypbl NOATBEPKAE-
HMS LN KanbuMs M MarHuMs C MCMONIb30BAHMEM
pe3ynbTaToB M3MEPEHMM [N OCHOBHOrO M MOA-
TBEPXKAAIOLEro M30TOMNOB, HOPMATHUBbI KOHTPONS
rpagymposku. OueHnBaHMe nokasaTtenem Tou-
HOCTM MPOBOAMNOCH B OAHONAaBoOpPaTOPHOM 3KC-
NMEPMMEHTE COrMNacHO MOMOXEHMAM CTaHAaPTOB
CTb MUCO 5725-1 [13], CTb UCO 5725-2 [14], a
Takxe pykosopcTs [15—17]. Npu npoBepgeHun akc-
NMepMMEHTa MO OLEHMBAHWUIO MOKasaTenen TOYHO-
¢ 6bInu ncnonb3osaHbl ob6pasubl CRM NIST 1849a
(NIST, CLUA), DLA 41/2015 (DLA, Tepmanus), pa-
6oune npobbl cbipa CynyryHu, 4as yepHoro 6anxo-
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BOrO MENKOMMCTOBOroO, a Tak»e obpasubl ¢ go-
6askamu. [nsa sBHeceHus pobaBoK ucnonb3osancs
obpasey, cnupTa, NPEnCTaBAAOLLMI aNKOrONbHYO
NMPOAYKLUMIO C BbICOKMM COAEpPIXaHMeM CrnupTa
LNs onpepferneHus Kanbuus Ha HUM3KMX 3Ha4YeHusx
€ero mMaccoBoM gonu, u obpasewL, Macna pancosoro
¢ pobaBneHHbIMM 3nemeHTamu (LUMHK, >Keneso,
docdop), SBAAIOWMMUCA B AAHHOM crlyyae Mma-
TPMYHBbIMM Ha YPOBHE MX MAaKCMManbHO BO3MOX-
HbIX KOHLI,eHTpaLJ,Mﬁ B UCObITyeéMbIX pacTBopax
npo6. MaccoBas Lons Makpo3anemeHToB B o6pas-
uax po BHeceHus pobasok Hbina meHee npepena
usmeperus MBU. [obaskn BHOCunuCb B BUAE
anuKBOT PAacCTBOPOB OMPERENsi€MbIX 3IEMEHTOB,
APUrOTOBMEHHbIX U3 MX CTAaHOAPTHbIX o6pa3u,oa.
B xope askcnepumeHTa mcrnonb3osanocb 6 ypos-
HeM MCMbITaHWM [Nsa Kanbuus M Mo 5 ypoBHeW Mc-
MbITaHMM [ OCTanbHbIX MakpoanemeHToB. Cepuu
U3MepeHU BbINu NOMyYeHbl B YCNOBUIX NPOMEXKY-
TOYHOM MPELMU3MOHHOCTM C 4YeTbipbMs Habopamu
BapbMpPyeMbiXx PAKTOPOB «OMeparop — Bpems» Mo
ABa pe3ynbTata €auHUYHbIX M3mepeHm71 B cepum,

Kanusi, KanbLusi, MarHusi, Momny4eHHble 3Ha4eHus z (z')
Haxogmnuck B guanasoHe ot —0,2 no +0,7.

PaspabortaHHas MBU nossonser nposoamTb onpe-
JeneHue MaKpO3NIEMEHTOB B MULLEBOM NMPORYKLMH Ha
cooTtBeTcTBME TPEBOBAHMSAM HALMOHAMBHOINO 3aKo-
HopaTtenbcTBa M 3akoHopartensctBa EADC metogpom
MCIM-MC ¢ npumeHeHuMem 3sKcnpecc-meToga npo-

60MOAroTOBKM — MMKPOBOSIHOBOW MMHEPANM3aLmu.

MNprvmeHeHne paHHOM METOAMKM MO3BOMSET BbIMOM-
HSITb MCMbITAHMSI MO OMPEAENEHUIO MAKPO3NIEMEHTOB
B NULLEBOM NPOJYKUMM B TedeHne opgHoro pabouero
[OHS, CYLLLeCTBEHHO COKpaLLas Nnpu 3TOM 3aTtparthbl pa-

604ero BpeMeHu 1 matepuanbHbIX Pecypcos.
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TPWMM C MHOYKTMBHO cBsidaHHoM nnasmon (MCI-A3C).
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New York: CRC Press, 2013.

4. MBAN.MH 5919-2017 OnpepeneHne makpo-
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MeTtponornyeckme xapakrepuctmku MBU
OrHocurentHoe OTHOCHTENBHAS OTHocHuTEenbHas
TErEaes CTaHOAaPTHOE OTKIOHEHWE Crananan o paciMpeHHas
SnemeHT M3MEPEHMM, 7 HeornpepenexH-
P S e ONEET MPOMEXYTOYHON | onbeneneHHOCTb P et
mr/Kr o NPEeLM3MOHHOCTH X % HocTe u(X)/X, %,
6.0 % e WX % k=2, P=95%
Syxroy 7° !
. ot 20,0
METTE no 40 000 skntou. 4.9 6.3 9 18
. ot 20,0
Maruumn 10 10 000 sKntou. 3,9 5,3 7 14
< ot 20,0
Kamuit | o 25 000 sxniou. 4.1 >3 7 14
o ot 0,500
Kanbuun 10 15 000 sKntou. 4,0 5.1 7 14
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