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FOCT ISOTTS 6733—2015

Mpeaucnosue

Lienn, oCHOBHbIe NMPUHLMMbI 1 OCHOBHOWN NOPAA0K NpoBeAeHnsa paboT N0 MeXrocyaapCTBEHHON CTaH-
fapTusauunm yctaHossneHbl B FTOCT 1.0—2015 «MexrocyfapcTBeHHasa cuctema craHgaptnsaunv. OCHOBHble
nonoxeHusa» n NOCT 1.2—2015 «MexrocygapcTBeHHasa cucrtema craHgaptusauymm. CtaHaapTbl MeXrocy-
[apCTBEHHble. NpaBuia 1 pekoMeHgaumm No MexrocyaapcTBeHHOW cTaHgapTvu3auun. Mpasunia paspaboTtku,
NPUHATUA, OBHOBMIEHNA N OTMEHbI»

CBejfeHusi o ctaHgapTte

1 NOArOTOBJIEH Hay4HO-NpOn3BOACTBEHHbLIM PECMNYBNNKAHCKUM YHUTAPHbLIM NpeanpuatTnem «beno-
pyCCKuUiA rocyfapCcTBEHHbI MHCTUTYT cTaHgapTu3aunn n ceptudukayumn» (benlMCC) Ha ocHoBe CO6CTBEH-
HOro NepeBOAa Ha PYCCKUIA @aHIN0A3bIYHON BEPCUU MEXAYHAPOAHOIO LOKYMEHTa, YKa3aHHOro B MyHKTe 5

2 BHECEH lNocygapcTBeHHbIM KOMUTETOM MO cTaHgapTusauum Pecnybnvkn Benapycb

3 MPUHAT MexrocygapCTBeHHbIM COBETOM MO CTaHgapTusauuu, MeTposiorum u cepTudukalum
(npoTtokon oT 27 dheBpans 2015 r. Ne 75-)

3a NPUHATKE NPOronocoBasn:

KpaTkoe HaumeHoBaHMe CTpaHbl Koa cTpaHsl CokpalujeHHoe HauMeHOBaHNe HallMOHANbHOI0 OpraHa
no MK (WCO 3168>004-97 no MK (MCO 3166)004-97 no ctaHgaprtusayuu
ApmeHuns AM MuWHIKOHOMMUKN Pecnybnukn ApmeHuns
Benapycsb BY FocctanpaptT Pecny6nukn bBenapycsk
Kuprusus KG KelprelsctampapT
Monposa MD Monposa-CtaHpgapT
Poccus RU PoccTtaHpaapT
TagXxunkncraH TJ TapgxukcTangapT

4 TMpukasom ®enepanbHOro areHTCTBa N0 TEXHUYECKOMY perysiMpoBaHunio U MeTposiorum oT 23 CeHTA6-
ps 2016 r. Ne 1212-cT mexrocygapcTBeHHblli ctaHgapT FOCT ISO/TS 6733—2015 BBeaeH B AelicTBue B
KayecTBe HauMoHanbHOro ctaHgapTa Poccuiickoih depepaunmn ¢ 1 nons 2017 r.

5 HacTtosAwui ctaHaapT MAEHTMYEH MeXayHapoaHoMY AokyMmeHTy ISO/TS6733:2006/IDF/RM 133:2006
«MO0/10KO 1 MOIOYHbIE NMPOAYKTLI. ONpeaeneHune cofepxaHus cBuHLa. CnekTpoMeTpryeckuii MeTom aToMHoO
abcopbuumn c npumeHeHnem rpadurtosoii neun» («Milk and milk products — Determination of lead content —
Graphite furnace atomic absorption spectrometric method», IDT).

MexayHapoaHblii fOKYMEHT pa3paboTaH nogkoMuTeToM SC 5 «MO0/1I0KO 1 MO/IOYHbIE NPOAYKTbI» TeXHU-
4Yeckoro komuTeTa no ctaHgaptmsauum ISO/TC 34 «MuwesBble NpoAyKTbl» MexayHapoaHol opraHu3auum no
cTaHgapTmsauun (1ISO) n MexayHapoaHoli MonoyHoi dhepepauveii (IDF).

OdhmumanbHble 3K3eMNIAPbI MEXAYHAPOAHOro 4OKYMEHTA, HA OCHOBE KOTOPOro MOAroTOB/IEH HACTOS-
LM MeXrocyfapCTBEHHbIN CTaHAAPT, U MeXAyHapoAHbIX CTaHAAPTOB, HA KOTOPbIE AaHbl CCbIIKW, METCA
B ®esepasbHOM MHPOPMALMOHHOM (hOHAE TEXHUYECKNX PErNIaMeHTOB M CTaHAapToB.

B pasgene «HopmaT/BHbIE CChIIKM» U TEKCTE CTaHA4apTa CChIIKMA Ha MeXAyHapoAHble CTaHAapThbl akTya-
NIM3NPOBaHbI.

Mpy NPYMEHeHNN HaCToSALLero cTaHAapTa peKoMeHAyeTCA UCNO0/Ib30BaTb BMECTOCChIIOYHbIX MeXAyHa-

POAHbIX CTAHAAPTOB COOTBETCTBYHOLLNE UM MEXTIOCYAapCTBEHHbIE CTaHAapThl, CBEAEHUSA 0 KOTOPbIX NpuBee-
Hbl B 4OMNOSIHUTE/IbHOM NpunoxeHun A

6 BBEJEH BIMNEPBbIE



FOCT isorrs 6733—2015

WNHdopmauus 06 MsSMeHeHUAX K HacTosweMy cTaHAapTy Ny6/nKyeTcs B eXerogHom nHopmMaLmoH-
HOMYykKa3aTene «HaunoHanbHble CTaHAaPTbI», @aTe KCT U3MEHEHWI M NONPaBOK — B @XeMeCA4YHOM MHAOop-
MauMOHHOM ykasaTene «HauuoHanbHble cTaHgapTbli» B cnyyaB nepecmoTpa (3ameHbl) UM OTMEHbI
HacToslwero cTaHgapTa COOTBeTCTByllWee yBefoMmIeHWe 6yfeT onyb/iMKOBAHO B €XeMeCAYHOM
MHOpPMaLMOHHOM YyKasaTene «HauuoHanbHble cTaHgapTbl». CooTBeTCTBYlOWas MHdopmauums, yse-
[OM/IeHMe NTeKCThl pasmellaloTcsa Takxe B MHDOPMaLMOHHO cucTemMe 06Lerononb3oBaHns — Ha ogu-
LunanbHoOM caiiTe ®eepasbHOrO areHTCTBa N0 TEXHUYECKOMY PEryMpoBaHnio U MeTpPosIorun B CeTH
WHTepHeT (mvw.gost.ru)

© CraHgapTuHdgopm. 2016

B Poccuiickoii ®efiepauum HacTosALLMIA CTaHAAPT HE MOXET 6bIThb MOTHOCTbIO UM YACTUYHO BOCNPOU3Be-
[leH, TMPaX1poBaH U pacnpocTpaHeH B KauecTBe OMLMaNbLHOTO n3gaHust 6e3 paspelueHus degepanbHoro
areHTCTBa Mo TeXHUYECKOMY PEerynpoBaHuio U MeTponorum



MKC 67.100.01
67.050

MonpaBka k MOCT ISO/TS 6733—2015 Monoko 1 MOJI04YHble NPOAYKTbl. OnpeAeneHne cofepxaHuns
cBMHLa. CnekTpomMeTpuyecknii MeTos aToOMHON abcopbumy ¢ NpuMeHeHneM rpaduToBOl neyu

B kakom mecte HaneyaraHo LlomkHO BbITb
CHocka *** k Tabnuue OAN ~* TOCT P WCO 52501--2005 *** TOCT P 52501—2005
(NCO 3696:1987) (NCO 3696:1987)

(MYC Ne 5 2017 1)
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M E X T OCVY 4 APC CTHUBEHH®bB 1 C TAHOAPT

MOJIOKO N MOJTIOYHbIE MPOAYKThI

OnpefeneHHO cofepxaHus cBrHLA.
CnekTpomeTpuyeckuii metos aToMHol abcopbumm ¢ NnpuMeHeHNeM rpadMTOBON neun

Milk and milk products. Determination of lead content. Graphite furnace atomic absorption spectrometrlc method

faTta BBegeHnsa — 2017—07—01

1 O6nacTb NPUMEHeHUs

HacTosawwuii ctaHgapT ycTaHaBMBaeT MeTO/ KO/IMYEeCTBEHHOTO onpeeneHns o061 ero CBUHLAa B MOIOKe
1 MOJIOYHBIX NpOoAYyKTax.

Mpenen o6HapyXeHus MeToaa, onpefeneHHbIi kak TpexkpaTHoe cpefHee KBafpaTuyeckoe OTKNOHeHNe
npy KOHTPOJIbHOM onpegeneHun, paseH 0,001 Mr/kr 4nsa Xuakux npogyktos n 0.01 mr/kr ona TBepabIX Npo-
[JYKTOB NP NCNO/Ib30BaHNM CyX0ro 0301eHus. Mpn UCnonb30BaHU MOKPOI MUHepanusaummn nog fasfeHnem
3TW 3HAYEHUS TakKMe Xe. Kak AN aHanM3npyembix yacTei npo6, cogepxalymx 0.2 1 cyxoro Belectsa. MNpu
MUKPOBOJ/IHOBOI MUHepanu3auuu UCMoNb3ylT aHanm3npyemMble yactu Nnpo6 6onblieli Macchl, 1 npegensi
06HapyxeHust 6yyT, COOTBETCTBEHHO, HUXeE.

