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rOCYOAPCTBEHHbIA CTAHOAPT PECMYBNNKU BENAPYCb

NPOAYKTbI MULLEBbIE
OnpepeneHne cnenoBbiX anemeHToB. PasnoxeHue noa naBneHueM

NMPAOYKTbl XAP4YOBbIA
Bbi3Hay3aHHE cnegaBblX dnemMeHTay. PasnaxaHHe nag uickam

Foodstuffs
Determination of trace elements. Pressure digestion

DNata eBegeHunsn 2013-01-01

1 O6nactb npuMeHeHUs

Hacroswumini ctaHaapT yCTaHaBnMBaeT METOZ Pa3noOXeHWs noA AaBfieHUEeM B MULLEBbLIX MPOAYKTaX,
npefHasHayYeHHbIn ANs onpefeneHns CnefoBbiX 9NeMeHToB. [aHHbIi MeToa Obin NPOTECTUPOBAH B XoAe
MexnabopaTopHOro MccnegoBaHWs B COYETAHMM C METOAOM aToOMHoW abcopbumm (C MCNONb3OBaHMEM
nnameHu, nedu, XoroAHOro napa, ruapuaos), Macc-CnekTPOMEeTpuen C MHAYKTUBHO CBA3AHHOW nnasmoun
(ICP-MS). OnTtuueckas 9MUCCUMOHHAs CMEKTPOMETPUA C MHAYKTUBHO cBsizaHHOM nnasmown (ICP-OES) u
BONbTaAMMNEPOMETPUA MOTYT MCNONb3OBaTLCA BMECTE CO CTAHAAPTaMM Ha U3MEpEeHWs, B KOTOPbIX COAEp-
XKaTCs CCbINKM HA AaHHbIA METOA,.

2 HopMaTUBHBIE CCbINKN

Ons npuMeHeHMs HaCTOALLEro CTaHaapTa HeobxoAuMbI Creaylowme CChbisIoYHbIe CTanaapTl. Ana Heaatu-
POBAHHbIX CCLINOK NPUMEHSIIOT NOCNEAHEE n3gaHne CCbINOYHOro cTaHaapTa (BKNioYas BCE ero U3MEHEHUS).

EN 13804:2002 MpoaykTbl nuweBbie. OnpeaeneHne MUKpOIneMeHToB. Kputepun xapakrepuctuk, obuime
OLIEHKM ¥ NOAroToBKa obpasya

3 CywHoCTb MeTOAA

Pasnoxxenue nog gaBneHnem — (pu3MKo-XMMUYECKUI METO, ONUCAHHbLIN B HACTOSILLEM CTaHaapTe ans
MUHepanusauum matepuana npobbl U AN NOArOTOBKM MCCIEAyEMOr0 pacTBOpa, COAEPXALLEro Cne/ioBble
aneMeHTbl, 40 UX onpeaeneHns B COOTBETCTBUM CO CTaHAAPTaMM, B KOTOPbIX COAEPXXMTCA CCbiflka Ha AaHHbIN
METOJ M KOTOpbli€ Obinu BanManpoBaHbl B COMETAHUU C HUM.

Ona romoreHusaumu npoBbl UCNOMb3YIOT annapar, UCKMIYAIoLWMI BO3MOXHOCTb 3arpsi3HEHUsI NMPOObI.
3areM ee pasnaralot B repMeTUYHO 3aKpbITOM COCyZe Npu BbICOKOW TeMnepaTtype v AaBrieHun, co3gaBae-
MbIMW NPU MOMOLLM 0OLIMHOTO UM MUKPOBONMHOBOIO Harpesa, no [1] — [3].

4 PeakTuBbI

4.1 Oouwue nornoxeHma

KoHueHTpauusa cnegoBbiX 3N€MEHTOB B UCMOSb3yeMbIX XMMUYECKUX pPeakTMBax U BoAe AOMKHA ObiTb
JOCTaTOUYHO HU3KOM, YTOObI HEe CKA3aTbCsl HA pe3yrnbTaTax onpeaeneHus.

