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MpeanucnoBue

Llenn, 0CHOBHbIE MPUHLMMBLI U OCHOBHOIM NOPSAOK NPOBEAEHUS paboT MO MEXroCyaapCTBEHHOMN CTaH-
aaptusaumm yctaHoeneHsl B FOCT 1.0—2015 «MexrocygapcTBeHHas cuctema craHgaprusaumn. OCHOBHbIE
nonoxeHus» u MOCT 1.2—2015 «MexrocyaapcrBeHHas cuctema ctaHgaptusauun. CtaHaapTbl Mexrocyaap-
CTBEHHbIE, MPaBUMa M PEKOMEHZaLMM N0 MEXTOCYAapCTBEHHOM cTaHaapTu3auuu. MNpasuna paspaboTku, npu-
HATKSA, 0BHOBNEHNUA U OTMEHbI»

CBegeHuA O cTaHaapre

1 NOArOTOBNEH $enepanbHbiM rocyaapCTBEHHbIM OIOIKETHLIM HayYHbIM yupexaeHnem «deaepanbHblit
UCCIenoBaTenbCkUIM LEHTP NUTaHus n BuotexHonoruuy (ProHY «PULL nutaHusa n GUOTEXHONOTMM») HA OCHOBE COB-
CTBEHHOrO NepeBoAa Ha PYCCKUIA A3bIK aHIMOA3LIMHON BEPCUM MEXAYHAPOAHOr0 CTaHA4apPTa, YKa3aHHOro B NyHKTe 5

2 BHECEH depepanbHbiM areHTCTBOM MO TEXHUYECKOMY PErynMpoBaHuiO U METPONOrun

3 NPUHAT MexrocyaapCTBeHHbIM COBETOM NO CTaHZapTu3auuu, METPONOrMn u ceptudukalmmn (npo-
Tokon ot 30 mas 2018 r. Ne 109-IM)

3a NpuHATUE NPOroNocoBanu:;

KpaTKoe HauMeHoBaHWe CTpaHbl KOJJ, cTpaHbl Nno MK COKpaLL]eHHOE HanMeHoBaHWe HaluWoHanbHOro opraHa
no MK (UCO 3166) 004—97 (MCO 3166) 004—97 no ctaHAapTUsauum
Benapycb BY locctaHaapT Pecnybnvkv Benapych
Kuprusus KG KblprelactaHgapT
MongoBsa MD MHCTUTYT cTaHgapTu3auun Mongosebl
Poccus RU Pocctangapt
Y3bekucraH uz YacTaHaapT

4 TMpukaszoMm PegepanbHOro areHTCTBa No TEXHMYECKOMY PErynupoBaHuIoO U METPONOruK oT 22 aBrycra
2018 r. Ne 515-cT mexxrocygapcTBeHHbIi ctanaapT MNOCT I1ISO 20649—2018 seeaeH B 4eNCTBUE B Ka4yecTBe
HaLMoHanbHOro craHaapra Poccuiickon Pegepaumm ¢ 1 ceHTsadps 2019 T.

5 Hacrosilwumi ctanHgapT MaeHTuydeH mexxayHapogHomy ctanpapty I1ISO 20649/IDF 235:2015 «Cmecu
aflanTupoBaHHble AN UCKYCCTBEHHOIO BCKAPMIMBaHUA AETEN PAHHEr0 BO3pacTa U CMECH AnNsi SHTEPArbHOIO
nuTaHus B3pocnbix. OnpeaeneHue cogepxaHusi Xxpoma, ceneHa u monubaeHa. Macc-cnekTpomMeTpust C UHAYK-
TUMBHO cBsidaHHoW nna3mol (ICP-MS)» [«Infant formula and adult nutritionals — Determination of chromium,
selenium and molybdenum — Inductively coupled plasma mass spectrometry (ICP-MS)», IDT].