2 HopmaTuBHbIe CCbI/IKK

[na npumeHeHnsa HacTosALero cTaHgapTa Heo6XoANMbI CneaytoLve CCblIoYHble CTaHaapThl. g aatu-
POBaHHbIX CCbI/IOK MPUMEHSIOT TONbKO YKa3aHHOe M3fgaHue CCbIIOYHOro cTaHgapTa. [ns HegaTupoBaHHbIX
CCbI/IOK NPUMEHAIOT Noc/neHee U3faHne CCbl/IOYHOro cTaHjapTa (BK/Iovas BCe ero UsMeHeHus).

ISO 648:2008 Laboratory glassware — Single-volume pipettes (IMocyga nabopatopHas CTeKNAHHas.
MvneTkn ¢ oAHON MeTKoM)

ISO 1042:1998 Laboratory glassware — One-mark volumetric flasks (lMocyna nabopatopHas CTeKNsH-
Hasi. MepHble KON6bI C OHON METKOW)

ISO 3696:1987 Waterforanalytical laboratory use — Specification and test methods (Boga gnsa na6opa-
TOPHOro aHanusa. TexHnyeckne Tpe6oBaHNA U METOAbl UCTbITAHWIA)

ISO 6732:1985'> Milk and milk products — Determination of iron content— Spectrometric method
(Reference method) (Monoko 1 monoyHble NpoAykTbl. OnpefeneHne cogepxaHus xenesa. CnekrpomeTpu-
yeckuii metog (KOHTPO/bHbBIA MeToa))

3 TepMuHbI 1 onpeaeneHus
B HacTosawem CTaHOapTe npuMmeHeH CJ'Ie,CI,yIOLIJ,VIl7I TEPMWH C COOTBETCTBYHOLWNM onpegeneHnem:

31 cofepxaHue cBuHLUa (lead content): MaccoBas 40/1A BELLECTBA, ONpeaesieHHas no MeToay, ycTta-
HOB/IEHHOMY B HACTOsLLEM CTaHAapTe.

NMpumevyaHune — CogepxaHue CBUHLA BbipaXaeTcs B MUAAUTPAMMAX Ha KUIorpamm npoo6bl.

'’ Ananor IDF HO3A.

N3gaHne ouymnanbHoe
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4 CyuWHOCTb MeTo4a

AHaNM3MpyeMy YacTb NPO6bI NOABEPraloT MUHEPaU3aLmMmn cnoco6oM NporpaMmmnpyeMoro Cyxoro 030-
NNEHVUS C NCMO/Ib30BAHNEM CEPHO KMCNOThI. flonyckaeTcs NprMeHeHne cnocoba MOKpoii MuHepanusauum nog
faBneHnem B Tep/IOHOBOM WU KBapLEBOM COCY/e C UCNO/Ib30BaHNeM a30THON KNCMOTbl UAKN NPUMEHEHUe
MWKPOBOJTHOBO MOKpOIi MUHepanusauuu. 301y pacTBOPSIlOT B pa3bas/ieHHO a30THOW KMCOTe UK Bbinapu-
BalT MOKPbI MUHepanu3aTt focyxa U pacTBOPSAKT OCTATOK B pa3basneHHOl a3oTHOW kucnoTte. 3mepsioT
aToMHyl abcopbLuio onpefensieMoro afieMeHTa B No/lyYeHHOM pacTBoOpe MUHepasnm3aTa npu AnMHe BOSHbI
283.3 HM B aTOMHO-a6COP6LVMOHHOM CNEeKTPOMETpe, OCHALLEeHHOM rpacdMTOBO MeYbio C 3eeMaHOBCKOM nnu
feliTepneBoii koppekumeii choHa.

KonuuyecTBeHHOe cofiepxaHne afieMeHTa paccunTbIBaloT Mo NpeABapuTeNIbHO YCTAHOBMIEHHO rpaayw-
POBOYHOW 3aBMCUMMOCTM WU HA OCHOBaHWUU MeToAa CTaHAapTHbIX 06aBOK.

5 PeakTuBbl

B xoae aHanm3a ncnonb3ylT peakT!Bbl TONIbKO NPU3HAHHOW aHa/IMTUYECKOR YMCTOThI.

5.1 Bopga, 6uguctunanpoBaHHas WM aHaNOMMYHOW YMCTOThbl, COOTBETCTBYyMOLWAs TpeboBaHUAM
ISO 3696. knacc 2.

5.2 KoHueHTpupoBaHHas asotHas kucnota (HNO03, p2(HNOj) = 1,40 r/cm3a09 04nCTKU.

5.3 KoHueHTpupoBaHHas a3oTHasa kucnota (HNO3J), p2XHNO3) = 1,40 r/cm3, Merck «Suprapur»2.
U 3KBUBASIEHTHASA.

5.4 KoHueHTpupoBaHHasa cepHas kucnota (H2S04), p2Q(H2S04) = 1,84 r/cm3, Merck «Suprapur»2
W 3KBUBASIEHTHASA.

5.5 PacTBOp cepHoii knucnotbl, 20 % (Maccoeas/o6bemMHasi 40ONS).

Paz6asnaT 130 cM3 KOHLEHTPUPOBAHHOI CepHOoli kucnoTbl (cM. 5.4), goBoasaT Bogol o 1000 cm3

5.6 MaTpuyHble mogudnKaTopbl

5.6.1 PactBopsioT 2.0 raurugpodocat ammoHus (NHAH2P 04) (Baker «Ultrex»)2Lln 0.17 rHuTpaTa mar-
HVA (Mg(N03)2.6H20] (Merck «Suprapur») B Boge. loBogsat o6bem fo 100 cm3. MpurogHbie pacTBOpbl UMeT-
cA Takxe B npogaxe [Hanpumep. Perkin-Elmer No. B019-06342) (1 %-Hbiii pactBop Ma) u No. N930-3445
(10 %-Hbili pacTBop NH4H2P 04)].

5.6.2 CmewwusatoT 200 Mmm3pacTeopa, cogepxatiero 1 % Pd (B Buae Hutpata, Hanpumep Perkin-Elmer
No. B019-0635)2>n 20 mm3 pactBopa, cogepxawero 1 % Mg (B Buge Hutpata, Hanpumep Perkin-Elmer
No. B019-0634)2,c 1,67 cm3 BOApbl 1 ABYMS KannsiMy a30THOI KMCoThl (cMm. 5.3).

5.7 KOHUEeHTpMpOBaHHbIA cTaHAapTHbIV pacTBop cBMHUA, ¢ (Pb) = 100 mr/gm3

PacTBopstT 159.9 mr Hutpata ceuHua [Pb(N03)Z] B Boge B MepHoii konbe ¢ ogHOM MeTKOl BMecTu-
MocTbto 1000 cm3(cm. 6.4). lo6aBnsatoT 10 cM3KOHLEHTPMPOBAHHOW a30THOW kucnoTel (cM. 5.3). loBogAT Ao
MeTKN BOAOW U nepemeLLnBaoT.

XpaHaT pacTBop B OyThisike U3 6GOPOCUNNKATHOrO CTEKIA C NPUTEPTON CTEKNAHHOW NPOGKONA.

MpumeyaHne — B KayecTBe anbTepHaTUBbl MOXET MCNO/b30BaTbCA VIMe}OU.l,VIVICFI B npojaxe CTaH,CI,apTHbIVI
pacteop, Hanpumep Merck Tltrlsol 99692

5.8 CTaHpapTHbIN pacTBOp cBMHUA, € (Pb) = 1 Mr/gm3

OT6upatoT nuneTkoli 1,0 CM3KOHLEHTPMPOBAHHOTO CTAHAAPTHOrO pacTBopa cBMHLUA (CM. 5.7) B MepHYto
Konby BmecTuMocTbio 100 cm3 (cM. 6.4). lo6aBnsoT 1 cM3 KOHLEHTPUPOBAHHOW a30THOI KUcnoThl (cM. 5.3).
Pa36aBnsAoT 40 METKM BOAON 1 NepeMeLLBaloT. XpaHAT pacTBOp B MOM3TUNEHOBO Konbe (cM. 6.6) ¢ HaBWH-
YMBAKOLWMMCA KOINAYKOM.

5.9 Pa6oune cTaHAapTHble pacTBOPbI CBUHLA

OT6upatoT nuneTkoii 0. 0,50, 1.0. 2,0 n 3,0 cM3 COOTBETCTBEHHO CTaHAapPTHOrO pacTBopa CBUHLA
(cm. 5.8) B MepHbIe Kobbl C 0fHO MeTKol BMecTuMocTbio 100 cm3(cM. 6.4). Jo6aBnsatoT 1cM3a30THOI Kuco-
Tbl (cm. 5.3). loBOAAT A0 METKM BOAON U nepemelumBatoT. [0TOBAT paboyve cTaHAapTHbIe pacTBOPbI CBMHLA
Kaxayto Hegento.