4.2 A30THaA KUCIOTA, HE MeHee Yyem 65 % (MaccoBOi A0MnM), MMOTHOCTLIO NpUbnuanTensHo p (HNO;) =
= 1,4 r/mn. B cnyyae HeaoCTaTo4HON YUCTOTbI HEOOXOAUMO OYUCTUTL KUCMOTY B NeperoHoYHoM annapare (5.5).

4.3 PasBeneHHas a30THaA KUCIOTA, KOTOPYIO crieflyeT rotToBuTb, CMeLUUBas a30THYIO KUCNOTY (4.2) 1
BOAY B COOTHOLUEHMU MUHUMYM 1 : 9.

4.4 ConsiHaa KMCrnoTa, He MeHee yem 30 % (MaccoBoi Aonu), NNOTHOCTLIO NpubnuautensHo p (HCI) =
=1,15r/mn.

4.5 MNepekucb Bogopoaa, He MeHee yem 30 % (MaccoBOin AONK).

M3gaHve oduumnanbHoe
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5 Annaparypa u npuéopbl

5.1 O6wue nonoxeHua

Onsa Toro yto6bl CBECTM K MUHUMYMY 3arpsi3HeHue, TLATeNbHO MOIOT BCIO annapartypy, KOTopas Heno-
CpeacCTBEHHO KOHTaKTUpYeT ¢ npoboii, nocpeacTtBoM 06paboTku pa3BeaeHHON a30THOW KMCNOToN (4.3) u 3arem
BOAON. PekomeHayeTca UCNoNb3oBaTh BbinapusatoLmin annapar (5.6) Ans 04MCTKM COCya0B Mnu Kono.

5.2 Annapar anAa pasfnoXeHuA noa OaBrieHUeM, COCyabl BbICOKOTO AaBreHusl, 6e30MmacHOCTb KOTOPbIX
NPOTECTUPOBAHA, M3rOTOBMEHHbIE M3 KMCOTOCTOMKMX MaTepuanoB W uMelolme aepxarenu ans npo6
M3 KMCNOTOCTOMKOrO Matepuana ¢ HU3KMM YpPOBHEM 3arpsAsHeHus. J[lonyckaercs ucnonb3oBatb annaparbl,
KOTOPbIE UCNONL3YIOT B NE€Yax C BLICOKUM AABMEHUEM, C AABEHUEM Cpelibl aBTOKNaBa unu 6e3 Hero.

Bwmecto nonutetpadtopaTuneHosbix (PTFE) aepxarenein nyuwe ucnonb3oBaTb rpagyupoBaHHbIE
KBapuesble aepxartenu, aepxartenu u3 nepdproparuneda (FEP) [4], [5] wim u3 nedropankokcu (PFA).
KBapL, pekoMeHAyeTCs UCNONL30BaTh ANA ONpeaeneHust PTYTU 1 ANs TEMNEPATYP pasnoxeHus eoie 230 °C.

5.3 HarpeBatenbHoe yCTPOMCTBO C KOHTPONEM TeMnepaTtypbl (HanpuMmep, MUKPOBOSTHOBAs NeYb UNK
HarpeBaTernbHbIi 60K BMECTO TEPMOCTATA).

5.4 YnbTpa3sBykoBaa 6aHsa

5.5 MNeperoHoYHbIN annapart U3 KBapLUeBOro CTekna UM U3 dKBMBArNeHTa PTopononmmepoB BbICOKOM
YUCTOTbI, COOTBETCTBYIOLLMIA PUCYHKY A.1.
5.6 BoinapuBarowui annapar, COOTBETCTBYIOLUMI PUCYHKY A.2.

6 OT60p Npod

Beinonnatot B cootBeTcTBuM ¢ EN 13804.