Me>xxayHapoaHbii cTraHaapt paspaboraH TexHu4eckuM KOMUTETOM Mo craHaaptusauum ISO/TC 34
«lMnLwesble NPOAYKTLI», NOAKOMUTETOM SC 5 «MOMOKO M MOMNOYHBLIE NPOAYKTLI» M MeXXayHapoaHO MOMOYHON
deaepaumen (IDF) B cotpyaHnuectse ¢ AOAC INTERNATIONAL

6 BBEJEH BIEPBbIE

Ungopmayus 06 usMeHeHUsIX K HacmosaweMy cmaHoapmy nybrnukyemcs e exe200HOM uHgopmayu-
OHHOM yKa3amerie «HauyuorarnbHble cmaHOapmbi», @ MmeKcm U3MeHeHuUll U rnornpasoKk — 6 eXXeMeCI4YHOM UH-
¢hopMayUoHHOM yKasamerne «HauyuoHanbHble cmaHO0apmbl». B criydae nepecmompa (3aMeHbl) Uiiu OmmMeHb!
Hacmoswe20 cma+Héapma coomeemcmeyiowiee yeedomreHue 6yodem orybruKo8aHO 8 eXeMECSYHOM UHGOpP-
MayUuoHHOM yKa3amerne «HayuonanbHbie cmaHdapmeiy. Coomeemcemeyrowast uHgopmMmayus, yeedomrieHue u
meKcmbl pasmewalomest makxke e UHOoPMayuoHHOU cucmeme obuie2o rosib30eaHusi — Ha oghuyuarnbHOM
calime ®edeparnbHO20 azeHmcmea 1Mo MEXHUYECKOMY Pe2ysiupoeaHulo u Memposioauu 8 cemu VIHmepHem
(www.gost.ru)

© IS0, 2015 — Bce npaBa coxpaHsiloTca
© CraHpaptuHdopm, opopmnenue, 2018

B Poccuinckon deaepaumm HaCToAWMIA CTAHAAPT HE MOXKET ObITb NOMHOCTBLIO MM YACTUYHO BOCMPOU3-
BeAEH, TUPAXXMPOBAH U PaCNPOCTPAHEH B KAYeCTBe ohuLmManLHOro usgauus 6e3 paspelueHus deaepanbHOro
areHTCTBa NO TEXHUYECKOMY PEryNMpPOBAHMIO U METPOSIOTUU
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M E XT OCUYAAPG CTHBETHTHUBbB # C TAHAOAPT

CMECU ABANTUPOBAHHBIE ANA UICKYCCTBEHHOIO BCKAPMJIMBAHUA OETEN
PAHHEIO BO3PACTA U CMECU ANA SHTEPANbHOIO NNTAHUA B3POCHbIX

OnpeperneHue cogepxaHusa XpomMa, cefieHa u monubaeHa.
Macc-cnekrpoMeTpuUsi C MHAYKTMBHO CBA3aHHOM nna3mon (ICP-MS)

Infant formula and adult nutritionals.
Determination of chromium, selenium and molybdenum. Inductively coupled plasma mass spectrometry (ICP-MS)

Dara BBepeHua — 2019—09—01

NPEAYNPEXAEHUE — lMpumeHeHUe HACTOSIEro CTaHAapTa MOXeT BKIMOYaTb UCNOMb30OBa-
HUe BewecTs, OGOPYAOBAHMA U OCYyleCTBIIeHUe MaHUNYNALUUWA, ONAaCHbIX ANA XU3HU. HacToawmnn
CTaHAapT He NpeaycMaTPUBaAET pacCMOTPEHUA BCex Npobnem 6e30nacHOCTU, CBA3AHHbLIX C €ro nNpu-
MeHeHueM. OTBETCTBEHHOCTb 3a COGMIoAeHNe TEXHUKM 6e30nacHOCTU U OXpPaHbl 340POBbS, a Tak-
Xe yCcTaHOBNeHue COOTBETCTBYHOLIUX OrPaHUYEHUN MO NMPUMEHEHUIO HaCcToAWero cTaHgapTa HeceT
nonb3oBaTenb.

1 O6nacTb NnpuMeHeHus

HacToAwumin ctaHgapT ycraHaBnNMBaeT METO/, KONTMMECTBEHHOTO onpeaeneHus Xxpoma, ceneHa u Monmob-
fleHa B CMecsixX ANns AETCKOro MUTaHMA U B3POCIbIX C NPUMEHEHMEM MACC-CMEKTPOMETPUN C MHAYKTUBHO CBA-
3aHHon nnasmon (ICP-MS).