MpumeuyaHne — OTn paboyne cTaHgapTHbIe PACTBOPbLI CBMHLA UMeEKT KOHUueHTpauum 0.0. 5.0.10.0, 20.0 n
30.0 mkr/gam3 cBMHLA COOTBETCTBEHHO.

2| Baker «Ultrex». Merck «Suprapur» n pactsopbl Tltreol n Perkin-Elmer — aTo npumepbl NpOAYKTOB, UMetOLMXCA
B nNpojaxe. 3Ta WHopmauus npuseseHa ans ygo6cTea nonb3oBaTenieil HacToswWero cTaHgapra.
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XpaHAaT paboune cTaHfapTHblE PacTBOPbI CBUHLA He 60/1ee 04HON Heaenn B NOIM3TUIEHOBbIX Konbax
(cm. 6.6) Cc HaBMHUMBaKOLWMMUCA KOMNavKamu.
5.10 A30T WX aproH BbICLUENA CTENEHN OUYUCTKU.

6 O6opynoBaHue

Ona npoBeAeHUss 3MEPEHNA CNOMb3YIOT CTaHAapTHOe nabopaTopHoe o60pyAoBaHume.

6.1 Turnu v cteknAHHasa nabopaTopHasa NocyAa, ouvlieHHasa cnegyowmm o6pasom.

MpombIBaOT M ONoMacKMBaOT BOAOMNPOBOAHOW BOAO, 3aTeM 0N0MaCcKMBAOT ANCTUN/IMPOBAHHO BOAOIA.
3amaumBaoT B 10 %-HOM (MaccoBas [0/5) pacTBOPE KOHLEHTPUPOBAHHOM a30THOM KUCMOThbl (cM. 5.2) B
TeuyeHve He MeHee 12 4. [Nepeg NCNONb30BaHNEM TPUX bl ONONACKMBAIOT OUANCTUNNNPOBAHHON BOAO. flatoT
BO3MOXHOCTb BbICOXHYTb U XpaHAT OUYMLLLEHHbIE TaKUM 06pa3om TUIN U CTEKNSAHHYI0 NabopaTopHyo nocyay
B YC/I0BUSAX, MPENATCTBYIOWNX nonagaHuio nbiau.

6.2 AHanuTuyeckme Bechbl, CNOCOOHbIE B3BELIMBATL C TOYHOCTbLIO 0 0,1 mr.

6.3 KBapueBble TUINW NIOCKOAOHHbIE, C KpbIlLKaMu (Kosnaykamu), BMECTUMOCTbLIO MPUGAN3NTENBHO
ot 25 go 50 cm3.

6.4 MepHble KON6bl C 04HOV MeTKo BMecTUmocTbio 10,100 1 1000 cM3. ¢ NpUTEPTLIMU CTEKNAHHBIMN
npo6kamu.

6.5 MnneTkn c 0OAHON MeTKOoN BMecTMMocTbio 1. 2 n 10 cm3

6.6 MonnatuneHoBble KON6GbI BMECTUMOCTbIO 100 CM3, ¢ HABMHYMBAKOLUMUCS KO/INavkamu.

6.7 [lo3aTopbl NUNETOUYHbIE C peryavpyeMbiM 06bemoM oT 50 go 250 mm3, oT 250 o 1000 Mm3u OT
1000 go 5000 MM3, ¢ NNACTUKOBLIMU HAKOHEYHUKaMW.

6.8 MydhenbHaa neyb C nporpamMupyemon Temnepatypoi npnénmsntensHo go 800 °C. chyTepoBka
KOTOpOIi MMeeT HU3Koe cofepxaHne cBMHUA (Hanpumep, KBapL).

PerynapHo HarpesaloT MydenbHyo neys (Hanpumep, pas B ABe Hedenun) 40 Temnepatypbl o1 700’ C go
800 °C.

6.9 ObopypoBaHne ANA MOKPOA MWHepanu3auuu noj AaBfeHUeM, Takoe Kak TpagWuLMOHHbIN
WCTOYHWUK Harpeea Wan UCTOYHUK HarpeBa TOKamy CBEPXBbICOKON 4acTOTbl C COCyAamu AN MUHepanusaumm
13 MaTepunanos, He COAEPXaLLMX 3arpA3HUTENe.

6.10 Meuyb, obecneyvBaloLlan nogaepxanHve TemMmnepatypHoro pexuma (150 +5) eC.

6.11 HarpesaTesibHasa NauTKa C perysimpyemMbiM TEPMOCTaTOM.

6.12 ATOMHO-a6COpPOLNOHHbINA CNeKTpoMeTp, 060pyA0BaHHbI 3N1EKTPOTEPMUYECKMM aToOMM3aTo-
pom (rpachmMToBas neyb), 3eeMaHOBCKOM NN feiTepneBoil koppekumeli hoHa, aBTocamMmniepom c Buanamu gns
npo6, NPUHTEPOM UM PEFUCTPUPYIOLLUM YCTPONCTBOM, 1aMMOW C NOMIbIM KaTOAO0M v 6e33/1eKTPOLHOV ra3o-
paspagHoii namnoi Ana cBUHLA, rpaduToBbiMK TpyGKamu ¢ nnaTdopMmamu JibBoBa, ECM HEOOXOAMMO, UT. 4.

7 OT60p NPO6

B na6opaTopuio AoMXHa 6biTb AOCTABNEHa NpeAcTaBUTebHAA Npo6a. Bo Bpems TpaHCnopTUpoBaHus
N XpaHeHwusl He JonyckaeTcsa Kakoe-nm6o ee U3MEHEHNe Uau nopua.

OT60p NPO6 He ABNSAETCA YaCTbi0 METOAa, YCTaHOB/IEHHOTO B HACTOSLLEM CTaHAapTe. PekoMeHAyeMbill
MeTog oTéopa npob npuseeH B ISO 707/1DF 50.

8 MogaroToBka Npo6bl AN1a aHaIM3a

AHanusupyemyto npoby npoaykuny NnoAroTaBamMBatoT B cooTBeTCTBMM € ISO 6732:1985 (nogpasgen 8.1).
MpepoTBpalLaloT Mtoboe 3arpA3HeHne CBUHLOM.

9 lpoBepeHne ncnbITaHUA

9.1 Cyxoe o30/51eHne

9.1.1 AHanusupyemas yacTb npobbl
B3selunBatoT B kKBapLeBoM TUrie (CM. 6.3) C TOYHOCTbIO A0 1 MrnpnbaunsnTensHo 1rnpobbl AN aHannsa

[ONS Cyxux NpoayKToB unu 5— 10 r npo6bl ANA aHann3a XUAKuxX npoaykTos. ,06aBnsA0T K npobe cyxux npoayk-
ToB 2—3cM3B0o/bl A1 NOYYEHUS TYCTOI nacTbl. Lo6aBnsoT KaHanM3npyemMoli npobe 2 cm3pacTBopa CEPHOIA
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kucnoTbl (cM. 5.5). OCTOPOXHO NepemeLlVBatoT CTEK/IAHHO nanoykoii. OnNonackuBaloT CTEKISHHYH Nanouky
HE6O/MbLUNM KOMIMYECTBOM BOABbI.

MpumeyaHne — [lo6aBNSAT CEPHYH KUCMOTY ANA NpeAoTBpaleHUs NoTepb cBUHUA. OAHakKo, Kak mokasan
onbIT, Takoe Ao6GaBfeHne KUCNOTbl He ABNAeTCS HEOBXOAUMbIM, €CNIN 030/1€HUE BbINOMHAT C NPOrpaMMUPOBaAHUEM TEM-
nepatypbl U MakCumasnbHOW TemnepaTypoit B npegenax 500 “C—550 °C.

9.1.2 O3oneHune

MomeLlaT KBapLeBblii TUreNb Ha HarpeeaTtesibHytlo NAMTKy (cM. 6.11) u BbinapuBalT COAEpPXUMOe
pocyxa. Ecnu peakumsi npotekaeT C/MILIKOM WHTEHCUBHO, NpepbiBaloT Harpes. [pofosxaloT Harpes [0
npekpalieHuns BbifeneHns 6enoro gbiMa CepHOro aHrngpuga.

MepeHocaT Turenb B MydenbHyto neys (CM. 6.8). MosbiwatoT Temnepatypy neun npubansnTensHoO Ha
50 eC BYac. HauMHas ¢ KOMHaTHOV TemnepaTypbl 1 40 TeX Nop. Noka oHa He gocturHeT 300 “C. a 3atem noaaep-
XMNBAKT 3Ty TeMnepatypy B TedeHve 2 4. [ToTOM CHOBa MOBbIWAKT TemMnepaTypy neun npubansnTenbHO Ha
50 °C B yac npumepHo o0 550 BC. BbigepxunBawT TUrenb C COAEPXKMMbIM NpY 3T TemnepaType NpUMepHo
B TeYeHue 6 u.

BbIH/MAIOT TUTelb U3 NeYn N OCTaBASAT 418 OXNaXAEHNS. YBNaXHAT 3071y 1cm3Boabl 1 1cm3a30THO
kncnotbl (M. 5.3). Micnonb3ytoT HarpeBaTtesibHy0 NAnTky (cMm. 6.11) Ans BbinapMBaHns COAEPXMMOro KBapLe-
BOrO TUINA Jocyxa.