7 MeTtoaunka BbINONMHEHUA

7.1 OOwWwKe NonoxeHus

Ha kaxaoii cTagum BbINOMHEHUs MeToAa AOSMKHbI ObiTb NPUHATLI Mepbl N0 06ecneYeHnto Toro, YToObI
3arpsisHeHne 6b1Nno MUHUMANbHbIM.

MNpeaynpexaeHue — MpUMeHeHMe HACTOALIEro CTaHAAPTa CBSI3aHO C UCMOSIb30BAHUEM ONAaCHbIX
BelwecTs, onepauuin u o6opyaosaHus. HacTtoawmii ctaHgapT He oxBaTbiBaeT BCex npo6nem 6es-
ONacHOCTH, CBA3AHHbLIX C €ro npumeHeHneM. OTBETCTBEHHOCTb 3a COGMNAeHNe TeXHMKM Ge3onac-
HOCTU U YCTAHOBJIEHUE OrpaHMyYeHuii N0 NPMMEHEHUI0 CTaHAapTa HeceT Nosib3oBaTerlb HACTOSLWero
cTaHpapra.

CnepyeT yuuTbiBaTb, YTO Pa3fOXeHWe MaTepuanoB C BbICOKUM CoAepXaHuem yrrepoga (Hanpumep,
yrneBoJoB, XXMPOB U T. .) MOXET NPUBECTU K B3PbIBY.

o ucnonb3oBaHua annapara Ans pasfioXeHus noj AaBNEHUEM M3y4atoT PyKOBOACTBO MO SKCMnyaTaumm u
MHCTPYKUMIO N0 TexHuke 6esonacHocTn. Ocoboe BHMMaHWe cneayeT yaenuTb ONacHOCTU a30TUCTbLIX ra3os,
KOTOPOI NOABEPXKEH NepcoHan nabopaTopum.

MoapobHbIe onucaHua MeTOAUKM A0MXKHbI ObiTb B KaXKO0M nadopatopumn B chopme pabounx MHCTPYKLIMIA.

7.2 MpurotoBneHue Npoobl

CrneayeT rotoBute npoby cnocotom, KOTOPbIA OOLIYHO WCMOML3YIOT AN NPUFOTOBIEHUS NMULLEBLIX
NPOAYKTOB B OObIYHLIX JOMALUHMX ycnoBusx. Heobxogumo MakcumaneHo msberatb 3arps3HEHUst SneMeH-
Tamu, KOTOpble JOSMKHLI ObITb onpeaeneHsl (Hanpumep, AN OnpeaeneHusa COAEPXaHUS XpOMa U HUKEnNs
HE MCNOMb3YIT HOXU U3 HEPXKABEIoLLen cTanu Bo BpeMs NpuroToeneHusa npodbl). Cm. EN 13804.

7.3 YcnoBuaA pasnoXeHus noa AaBrieHUeM

7.3.1 Macca ncxogHou npo6bl U 06 bEMbI KUCIOTbI

Maccy ncxoaHol npoGbl BLIOUPAKOT B 3aBUCMMOCTU OT €MKOCTM cocyaa Anst pasnoxeHus. Mpu 3Tom
B Lensax 6esonacHoOCTu CTPOro cobnioaatoT UHCTPYKLMKU M3FOTOBUTENS.

Ecnu BMmecTumocTb coctaBnseT, HanpumMep, 70 M, MOXHO, Kak npaBuno, pasnoxutb 4o 400 mr (C Tou-
HOCTbIO 10 MUnnUrpaMmMa) TBEpAOro BewecTsa unu 40 4 MM XMAKOCTU, YTO 9KBUBANEHTHO COAEPXKAHUIO
yrnepoga B 200 wr [5]. Ecrnin coaepxaHue yrnepofa Huwke, MOXHO yBenu4uuTb HaBecky. OBbem KUCMOTHI,