2 CywHocTb MeToaa

AHanusmpyemyto npoby HarpesatoT ¢ a30THOW KMCMOTOW B MMKPOBOSTHOBOW CUCTEME ANA MUHEpanu3a-
uum npoBbl B 3aKpbITOM KoHTenHepe npu 200 °C. AHanu3upyeMblii pacTBOP, COAEMKALLUIA MUHEPaNU30BaH-
Hyl0 npoBy, unu ero COOTBETCTBYIOLLEE pa3BeeHMe BHOCST B MacC-CNEKTPOMETP C MHAYKTUBHO CBA3AHHOM
nnasmoi (MCM-MC), npeasaputenbHO 0TKanMBpPOBaHHbI NOAKUCNEHHLIMU CTaHAAPTHBIMU KanMBpPOBOYHbLIMU
pactesopamu. MoHusupytowmin 6ydep (kanuiHbiin) NpuMeHseTea Ans MUHUMU3aUun 9PdEKTOB Nerko MOHU3K-
pyeMbIX arnemMeHToB (E/ES), meTaHon aobasnsieTcs Ana HopManusauum CoaepXKaHus yrnepoaa, a repmaHui
1 TENNYP UCNOMb3YIOTCA B KAYECTBE BHYTPEHHUX CTAHAAPTOB. [lonyckaeTcs COBMECTHOE NPOBeAEeHUe aHanu-
308 Cr/Mo/Se ¢ 0gHOBpeMEHHLIM onpeaeneHneM nboro nnu scex crneayowmx anemeHTos: Na, K, P, Mg, Ca,
Fe, Zn, Cu, Mn. UoHusupytowmii 6ycbep He aobasnsieTca, ecnu KanubpoBOUHbIE CTaHAAPTLI YKe cogepxar
Na, K, Mg w/unu Ca [1].

3 PeakTuBbl 1 maTepuarbl

Bo Bpems npoBeaeHusa aHanusa, eCnm He ykasaHo MHOe, UCMONb3YIOTCA TONbKO peareHTbl NPU3HaHHOW
CTeneHn YNCTOTbI U AUCTUNNAMPOBAHHAA UM AEMOHU3MPOBaHHAsA BOAA UM BOAA 9KBMBANEHTHOW YMCTOTbI.

3.1 Boga ouunwieHHas, 18 MOwm/cm.

3.2 Kucnora aszoTtHas koHueHTpupoBaHHas (HNO), 65—70 %, Ans aHanusa crnesjos MeTansnos.

3.3 Nepexkuncob Bogopoaa (H,0,), 30 %, x. u.

3.4 MetaHon, uucrora = 99,99 %, ocobo uncTbiii ansa nogbopa MaTpuubl.

M3paHue ocpuumanbHoe
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3.5 PacTBOp Kanus B a3OTHOW KUCFIOTe, C MacCoBOIi KOHLIEHTpaLwmeit p = 10 000 mr/am® ana noaGopa
MarpuLibl.

PactBop kanua MOXeT ObITb 3aMEHEeH MHOTO3MEeMEHTHbIMU CTaHAAPTaMu, KOTOpbIE coaepXar Kanuu,
npu ycnosuu, 410 0o AHOBPEMEHHO onpeaensaioTca Takke Apyrue OCHOBHbIE 9JIEMEHTbI.

3.6 CtranpgapTHble 06pasubl

3.6.1 MHOroaneMeHTHbIN CTaHAAPTHbLIA pacTBop*, coaepxawmin Cr, Mo, Se, B a30THOM kucnore,
Por = 2 MI/AMS, pyyo = 2 M/AMS U pge = 1 MI/AMS UNKM SKBUBANEHTHBIA.

3.6.2 MHOroaneMeHTHbIW CTaHAAPTHLIA PAacTBOP™, coaepxalmi Ge, Te, B a30THOWM KUCNOTE, pg, = 5 mr/am3
W pre = 5 MI/AMS UNK SKBUBANEHTHBIN.

3.6.3 CtaHaapTHbI 3TanoHHbIN 0bpasey*™ unu apyroi NOAXOASLLUMI CTaHAAPTHbIA 3TanoOHHLIN obpa-
3el, CNy>aLuuii B kKa4eCTBe KOHTPONS ANA 3TOro aHanusa.