3aTeM BO3BpalLalT TUTreslb CHoBa B MydenbHyo neys (cM. 6.8), TemnepaTypa KOTOpOii TeM BpeMeHeM
noHm3unack ot 550 °C go, npubnusntensHo. 350 CC. CHoBa NoBbIWwalT TemnepaTypy neum go 550 °C. Bbigep-
XMBAKT neyb Npu aToli Temnepatype B TeyeHne 30 MUH. MOBTOPSIOT 3TOT NpoLecc A0 TeX Nop, noka 3ona B
Turne He 6yaeTt cBo6oAHON OT yrnepoga (He ctaHeT 6esoi).

MPEAYNPEXAEHWE — MomewwaloT HarpeBaTesibHY NANTKY U MydesbHY0 NeYb B BbITSXHOM
WwKad), NOCKONbKY MNP pasfoXeHUn BbIAENATCA CepHasa Kucnota U napbl okcuga asorta. B noo6om
cnyyae nNpu nepeHoce TUrei B 4pyroe MecTo UAN XPaHEHUN NX MeXAY MaHUNyNALMAaAMUN HaKpbiBatOT
TUTIN KPbIWKaMK.

9.1.3 AHanusupyemblii pacTteop

Hob6aenswT 1,0cm3Boabl 1 0.5 cm3a30THOW kucioThl (cM. 5.3) kcogepxumomy kBapLeBoro Turis. Octo-
POXHO HarpeBalT TUresib Ha NauMTke (cM. 6.11) 40 pacTBOpeHus 30/bl. KONnM4yecTBEHHO NePEHOCAT COAEPXMU-
MO€e TUTS1 B MEPHYH KONBY C OAHOI MeTKoi BMecTuMOCTb 10 cM3 (cM. 6.4). Pa36aBnsioT 40 METKA BOAOMN.
XOpoLLo nepemeLLnBaloT U BbIMOJHAOT U3MEPEHUS.

9.1.4 KOHTPO/IbHbLIA ONbIT

BbINONHSAT BCe aTanbl, onucaHHble B 9.1.1—9.1.3, Ho 6e3 aHaNU3MpyeMoit YacTu npobsbl.

9.2 MwuHepanusayus B 3aKpbITOM cocyae (MCnbiTaTeNbHbIA cocyn Ana pasnoxeHus)

9.2.1 AHanusupyemas npoba

B3selwmsaloT B Teh/IOHOBOM cocyfie AN1A MuHepanusauun (cM. 6.9) 1 r npobbl AN aHannsa XugKnx
NPOAYKTOB C TOYHOCTbIO A0 0,1 mr wam 0,2 r npobbl A4Na aHannsa TBepbiX NPOAYyKTOB. Ecnv npumeHumo,
perynupyoT KosiM4ecTBo Npobbl XUAKOro NpoAyKTa Takum obpas3oM, 4To6bl OHa cogepxana He 6onee 0,2 r
OpraHnyecknx BeLLecTs.

Takme KonmyecTBa NPUMEHSIOT B C/lyvae UCMOIb30BaHNa cocyda A1 MUHepanusauuy BMecTMMOCTbIO
23 cm3 AganTupyoT 3TU KOM4ecTBa A5 COCYZ0B ApYroli BMECTUMOCTM.

9.2.2 MuHepanusauus

Lo6aBnatoT 3 cmM3a30THOWN KMcNoTbl (CM. 5.3). 3akpbiBaloT Te(/IOHOBLIN COCyf, AN MUHEpanu3aumu.
MepeHOCAT ero B CTa/IbHOI COCYA 1 NAIOTHO 3aKpbIBalOT HaBMHYMBAIOLLENCA KPbILWKOW. MomMelyaloT o6a atun
cocyga B coope B neyb (cM. 6.10) Npn kKOMHaTHOW TemnepaTtype. MoBbiwaloT Temnepatypy neuv go 150 °Cwu
BbIEPXUBAIOT NPW 3TOIN TemnepaType B TeYEHUE He MeHee YeM 3 .

9.2.3 AHanusnpyemblii pactsop

Mocne oxnaxaeHns 4o KOMHaTHO TeMnepaTypbl OTKPbIBAKOT Te(hIOHOBLIN COCYA AN MUHEpaM3aumn.

BbinapuBatoT cofiepxumoe cocya NnoyTu focyxa Ha HarpeBaTesibHOW nauTke (cMm. 6.11). fo6aBnsoT
250 MM3a30THOW KMCNOoTbI (CM. 5.3) M KONNYECTBEHHO BOAO NEePEHOCAT COAEPXMMOE COCyia B MEPHYIO KONOY
C 0fiHOW MeTkoW BMecTUMOCTbio 10 cm3 (cM. 6.4). [loBOAAT A0 METKMA BOLOW.

XOopoLuo nepemMeLlunBaloT 1 BbINOHAIT U3MEPEHUS.

9.2.4 KOHTpONbHbIA ONbIT

BbINONHAT BCe aTanbl, onucaHHble B 9.2.1—9.2.3. Ho 6e3 aHann3npyemoii 4acTu npobsbl.

HekoTopble nabopatopun npeanoynTaloT UCNOAb30BaTb MUKPOBOJTHOBYKD MUHepanunsaunio asoTHOi
KNCNOTOW, a He MUHepanu3auunio Npy HarpesaHun. STOT MeTof Takke MOXET UCMO0/b30BaTbCA NPU YCI0BUK,
4yTo nabopaTopusi NpoBepuna, YTo NP MUKPOBOSIHOBOM MUHEpanu3aLmm noayyatT pacTBopsl ANA u3Mepe-
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MUA, KOTOPble CPpaBHUMbI C pacTBOpamMu, NoJly4eHHbIMW NPy MUHEpPanu3aunn nog naBneHnem, ecnnm aHaaus
npoBoAMNCA CNEKTPOMETPUYECKMM MEeTOA0M aToOMHoOl a6cop6u,v1m C npumeHeHnem rpacbmosof/’l neyn.

9.3 W3mepeHusa
9.3.1 YcTaHOBKa npubopa

MpumeuvaHune — 8 aHanuTnyecknx nabopatopnsax ncnonb3yeTtcsa 60AblIOe pa3Hoo6pa3ne TOProBbIX Mapok u
Tunos cnekTpomeTpoB AAS. Mpubop NpurogeH B TOM cayyae, eCAn oH 060pyA0BaH HagNexal M UCTOYHUKOM CBeTa, ONTH-
YecKoii cuctemoli n coOTBETCTBYHOLW e CUCTEMON Koppekuumn hoHa (Hanpumep, Ha OCHOBE 3eeMaHOBCKOro adhdekra nim
neliTepneBo-A4yroBoi namnsl). B npogaxe MMeTCS HECKONbKO TUNOB rpacduToBbIX TPY6OK; HaunyyLwme pesynbTaTbl MOX-
HO oXupgatb Npu NCNOSIb30BaHUn pr60K N3 NMponTM4HeCcKoro yrnepoga, pr60K C NMNPONIUTUHECKUM NOKPpbITUEM WU
NOKPbITUEM M3 LUPKOHUSA, CHABXEHHbIX nnaTtdopmamu JlbBoBa.

YcTaHaBnuBaloT BCe napameTpbl Npubopa B COOTBETCTBUW C UHCTPYKLUSAMU U3TOTOBUTENS 418 N3Mepe-
HMA cCoAiePXXaHns CBUHLA M ONTUMU3UPYIOT UX 4N1A NOTyHEHUS NpuemMaeMbiX (hOPMbI NMUKa 1 MONpasky Ha ChoH.

9.3.2 pagyvnpoBKa u N3MepeHne pacTBOPOB NpPo6bI

9.3.2.1 O6wwne NoNoXeHns

pafynpoBKy MOXHO NPOBOAMTbL C MOMOLLbI FPagyMPOBOYHOrO rpadinka uan metoda CTaH4apTHbIX
[o6aBok. Ecnm BbiGMpaloT rpagyMpoBKy MO rpagynpoBOYHOMY rpadiuky, TO He06X0A4MMO NOATBEPAUTL C
NOMOLLbI0 MeToAa CTaHAapTHbIX A06aBOK, YTO HaKMOHbI rPafyMpoBOYHbIX rpatrKoB OANHAKOBbLI ANA CTaH-
[apTHBIX U UCTITYEMOro pacTBOPOB.

O6beMbI UHXEKUUM 3aBUCAT OT Tuna npnbopa n MorytT MeHaTbes oT 5 o 40 mm1. [Ina cTaHAapTHbIX 1
MCMNbITYEMOro pacTBOpPOB B rpachuToByo TPY6KY AOMKHO 6bITh 06aBMEHO OAHO U TO e KOMYEeCTBO MaTpuy-
Horo mogudmkatopa (cMm. 5.6.1 nnum 5.6.2).

9.3.2.2 MeTog onpegeneHuns ¢ nNoOMoLb0 rpagynpoBOYHOro rpaduka

M3mepstoT kaxabllii n3 NnTn paboumx cTaHAapTHbIX pacTBOPOB cBUHLA (CM. 5.9) no Tpu pasa. 3atem Takxe
TPWXAbl U3MEPSAIOT aHanM3npyemblin pacteop (cM. 9.1.3 nnm 9.2.3) 1 pacTBOp KOHTPOLHOrO onbITa (cM. 9.1.4
unm 9.2.4). OTaenbHbIe NoKasaHus ¢ NONPaBKo Ha thoH (N1oWwaan K BbICOTbI MUKOB) AN OAHOTO U TOTO Xe
CTaH4apTHOrO WA aHa/M3npyemoro pacTeopa He A0/HKHbl OTimyaTbea 6onee yem Ha 10 %.