CTB ISO 13805-2012

HeoGxoauMON AN pasnoxeHus, OyaeT 3aBUCETb OT xapakTepa matepuana npobbl. O6bIMHO GyaeT gocTa-
TOYHO 3 MN a30THOW KUCMOTbI, YTOObI PA3NOXUTb KONWMYECTBA, YNOMSAHYThlE Bbille. [Ns YUCTbIX XXUPOB
MOXeT noTpeboBaTbCA CHWXEHME Beca WCXOAHOW Mpobbl W YBEMUYEHWE KOMUYECTBA KUCMOThI. MOXKHO
fobaeutb ot 0,5 o 1 mMn nepekucu Bogopoaa, YToObl NpeaynpeauTb NpUKNenBaHue nNpobbl K CTEHKaM
cocyaa Ans pasnoXeHusa u obecneynTb NONHOE CMeLleHne Npodbl ¢ KUCNOTOIA.
MpumevaHwe — Ecnu Bnocneactsun ByayT onpefensTb COAepxaHWe Xenesa, Npu HeobxogWMOCTU JoGaBnstoT
0,5 Mn consHoi knenoTbl (4.4), 4Tobbl NPeAOTBPATUTE NOTEPU M3-3a MNOMMOLUEHUA CTEHKaMW COCYAOB.

7.3.2 TeMnepartypa ans pasnoxeHus

Tpebyemas TemnepaTtypa pasnoxeHus W, CNefoBaTeNbHO, MOSIHOTA Pa3noXeHWs 3aBUCAT OT MeToaa
M3MEPEHUS, KOTOPbI ByAeT Ucnonb3oBaThCs B AanbHelieM (Hanpumep, BbICOKME TemnepaTypbl NPUBOAST
K HU3KMM 3HAYEHUAM OCTaTOYHOrO yrrepoga B pacTBopax AnNs pasnoxeHus. B cBA3M C 3TUM yMeHbLualoT
¢hOH Npu BLINOMHEHUN U3MEPEHUIA NOCPEACTBOM 3MEKTPOTEPMUYECKON aTOMHO-aGCOPOLMOHHON CNeKTPo-
MeTpun (ET-AAS) M aTOMHON SMUCCMOHHOW CMEKTPOCKONMUU C UHAYKTUBHO-CBA3aHHOM nnasmon (ICP-AES).
MckaxeHus npu onpeaeneHun xpoma nocpeacTBOM Macc-CrneEKTPOMETPUM € MHAYKTUBHO CBS3AHHOW Nna3moii
(ICO-MB) cseaeHbl K MUHUMYMY [B], a Takke 6e3 UCKaXKEHWIT MOTYT NPOBOAUTLCS BONbTaMNEPOMETPUYECKME
N3MEPEHUS).

PekoMeHayeTcsa B Havane pasnoxeHusi NOBbILWATbL TEMNEPATYPY PABHOMEPHO.

MpumeyaHne - B LieIoM KavecTBO pasnoxeHus ByfeT Bbille Npu yBerMYeHUN TeMnepatypbl pasnoxeHus [7], [8].

Ecnu cyllecTByeT BepOATHOCTb TOro, YTO B MULLIEBOM NPOAYKTE NPUCYTCTBYIOT OpraHuyeckue coefiMHEHNsT MbILLbSKa,

MOXeT noTpeBoBaTheA TemnepaTypa 320 °C, B criyyae ecnv NPUMEHSIHT aTOMHO-aBCoPBLMOHHYI0 CEKTPOMETPUIO

¢ reHepaLueii rugpugos (HG-AAS) ans onpegeneHns cogepxaHvsa Mbllubska [9].

7.3.3 Bpems pasnoxeHus

PekoMeHayemoe Bpems pasfnoXeHus [AnA TroMOreHU3MpOBAHHOrO Martepuana npobbl cocTaBnser
npubnuautensHo 3 4. B cnyyae pasnoXeHus npu NOMOLUM MUKPOBOMHOW CUCTEMbI BPEMS Pa3NOXeHUs
06bI4HO cocTasnsAeT oT 15 ao 30 MuH. [ns HekoTOpbIX NPob pasnoxeHue ByaeT npoxoautb ObICTpee, ecnu
HakaHyHe NPOBECTU NpeABapUTENbHYIO Peakuuto, BbIAEMKAB NP KOMHATHOW TemMnepaType u 406aBuB K HUM
KUCNOTY.