MpoBepstoT pabouyto xapakTepucTuky npubopa yepes kaxable NaTb U3MepeHuii pactTBopa aHanusmpye-
MO YacTu Npobbl NyTeM M3MepeHns paboyero cTaHAApPTHOrO pacTBopa CBUHLA KOHLeHTpauvein 10 mkr/gm3
(cm. 5.9).

9.3.2.3 MeTog onpefeneHuns ¢ NOMOLLbI CTaHAApPTHOW f06aBku

M3mepsoT Bce pacTBOpPbl KOHTPO/ILHOrO onbiTa (cMm. 9.1.4 unn 9.2.4) n aHanusmpyemble pacTBOpbl
(cm.9.1.3 nnn 9.2.3) cnegytowum o6pasomM. BBogAT x MM3aHanM3mpyemoro pacteopa nac XMm3MaTpuyHoro
moandmkatopa (cMm. 5.6.1 unu 5.6.2) n n3mMepst0T aTOMHOE NOT/I0LLEeHNe C NONPaBKON Ha nornolwexHne hoHa.
MoBTOPAT 3Ty Npoueaypy.

3arem BbIMOMHAT TO Xe caMoe, HO [ONONHNTENIbHO BBOAAT X MM3COOTBETCTBYIOLLErO paboyero cTaH-
[apTHOro pacteopa cBuHUa (CM. 5.9) n U3MepsAlT aTOMHOE NOroLWeHNe C NONPaBKoi Ha nornoweHne oHa.
MoBTOPAOT 3Ty Npoueaypy CHOBA.

3arem BbINOMHAT TO Xe camoe, HO [ONONHUTENbHO BBOAAT 2X MM3TOr0 Xe caMoro paboyero ctaHgap-
THOro pacTsopa CBUHLA. BbINONHAIOT 3TO U3MepeHne aBaxabl. [ocnefoBaTebHOCTb UHXEKLUN MPUBOANTCA
B Tabnuue 1

PacxoxaeHne mMexay kaxaon napoi napannefbHblX pe3ybTaToB U3MepeHns He [0/KHO NnpeBblliaTbh
10 %. B kauecTBe NPOBEPKU INHENHOCTU YBENMUYEHME CUTHAIA B pe3y/ibTaTte BTOPOro f06aBneHnst 40KHO
cocTaBnATb o1 90 % A0 110 % BeNMUUHbLI CUrHana B pesyfbTaTe NepBoro fob6aBneHus.

MpumeuyaHne — B 3aBucumocTn oT Tuna npubopa x meHseTca ot 5 ao 20.
Tab6bnunuya 1— lNocnenoBaTtenbHOCTb MHXEKLUN

McTOUHMK Homep nHxekuun BnpbicknBaemas npoba

KOHTPONbHbIA ONbIT
KOHTpONbHbIA onbIT
KOHTpONbHbIA onbIT ¢ go6aBneHne 1
KOHTPONbHLIA onbIT ¢ fo6aBneHne 1
KOHTpONbHbLI onbIT ¢ go6asneHne 2
KOHTPONbHbIA ONbIT + fo6aBneHne 2

PacTBOp KOHTPOJ/IbHOTO ONbITa

o0 WN R
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OkoHuaHue Tabnuuybl 1

MCTOUHMK Homep nHxekuunn BnpbickuBaemasn npoba

Mpoba 1
Mpoba 1
Mpo6a 1 ¢ go6aBneHne
Mpo6a 1 ¢ go6aBneHue
Mpo6a 1 ¢ no6aBneHue
Mpo6a 1 * po6aBneHue

WcnbiTyemblit pacteop 1

o0 WN R

NN e

Mpob6a 2
Mpob6a 2
Mpoba 2 ¢ no6aBneHne
Mpo6a 2 & no6aBneHue
Mpo6a 2 ¢ go6aBneHue
Mpo6a 2 & no6aBneHue

McnbiTyeMblit pactBop 2

o U RAWNR
NN R

MOBTOPHO HauyMHaWT C pacTeopa nr pa
KOHTPONBLHOIO ONbITA U T. [.

Mpumep — Mcnonb3ywTca cneayllime yCTAHOBOYHbLIE MapaMeTpbl 418 aTOMHOTo abcop6uyuoHHOrO
cnektpomeTtpa Perkin-ElImer AAS 4100 ZL3K 060pyA0BaHHOr0 NaMnoii C NONMbIM KATOAOM:

FpaduntoBble TPyGKM: C NMUPONNTUYECKNM NOKPbITUEM, 060pyaOBaHHble nNnatgopmoii JibBoBa U3
nuponutuyeckoro yrnepoga (Perkin-Elmer3) No. BO050-4033. pans
AAS 4100 ZL)

Tok namnbi: 10 mA

AnvHa BONHbI: 283.3 HM

WwrpuHa wenu: 0.7 HM (HMXHeN)

las: asor

CKOpOCTb OTMEpPUBAHUS NUNETKOM: 100 %

O6beM MHXeKLUN: 10 mm5

TemnepaTtypa WHXeKUnn: 20'C

MaTpuuHblii MmogndukaTop: 10 mkn (0.05 % P®0.03 % Mg(NOj)j] (cm. 5.6.2)
M3mepeHne curHana: nnowaab nuka

FpagyvpoBska: MeToA CTaHAapTHbIX f06aBok

Ta6nuya 2 — MporpammupoBaHue Temneparypsbl

Bpewms, ¢
BHYTpeHHUi noTok
Ortan Temnepatypa neuu. *C .
rasa. Mm!|'mumn
BbllePXMBAHUSA

1 120 10 30 250

2 130 25 40 250

3 1200 20 30 250

4* 1850 0 5 0

5 2500 1 5 250

J1CurHan TO/NbKO perncTpupyeTtcs Bo Bpems 4-ro atana atoMmusaluu.

3L Perkin-Elmer AAS 4100 ZL siBnsieTcs npumepoM noaxofsuero o60pyfoBaHns, MMetowerocs a npogaxe. dta UH-
thopmaumsa naetcs Ana yao6¢cTBa Nofb3oBarteneil HacTosL,ero cTaHjapTa v He ABNsieTCA peknaMoil 3Toro o6opy0BaHus
CO CTOpPOHbI ISO nnn IDF.
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10 PacueTt u npeacrasneHne pesysbTaros

10.1 ABTOMAaTM3MpPOBaHHbLI pacyeT

CoBpeMeHHble Npr6opbI MOCTABASKTCA C NporpaMmmamMiy naketa nporpamMmmMHoro obecnevyeHusi, No3Bo-
NALWUMN paccunTaTb CpeHne 3Ha4YeHNs U cpeHekBaapaTnieckme OTKNOHEHNSA NapanienbHbIX U3MePeHUiA.
K TOMy e € MOMOLLbIO 3TUX NPOrpamMmmM MOXHO NPOU3BOAUTL pacyeTbl rPafyMpoBOYHbIX rPanKoB 418 BHEL-
HUX CTaHAapPTOB, a Takke A1 MeToAa cTaH4apTHbIX 406aBOK. Kpome Toro, 06bI4HO B HUX MOXHO BBECTM Maccy
aHa/IM3nMpyemoit Yactu npobbl U KoadhdhrymeHTbl pasbaBneHns Ans Toro, YTobbl Npnbop HenocpencTBEHHO
paccunTbiBan pesynbTaT, BbIPaXEeHHbI B MUAIUIpamMMax Ha KunorpaMm npo6bl Ans aHanumsa.

Ecnv npnbop He ocHalleH Takoil NporpamMmmoii, BbIMOJIHAKT pacyeT, kak ykasaHo B 10.2 unn 10.3.

10.2 PacyeTc nomMoLLbio rpafyMpoBOYHOro rpacdmka

10.2.1 PaccuuTbiBalOT cpefHMe 3HayYeHWss CUTHasIoB, MNOJIYYEHHbIX A/ CTaHAAapTHbIX PacTBOPOB,
pacTBopa KOHTPOJIbHOIo OMNbITa U UCMbITYeMbIX pacTBopos (cm. 9.3.2.1).

HaHocAT 3HaueHuss abcopbumm paboumx cTaHAapTHbIX PacTBOPOB CBUHUA (CM. 5.9) OTHOCUTEsNbHO
COOTBETCTBYHLUMX KOHLEHTPALUA 1 CTPOAT ONTUMASIbHYI0 IMHEHYIO KPMBYHO MO TOUKaM UKW, anbTePHATUBHO,
paccumnTbiBalOT JIMHUIO perpeccun no MeTony HavMeHblInX kBagpaToB. OnpeaensawT no rpaduky uam pac-
CUMTBLIBAIOT KOHLUEHTpaLMIO aHannM3npyemoro pactsopa 1 pactsopa KOHTPOJIbHOIO OfnbiTa 8 MukporpammMax
Ha Am3.

10.2.2 PaccuuTbiBalOT coAepXaHue CBUHUA B Npobe AN aHanm3a W, MI/Kr, UCMOAb3ys CNeayloLLyto
thopmyny

wa @
1000-t
rge vit — yncneHHoe 3HayeHne cofepxaHua CBMHLUA B aHanusnpyemom pactesope (cMm. 9.1.3 nnm 9.2.3),
MKr/am3;
w0 — uncneHHoe 3HayeHne CofepXaHusa CBMHLA B pacTBOpPE KOHTPO/IbHOMO onbita (cm. 9.1.4 unn 9.2.4),
MKr/am3;

V — uyncneHHoe 3HauyeHue obbema aHannsmpyemoro pactesopa (cm. 9.1.3 unm 9.2.3), cm3:
T — 4YMC/IEHHOEe 3HayYeHne Macchbl aHanuanpyemori yactu npobbl (cm. 9.1.1 nnm 9.2.1), r.

10.3 PacyeTc nomoLyblo CTaH4apTHbIX 06aBOK

10.3.1 PaccunTbiBalOT cofepxaHne CBMHLA B Npobe Ana aHanm3a Ws U cofepXxaHne CBUHLA B KOHT-
ponbHOM pacTsope t,3 MKI//, C MOMOLLbI0 CTaHAAPTHbIX A06aBOK, NCNONbL3YSA CnefytoLlyo hopmyny

ws(w0) = A0 (S~ ixc, @

rae ws — cofiepxaHue CBMHUA B aHa/IM3npyemMomM pacTeope, MKr/am3,

ivO— cofepxaHue CBUHLA B pacTBOPE KOHTPOJ/IbHOMO OMbITa, MKI/AM3;

AO0— yncneHHoe 3HaueHue curHana (niowab Uiy BbicoTa) /19 aHaIn3mpyemMoro pactsopa uam pacTtso-
pa KOHTpObHOro onbiTa (cM. 9.3.2.2);

A, — yncneHHoe 3HauYeHne curHasna Ans aHanm3npyemoro pactesopa Uam pactsopa KOHTPOJIbHOro onbiTa
nc oAHo fob6asneHune (cMm. 9.3.2.2);

A2 — yncneHHoe 3HauYeHne curHasna /s aHanm3mpyemoro pactsopa uav pactsopa KOHTPO/IbLHOTO OnbiTa
nntoc asa gob6asneHus (cm. 9.3.2.2);

ca— 4YnCNeHHoe 3HayYeHne KOHLeHTpaumm B fobaBneHHoOM cTaHjapTHOM pacTsBope cBuHua (cm. 5.9).
MKr/am3.

10.3.2 PaccunTbiBatloT cofepxaHune cBMHLa B Npobe 4719 aHasm3a W. BbipaXeHHoe B MUAanrpammax Ha
Knnorpamm, ¢ NOMOLLLbIO TOTO e paBeHCTBa, YTo 1 B 10.2.2, HO 3aMeHAA cofepXaHune CBMHLA B pacTBOpe KOH-
TpONbHOTO onbiTa tvO U cofepxaHue CBUHLA B aHaIM3MPYyeMOM pacTBOpe WS Ha 3HayeHus, NoslyvyeHHble
B 10.3.1.

10.4 BbipaxeHue pesynbTatoBs
Pe3ynbtarsl, nosyyeHHsle no 10.2.2 unun 10.3.2. BbipaxatoT C TOYHOCTbLIO 10 BTOPOro 4eCATUYHOTI0 3HakKa.
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11 lMpeun3noHHOCTb

11.1 MexnabopaTopHoe ucnbiTaHne

3HayeHns NOBTOPAEMOCTU 1 BOCNPOU3BOAMMOCTU Gbl/iN BbiBEAEHbI U3 pe3ysibTaTa MexnadbopaTopHbIX
UCMbITaHWI, NPOBEAEHHbIX B cO0TBETCTBMM ¢ ISO 5725-1 n ISO 5725-2. Moapo6HoCcTN MexnabopaTopHoOro
UCMbITAHUA MO ONpefesIeHNIo NPEeLM3NOHHOCTN MeToa NpuBeeHbl B MPUIoKeHU A. 3Ha4YeHUs, NoslyYeHHble
B pe3ynbTaTe UCMbITaHUsA, He MOTYT ObITb MPUMEHMMbI K UHBIM MHTEPBAaNaM KOHLEeHTpauumn u matpuuam, kpome
npuBefeHHbIX.

11.2 MoBTOpPsAEMOCTb

A6CON0THasA pa3HOCTb MeXAY ABYMS OTAE/bHbIMW €AVHUYHBIMU pe3ynbTaTamy U3MEPEHUA, NONyYeH-
HbIMW B pe3yfibTate NnpuMeHeHnAa O4HOro nToroXxe metoaa npu nccnenaoBaHUM NOEHTUYHOIo aHann3npyemoro
matepuana B TOW e nabopaTopum OAHUM U TEM Xe OnepaTopoM C MCMO/Ib30BAHMEM OAHOMO U TOrO Xe
060pyAoBaHns B TeUeHre KOPOTKOro MPOMeXyTka BpeMeHU, He ;0/KHA NPeBbILaTh 3Ha4YeHUs, NpUBeAeHHbIe
B Tabnuue A.1, 6onee yem B 5 % cnyvaes.

11.3 Bocnpon3BoauMOCTb

A6CON0THAs Pa3HOCTb MEXAY ABYMS €ANHUYHBIMU pe3ynbTatamuy 3MePEHWiA, NoTyYEeHHbIMU B pe3y/b-
TaTte NPMMEHEHUs O4HOro 1 TOTr0 Xe MeToAa Npu UCCefoBaHUN UOEHTUYHOro aHaIn3MpyemMoro Matepvana
B pasHblX N1abopaTtopusax C pasUyHbIMK OnepaTtopaMu, UCMO/b3YLWMUMN pa3fMyHoe o6opydoBaHue, He
[O/MKHa NpeBbllWaTh 3Ha4YeHus, npuBeAeHHble B Tabnuue A.1, 6onee yem B 5 % cnyyaes.

12 MpOoTOKOA UCMbITAHWIA

MpoTOoKON MCNbITaHWI AO/KEH CcoAepXaTb cneaylowmne gaHHble:

a) BClo MHGopMaLmnio, HeobxoaMMyto AN NONHOK naeHTnduKaLmm npoobsi;

b) MeTof oT6opa Npob, ecnv OH U3BECTEH;

C) NpUMeEHsieMbIi METOA, NCMbITaHN, BCErAa co CCbINIKOM Ha HACTOALWMI cTaHAapT;

d) nobble 0COBEHHOCTW, He yKa3aHHble B HacCTOsEeM CcTaHfapTe WM paccMmaTpuBaeMble Kak
[0NoSTHUTENbHbIe, a Takke CBeAeHUs 0 6bIX NPOUCLLECTBUAX, KOTOPbIE MOrIM NOBAUATL Ha pe3ynbTat(bl)
ucnbiTaHus;

e) pesynbTat(bl) UCNbITAHWIA WAW. eCnM NpoBOAMNAChH NPOBepka NOBTOPAEMOCTW, OKOHYaTe bHbI
NoNyYeHHbIli pesynbTar.
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MpunoxeHune A
(cnpaBouHoe)

MBxnabopaTopHblie UCNbITAHUA

A.1l OTyeT 06 ncnbiTaHNAX

MexayHapofHble COBMECTHble WCMNblTaHWs, BkAlYalwme AeBATb nabopatopuii, 6b611M NpoBeAeHbl Ha BOCbMU
npo6ax pas/MyHbIX CYXWX MOJIOYHbIX NPOAYKTOB. OAHAKo OTYeTbl NATWM yyacTBylUWMUX nabéopaTtopuii nokasanu, 4To
MMenucb TPYAHOCTM NPW UCMNOb30BAHUM 3TOTO METoAa W YTO ero MeToAmnka He 6blna TOYHO cobnaeHa.

MonyyeHHble pe3ynbTaTbl YeTblpex ocTaBWUXCSH nabopaTopuii, kaxpas W3 KOTOPbIX WCMONb30BaNa MUHepanu-
3auuto noj faBneHMeM B Neyu UM MUKPOBOJTHOBOW Neuun, 6blM NOABEPrHyThl CTATUCTUYECKOMY aHanun3y B COOTBETCTBUU
c ISO 5725-1 n ISO 5725-2 n ganu gaHHble N0 NPEeLU3NOHHOCTU, yYKa3aHHble B Tabnuue A.1l. WcnbiTaHns no Grubbs
n Cochran BbIABUAN, YTO BbIGPOCOB 60/MblIE He GblNo.