7.3.4 OxnaxpeHue

Ana Toro 4tobbl CHU3UTL JaBIIEHWE BHYTPU COCYAAa ANSA PA3NOXKEHUS, OXNAXKAAIOT HEMOTHO 3aKPbITbIA
COCyA, HaXOAsALUMICA NoA AaBNeHWeM, 40 TeMnepaTypbl, NPUONMKEHHOW K TEMNEPATYpPe OKPYKAIOLLEH cpebl.

7.3.5 NoaroTroBka uccrnegyemMoro pacTtsopa

Mocne oxnaxaeHusa U OTKPLITUA COoCyaa ANA PA3NOXEHUS NePBOHAYANbHO MOMELLAIOT €r0 B BbITSDKHOW
wkad 40 MCYE3HOBEHWSA NapoB OKUCNOB a30Ta (NoKa He UCHE3HYT KOPUYHEBbIE napbl). Pekomenayetca
AerasmpoBaTb pacTBOP ANA pa3noXeHus B ynbTpa3ByKOBOW GaHe. 3anonHAIT BOAON A0 YCTAHOBIIEHHOINO
obbema (uccneayemblil pacTBOp) U BNUBAIOT UCCRIEAYEMbIE PACTBOPbLI B COCY/Ibl, U3TOTOBINEHHbIE U3 KBapLia
(pekomeHayeTca Ans onpeaeneHus coaepxanus ptytu), FEP unun PFA.

Pacteop ans pasnoxeHusa AomkeH ObiTb YNCTbIM, U €70 06beM AOMKEH ObiTb TOYHO TaKUM JKe, KaK U 10
pa3noxeHus. Ecnu saMmevalor CHuXeHne obbema, TO 3TO YKa3biBAeT Ha TO, YTO COCYZ, BbICOKOTO JaBreHus
3aKPbIT HE NMOTHO, U B TAKWUX CIly4asx NOBTOPSIIOT pa3rioXeHue.

7.3.6 XonocTou pacreop

YT10Obl NpOBEPUTL 3arpAA3HEHHOCTb, FOTOBAT XONOCTOW paCTBOP PEaAKTUBOB, COJAEPXKALLUMIA TaKoe >Ke
KONIMYECTBO KUCAOT, Kak U pacteop npobbl, U AoBOAAT A0 4 Mn BOAO# (B 3aBUCUMOCTU OT BECA UCXOHOW
npoObl), 3aTeM BbINOMHAIOT BCe aTanbl MeToaa (7.3.1 — 7.3.5).

7.3.7 3tanoHHble NPOOGHbI

[AnA OoCywecTBNEeHNss aHanMTMYECKOro KOHTPOSS aHanu3upyloT 3TanoHHble NpoObl, UMEIOWUE TOYHO
M3BECTHOE coAepXaHue onpeaensemMbiX 3NeMeHTOB, OAHOBPEMEHHO C aHanu3oM Bcex cepuit npo6. Ha
9TanoHHbIX Npofax NPOBOAAT BCE 3TaNbl METOAA, HAYUHAS C PA3IOXEHUS.