Ta6nuua Al — Pe3ynbTaTbl Mexa1abopaTopHbIX UCMbITAHUIA

Twn npogykTa Clﬁkﬂrx‘iel Cyr. A.mkr/kr - CYA. % A mkr/kr - CYHA. %*

A (1/13) Monoko cyxoe cy6AMMauUUOHHOK cywku 1.

nosy4YeHHOe U3 CryLeHHOro CTePUIN30BaH-

HOro monoka 6e3 caxapa 38.7 16.8 18.40 20.9 22.89 26.1
B (2/7) Cyxoe uenbHoe MOM0KO 23.6 58.9 39.34 80.9 54.05 28.1
C (3/10) MnaBneHblii cbip 9.5 72.7 19.55 80,1 21.53 32.2
D (4/11) Cyxaa Mono4yHas CbiIBOPOTKa 16,3 69.9 32.24 127 58.58 29.7
E (5/15) KasewuHart 25.3 49.0 35,08 75.5 54.06 27.8
F (6/12) Monoko cyxoe Cy6AMMaLNOHHOW CywWwKu 2.

nosly4eHHOe U3 CryL,eHHOro CTepPUIN30BaH-

HOro Monoka 6e3 caxapa 19.4 103 56.55 77.3 42.44 29.0
G (8/14) Cblp cy6nMMaLNOHHOW CyLIKN 22.0 36.4 22.66 49.5 30.82 28.4
H (9/16) Cyxoe 06e3XnWpeHHOe MOI0KO 19.6 37.8 20.97 29.6 16.42 28.9

* KoathhMuMeHT BapuaLmum BOCNpoM3BOAMMOCTH Gbil CNPOTHO3MPOBAH N0 ypaBHeHuo Fopeuya.

A.2 3aknwuyeHua n pekoMmeHgauunmn

Pe3ynbTaTbl MCMNbITAHUS NOKA3bIBAKT, YTO faHHble N0 NPEeLU3NOHHOCTI HE COOTBETCTBYIOT OXUAaeMbiM pe3ynbTa-
TaMm. Bocnpou3soanmMocTb TONbKO AN Napbl Npo6 A co 3Ha4YMTeNbHO 60/1ee BbICOKAM COA€PXaHUN CBUHLA NO CPaBHEHUIO
CO BCEMMW OCTaNbHbIMU NPO6GaMun cCorlacyeTcs c NPOrHO3NpyeMbiM 3Ha4YeHeM No ypaBHeHuto FopBuLa. B TO BpeMs Kakaoc-
Npou3BOAMMOCTb ANA NPOo6bLI H MOXeT cuntatbeca npuemaemMoii. [na octaBwuxcs nap npo6 BOCNPOU3BOAUMOCTb NpU6IN-
3UTE/NIbHO B [iBa-TPU pa3a Bbllle NPOrHO3NPpYyeMoil.

Pe3ynbTaThl UCNbITAHUS HE ABNAIOTCS Y/40BAETBOPUTENbHBIMY 1 B LLEIOM KOIMYecTBO nabopaTtopwuii, npeactaBns-
IOWNX faHHble, KOTOPble MOTYT GblTb BK/IOUYEHbl B BanUfaynto, CAUWKOM HU3KOE, NO3TOMY AaHHble NO NPeLn3MoHHOCTH
Henpuemaemsbl. BO3MOXHO, Heyi0B/leTBOPUTE/IbHASA MPELN3NOHHOCTb CBA3AHA C HU3KUMU YPOBHAMY COlEPXaHUS CBUHLA
B npo6ax. ToNbKo ABe Npo6bl Gbl/IN C 3aBbILIEHHbIM COAEPXaHNeM CBUHLA, B TO BpeMS KakK Apyrue nMenn ecTecTBEeHHbI
YPOBEHb 3arpA3HeHns cBUHLOM. C TOUKM 3peHnsa KayecTBa NPOAYKTa OUYeHb HU3KOE CoflepXaHue CBUHL A SBAsSeTCA No3u-
TUBHbIM. C ApYyroli CTOPOHbI, 3TO NogpasymMeBaeT Cepbe3Hylo Npob6nemy Ana aHanNMTUYECKUX nadbopaTopuii.

Ans xnakoro monoka Esponeiickum coto3om (EU) 6610 ycTaHOBNEHO NpeAenbHoe cofepxaHne ceuHua 20 MKI/KT.
[lns cyxoro Monoka v Apyrux Cyxmx MosIo4HbIX NPOAYKTOB OHO COOTBETCTBYET UHTepBanyoT 150 mkr/kr o 200 mkr/kr. Mpe-
flenbHoe coiepxaHune AN cbipa cocTaBnseT NPUGAN3NTENbHO 75 MKI/Kr.

YpPOBHM cOAEpXaHus CBUHLA B Npo6ax AN aHann3a, UCNosib3yeMblX ANS UCMbITAHUS, ObIN TOPa3f0 HUXKE. Y UNTbI-
Basl, YTO NPELU3NOHHOCTb U TOYHOCTb GbINN NpUemMnemMbl AnA Npo6bl A ¢ coaepXaHnem CBUHLLA 0KOM0 35 MKI/KF, MOXHO
npeanonaratb, YTO ANA NPO6 ANA aHaNM3a C CoOAepx)aHueM cBMHLUAa oT 50 mkr/kr fo 100 MKr/kr. MmeToz Mor 6bl faTb 6onee
YAOBNEeTBOPUTE/IbHbIE PE3Y/bTaThl.

MpuHMMas BO BHUMaHWe, YTO onpejesieHne cofepXaHns CBUHLA He ABAsSieTCA MeTOAOM, yCTaHaBNBAKOLWNM 3Ha-
YeHUA. a ABNAETCA OLEHKO KOHLeHTpaLuny YeTKo onpeeneHHOro XMM1M4yeckoro coeuHeHnsa, To B ygyuiem Hanbonee
noAXoAAWNM MOXeT OblTb NOAXOA K PELIEHNI0 3TOW NPo6eMbl C TOUKM 3PEHUSt KpUTEPMEB. YUNTbIBASA OMbIT, C MOMOLLbIO
ONUCaHHOro MeTo/fa MOXHO MNONYUYNTb NPELMN3NOHHbIE N TOUHbIe pe3ynbTaThl A48 CofepXaHuii cenHua 6onee 40 MKI/Kr B
CyXoM BeliecTBe.
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MpunoxeHue B
(cnpaBo4HoOE)

MMPUMEHNMOCTb CYXOro 030/1IeHUA B Ka4eCTBO cnocob6a MUHepannsaunmn

Tonbko ogHa M3 na6opaTtopuii, yH4acTBYOLUX B MEXNA60paTOPHOM UCNbITAHUM, NCNONb30BaNa Cyxoe 030/IeHNMeE.
K coxaneHuto, aTa na6opaTtopus He cobnogana TOYHO YCTAHOB/IEHHYIO MeTOAMKY, NOCKO/IbKY 030/1€HNe NMPOoBOAWNIOCH
npu temnepatype (700 + 50)BC BMeCTO yCTaHOB/IEHHON MakcuMmanbHoli TemnepaTypbl 550 °C. MonyyeHHblii B pe3ynbTarte
030/1€HUS NPOAYKT Takxe akcTparuposancsa APDC B I/IBK. KOTOpOro HeT B MeToAuKe. TeM He MeHee pesynbTaTbl 3TOW
naéopaTopun CTaTUCTUYECKU HE OT/INYADTCSA OT PE3yNbTaToB YeTbipex nabopaTopuii, NPUMEHSIO LW UX TEXHUKY MUHEepanu-
3alun BUCNbITATENbHOM cOCy/ie ANA Pa3/iOXEHUS, N BNOSIHE COBNajaloT c pe3ynbTatamMmu Tpex nabopatopuii, npumeHsto-
wux TexHuky ICP-MS un ot6opa TBepabix Nnpo6 GFAAS (cm. Tabnuyy B.1).

Ta6nuuya B.1— CpaBHeHUe CpefHUX pe3y/ibTaToB, NOJYYEHHbIX C MOMOLLbI0 3TOr0 MeTofa (MCnbliTaTeNbHbI cocyq
ANS pas3fioxeHus), c pesynbtatamMu nabopaTopuii, MCNONb3YyOLWNX TEXHUKY 0OT6opa TBepAbix Npo6 GFAAS n ICP-MS (B), n
cyxoe o3oneHue npu 700 °C (C)

Mpo6a Twn npogykTa A cpegHee, bikr/xr B cpegHee, HM/kr - C cpefiHee, MKI/KT

A (1/13) Monoko cyxoe cy6aMMaLMOHHO cywkn 1. nony-

YeHHOe N3 CryL,eHHOro CTEPUIN30BAHHOIO MO-

noka 6e3 caxapa 38.7 33.6 29.8
B (2/7) Cyxoe uenbHoe MOI0KO 23,6 10.1 6.0
C (3/10) MnaBneHbln cbip 9.5 5.8 7.2
O (4/11) Cyxasi MOJIOYHas CbiIBOpPOTKa 16.3 6.1 0
E (5/15) KaseuHat 25.3 19.3 21.2
F (6/12) Monoko cyxoe cy6MMaLMOHHOW CyLKX 2. nony-

YeHHOe N3 CryL,eHHOro CTEPUIN30BaAHHOIO MO-

noka 6es caxapa 19.4 135 11.6
G (8/14) Cblp Cy61MMaLMOHHOW CyLKN 22.0 15.2 15.7
H (9/16) Cyxoe 06e3XUpeHHoe MOI0KO 19.6 8.8 6.3

OpgHa u3 nabopartopuii npegcTaBuia faHHble 06 UCNbITAHWW NOJIYYEHHbIX NPU CYXOM 030/IEHUWM NPOAYKTOB, Mpu
06paboTKe KOTOPbIX HEBO3MOXHO NONYYNTb XOPOLINE pe3yNibTaTbl 13-3a 04€Hb BbICOKOTO (DOHOBOTO MOF/IOLWEHUS, KOTOpPOe
npu6op He MOr KOMNeHcMpoBaTb. CepHas KMCN0Ta, UCNONb30BAHHASA A8 YCKOPEHUSA CYXOro 030/1€HUSA. MOXET Bbl3biBaTb
Takue BbICOKMe hOHOBbIe CUTHaMbl. ONbIT NOKa3san, YTo B C/lyyae UCNONb30BaHNA 60ee cTapbiX TUNOB rpadMToBbIX Neyei
C OTHOCUTENbHO 60NbWNUMMN rpatPUTOBLIMY TPyGKaMK He 6bII0 Npo6aeM ¢ KOMNeHcauuneli hoHa A4NA NPOAYKTOB 030/1EHNS
aToro Tuna ((6)), HO B cny4Yae Npu MCNOJSIb30BAHUN HOBbLIX NPUBOPOB CO 3HAYUTENbHO MEHbW UMK TPadTOBLIMM TpyOGKaMmn
3TV Npo6aemMbl MOTYT BO3HUKHYTb.