7.4 NMpumep MUKPOBOSTIHOBOTO Pa3fNOXEHUA

Mpu ucnonb3oBaHun cocyaos BMeCcTuMocTbio oT 70 oo 100 mn B3BewmBaloT oT 1 4o 2 r Maca unu 3 r
canara-nartyka (macca B CbipoM Buae). flo6aensaot 3 mn a3oTHoN kucnoTtel U 0,5 Mn nepekucu Boagopoaa,
NIIOTHO 3aKPbIBAIOT COCYA ANS Pa3noXeHus U NPUXMMHbIE AepXXaTenu COOTBETCTBYIOLMM obpa3oM. B Havane
PasnoOXeHUa NPUMEHAIOT HU3KYI0 MUKPOBOMNHOBYIO 3HEPIUI0O U MEANEHHO MOBLILLAIOT 3HEPrUI0 A0 MAaKCu-
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MarnbHOW MOLUHOCTU, HanpuMep Ha4uHatoT co 100 BT, nosbiwaiT Ao 600 BT, yaepxuBaloT B TE4EHME 5 MUH,
nosbiwatoT 4o 1000 BT, yaepxuBailor B TeyeHue 10 MuH, 3aTeM OXIaXKaaroT B TEYEHUE KaK MUHUMYM OT 20
0o 25 MuH.

7.5 Mpumep pasnoxeHnA Noa BbICOKUM OAaBfIEHUEM METOAO0M O30SIeHUA

Mpu ncnonb3oBaHuM cocyga BMECTMMOCTbIO 70 mn B3BewwmBatoT oT 1 go 2 r maca unu 3 r canaTta-
natyka (macca B cblpoM Buae). [JobasnawoT 3 mMn azoTHOW kucnotbl 1 0,5 Mn nepekucu Bogopoaa, NioOTHO
3aKpbIBAOT COCYA AN PasnoXeHWUs U NPWXKUMHbIE AepKaTenu COOTBETCTBYIOLLMM 06pa3oM, HarpeB Hauiu-
HaIOT C KOMHaTHO TemnepaTypbl 40 150 °C B TeueHne 60 MuH, 3atem Ao Temnepatypbl 300 °C B TeueHue
40 MuH 1 BbIAEPXMUBAIOT TemnepaTypy 300 °C B TeyeHne 90 MUH 40 OXNAXKIEHUS.
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MpunoxeHne A
(cnpaBoyHoe)

PuUcyHku annapartoB

1- neperoHoyHas kamepa; 2 - Tpybka 13 KBapLEeBOro CTekna; 3 - HWUTb Hakana;
4 - NOrpyXHON oxnaxaaloLmnin TepmocTart; 5- hnakoH, cogepxallinii OUULLEHHYIO KUCMOTY;
6 - kuCnoTa, nogBepraemMas fneperoHke; 7 - coeguHUTENbHAas 4YacTb; 8 - 3arpy3oyHast BOPOHKa

PucyHok A.1- lMeperoHo4HbI annapaTt n3 KBapueBoro crekna

1- HarpeBartesib; 2 - a3oTHas KUCNOTa; 3 - KPYrNoAOHHas konba; 4 - cudioH;
5- ucnaputenbHas Kamepa; 6 - opocuTesibHbIli KOHAeHcaTop

PucyHok A.2 - Bbinapusatowuii annapar
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(cnpaBo4HoE)

CBeaeHusi 0 COOTBETCTBUU rOCYyAapPCTBEHHOIO CTaHAapTa
CCbINTOYHOMY €BPOMNeNCcKOMy CTaHOapTy

Tabnuua [1.A.1 — CBeAeHUsl © COOTBETCTBUU FOCYAaPCTBEHHOIO CTaHAAPTa CCbITOYHOMY eBpOmneiCKoOMy

cTaHaapTy
CreneHb

O603Ha4eHne N HAaMMEHOBaHWE CChINOYHOro coOTBET- O603Ha4eHne N HaUMeHoBaHne

eBpone|7|0Koro CTaHAapTa cTBUS rocygapcTtBeHHOro ctaHgapTa
EN 13804:2002 lMpoayktbl nuwesble. Onpe- IDT CTB EN 13804:2012 TNpoayKTbl NULLEBLIE.
aeneHne MuKpoanemeHToB. Kputepuun xapak- OnpeaeneHne cneaoBbiX aNnemMeHToB. Kpute-
TEepUCTuK, obLuMe OUEHKM M NoAroToBka 006- pun 3pdeKTUBHOCTH, obwmne TpebGoBaHusA |

pasua noaroToBka npob
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