OCHOBbIBaACb Ha 3TUX BbIBOAAX, BbI3biBa€T COMHEHUS HEO6XOAMMOCTb UCNONb30BAHNA CEPHOW KUCNOTbI, NOCKONb-
Ky OCHOBHasi LeNb ee NCnofb30BaHUA 3akavaeTca B NpeAoTBpalleHn NnoTepb CBUHLA NPU ncnapeHun. B pesynbtate
NOSIYy4YEHHOTO ONnbliTa U AOMNONHUTENbHOW MHOpPMaLUn 13 nabopatopuit 6bi10 06HApYXeHo, YTo fob6aBneHne cepHoW
KMUCNOTbl He ABNSeTCHs Heo6X0AMMbIM ANA NpeAoTBpaLLeHUsa Takux noTepb, eCAu 030/1eHMe NPOBOAUTCA NpWU Nnporpam-
MUpOBaHWKU TemMnepaTypbl C MakCMManbHOW TemnepaTypoli o3oneHus ot 500 “C go 550 “C ((5)).

CepbesHble NOTepu CBUHLA NPONCXOAAT B TOM C/lyyae, ec/iv Nnpo6a noYTU He COAEPXMNT HEOPTraHNYeCcknx BeL ecTs,
4YTO NPUBOAUT KOYEHb MANOMy KOSIMYECTBY OCTATOUYHOW 30/bl. KpOMe TOro, Npn 030/1€HUN UCKNIOYUTENBHO MAOro KONu-
yecTBa CTaH4apTHOrO pacTBopa, BbIX04 NOJydYaeTcs OYeHb HU3KMM. DTO nNpeanosaraeT, 4TO HeopraHuyeckas marpuua
OKpy)XaeT CBUHeL N NpeAoTBpalLaeT TakuM o6pa3omM ero ucnapeHune. OAHaKko 601blas YacTb MOMOKA U MOIOYHbIX NPOAYK-
ToB o6pasyeT 3HaYMTe/IbHOE KONIMYEeCTBO 30/1bl B pe3y/ibTaTe COAepXalnXca B HUX HeOPraHM4yecknx BeLecTs.

Cyxoe 030/1€H1e ABNAETCA OTHOCUTENbHO NPOCTbIM U HETPYA0EMKUM METOA0M, NO3BONSAOWNM NPOBOANTL MUHEPA-
NN3aunio HeCKOMbKNX NP06 04HOBPEMEHHO. B 3aBMCUMOCTN OT pa3amMepa MydenibHON Neyn 3T0 KOIMYECTBO MOXET MEHATb-
caoT 10 go 50 npo6. Taknum o6pa3om, akCnepTbl PEKOMEHAYIOT HE UCKNOYATb 3TOT a/lbTEPHATUBHbI MeTOf 030/1€HUA U3
AaHHOro ctTaHgapTa. Mo3ToMy 3TOT BapuaHT BK/IOUYEH, HO CyYeToM npuMeyanuna (cm. 9.1.1). koTopoe He npejycmaTpusBaeT
pob6aBneHne cCepHOn KUCNOTHI.
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CBefleHNsi 0 COOTBETCTBUMN CChIJIOUHbIX MEXAYHAPOAHbLIX CTAHAAPTOB
MEeXrocyfapCTBEHHbIM CTaHAapTam

Ta6nunya JAL

O603Ha4YeHne CCbINOYHOro CreneHb O603HauYeHVe 1 HarMeHoBaHue
MexXayHapofHOro cTaHgapTa COOTBETCTBUSA COOTBETCTBYIOLLETO MEXIOCYyapCTBEHHOrO CTaHdapTa
ISO 648:2008 - *

ISO 1042:1998 —
1ISO 3696:1987 —
ISO 6732:1985 —

+ COOTBETCTBYIOW NI MEXrOCYAapCTBEHHbIA cTaHgapT oTcyTcTByeT. B Poccuiickoii ®epepauun peiicteyet

FOCT 29169—91 (MCO 648— 77) «Mocypa nabopatopHas cTeknaHHasa. MuneTkn ¢ O4HON OTMETKOW».

** COOTBETCTBYIOL NI MEXIOCyAapCTBEHHbIN cTaHA4AapPT OTCYTCTBYET. [0 ero yTBepXAeHUs PEKOMEHAYETCS UCMOofb-

30BaTh NepeBO/ Ha PyCCKNil A3bIK AaHHOTO MeXAYHapoaHOro cTaHAapTa. MNepeBos faHHOTO MexXAyHapoAHOro ctaHjap-
Ta HaxoauTcs B ®efepasbHOM MHDOPMALMOHHOM (DOHAE TEXHUYECKUX PernamMeHTOB U CTaHAAPTOB.

«** COOTBETCTBYWLW NI MEXrocyaapCTBEHHbII cTaHfapT oTcyTcTByeT. B Poccuiickoli ®epgepauumn peilicteyer

FOCT P NCO 52501—2005 (MCO 3696:1987) «Bopa gna nabopaTtopHoro aHanusa. TeXHUYeCKNe YCNOBUA».
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Bubnuorpadus

ISO 707:20084' Milk and milk products — Guidance on sampling
(M0ONoKO 1 MONOYHbIE NPOAYKTbI. PYKOBOACTBO N0 0T60pYy Npo6)

ISO 5725-1:1994 Accuracy (trueness and precision) of measurement methods and results — Part 1: General
principles and definitions
(TouHOCTb (NPaBUNBLHOCTb M MPELN3NOHHOCTb) METOA0B U pe3yNbTaToB U3MepeHuii. Hactb 1.
O6uWune NpuHLMNLI U onpeaenexHuns)

ISO 5725-2.1994 Accuracy (trueness and precision) of measurement methods and results — Part 2: Basic
method for the determination of repeatability and reproducibility of a standard measurement
method
(To4yHOCTb (MPaBWILHOCTb U NPELUM3NOHHOCTb) METOA0B M pe3ynbTaToB U3MepeHuii. YacTb 2.
OCHOBHOIl MeTo/ onpejenieHns NOBTOPAEMOCTU N BOCNPOU3BOANMOCTM CTAHAAPTHOTO MeToAa
n3MepeHuns)

Ellen. G. and Van Loon. J. W. Determination of cadmium and lead in foods by graphite furnace atomic absorption
spectrometry with Zeeman background correction: Test with certified reference materials. Food Add. Contam.. 7.
1990. pp. 265—273

(OnpepeneHne KkagMua U CBMHLA B NULLEBLIX NPOAYKTax CNEKTPOMETPUUECKUM METOA0M aTOMHOR abcopbunm ¢
npuMeHeHneMm rpadMToBO NeyYn n NOArOTOBKOW NO-3€E€MOHOBCKM C BHECEHWEM MONpPaBOK)

Koops. J.. Klomp. H. and Westerbeek, D. The cadmium and lead contents of Dutch milk. Companson of the results
obtained by Zeeman-corrected, stabilized-temperature platform furnace atomic absorption spectroscopy and
differentlal-putse anodic-stripping voltammetry. A reassessment. Neth. Milk Dairy J.. 42, 1988. pp. 99— 110
(CopepxaHue KaamMunsa N CBUHLA B MOJIOKe, NONyYeHHOM B FonnaHaun. CpaBHeHue pe3ynbTaToB, NOSYUYEHHbIX C
OTKOPPEKTUPOBAHHO’ MOATOTOBKOW NO-3€€MOHOBCKM. OCHOBAHHO Ha CNEKTPOMEeTPNYEeCKOM MeTofe aTOMHOI ab-
copbuun C NpUMeHeHNeM yCcTolunBO-TeMnepaTypHoOi neun u auddepeHLMpoBaHHOl PasHOCTN CHATLIX UMAY/b-
coB BoNbTMeTpa. MepeoueHka)

Ellen. G. and Tibbesma. G. Neth. Milk and Dairy J.. 30. 1976. pp. 174— 185

(Monoko n Nnpon3BOACTBO Macna)

4>Ananor IDF 50.
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KnioueBble cnoBa: MO/OYHbIE NPOAYKTbI, COAEPXaHNe CBMHLA, Npoba, Cyxoe 030/1eHne. cnekTpomeTpuyec-
Knii MeTog aToMHo abcopbuuu, rpachmnToBas neyb
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