3.7 NMpuroroeneHue cTangapTHbIX PacCTBOPOB

FOTOBAT NPOMEXYTOUHbIE paboune pacTBOPbI U3 CTAHAAPTHBLIX PACTBOPOB C KOHLEHTpaumen 40 Hr/cm3
ans Cru Mo u 20 Hr/cm3 ans Se ¢ MCromnb30BaHMEM MEPHBIX MUMETOK ANs NPUFOTOBNEHNSA CTAHAAPTOB (CM. 6.6).
B03MOXHO ncnonb3oBaHme 6a30BOr0 CTaHAAPTHOIO PacTBOpa CMECU 3NEMEHTOB B a30THOW kucnote. Motosar
TPU MHOTO3NIEMEHTHBIX PabouKx CTaHAapTHbIX pacTBopa, coaepxaimx 0,8; 4,0 u 20 Hr/cm® Cru Mo 1 0,4; 2,0
1 10 ur/cm® Se, a TaKke PacTBOP CPABHEHUS, C BHYTPEHHUMM CTaHAapTamu Ge u Te ¢ KoHUeHTpaumeii 50 Hr/cm3,
B HNO5. Pacteop Ge 1cnornb3yeTcs B ka4ecTse BHYTPEHHEro cTaHaapra anst Cr u Mo, a pactsop Te ucnone-
3yetca ang Se.

4 ObopypnoBaHue u naboparopHas nocyaa

4.1 Cucrtema npo6oNoAroToBKM MUKPOBOMHOBAsA. MCnonb3yloT roTOBYIO MUKPOBOSTHOBYIO CUCTEMY NPO-
60noAroTOBKM, NpPegHasHa4YeHHy0 AnsA nabopaTtopHOro UCnonb3oBaHuA npu Temneparype ot 0 go 300 °C ¢
rEPMETUYHO 3aKPbIBAOLMMUCA KOHTEMHEepamu U perynupyemon Temneparypou. Moabupaior KOHTEWHepbI
AN pasnoxeHus npob, koTopble OyAyT BblAEPKMBATL MAKCUMANbHO BO3MOXHOE AaBreHUe, TaKk Kak npoobl,
a TaKxe kapboHaTbl, MOTyT CnocobCTBOBATL 3HAYMTENLHOMY YBENUYEHUIO AABNEHUS BO BpEMA MUHepanu3sa-
uumn. CUCTeMy NOAKMIYAIOT K BbITSXKHOW BEHTUNALMKU B COOTBETCTBUU C PEKOMEHAALMAMN NPON3BOAUTENSA.

NMPEQOCTEPEXEHME — Bo BpeMAa paboTbli MMKPOBOJIHOBOW CUCTEMbl NPOGONOAroTOBKN ro-
PAYUI PacTBOP KMCIIOTbI HAXOAUTCA Noj AaBrieHueM. Mcnonb3yinte COOTBETCTBYIOWYIO 3alUTY ANA
nuua v naéopartopHyro ogexay.

4.2 ACIM-MC. Macc-cnekTpoMeTp ¢ MHAYKTUBHO cBsA3aHHo nnasmon (UCI Macc-cnekTpoMeTp) ¢ a4en-
KaMu coygapeHusi U MCTOYHMKOM BOAOPOAA U renus.

4.3 PasnuyHas nnactukosas naboparopHas nocyaa u nunetku. OaHopa3soBble NNacTUKOBbIE NPOGUPKU/
npo6upkn AnA aBToceEMNnepa ANA XpaHeHUs1 pacTBOPOB NPoO, MepHble NUNETKM Knacca A AnA npurotoene-
HWS CTaHAPTOB, J03aTOP NepPeMEeHHOro o6bema Ha 1000 Mm3 unu dukcupoBaHHoro obbema Ha 500 mm3 ans
Jo6aBneHns BHYTPEHHUX CTaHAAPTOB, OTKanuOpoBaHHbIE HA UCTONb3YEeMbI 0OLEM.

4.4 Becbl na6opartopHbie. LieHa nenenus 0,0001 r.

5 MpoBeaeHue UcnbITaHUsA

5.1 NoaroroBka NpoSbl

MoToBAT 06pasLpbl CMeceil pasBeaeHueM okono 25 r obpasua B 200 cM3 TEnnoi OUMLLIEHHON BOAbI
(60 °C). Haeecky 1,8 r BOCCTaHOBNEHHOIO UCNbITYEMOFO pacTBOpa NEPEHOCAT B KOHTEMHEP AN pa3NoXeHus
npo6. Takas HaBecka npeacrasnser coboi 0,2 r ncxoaHoro obpasua cmecu. 0,2 r atanoHHoro o6pasua
SRM 1849a otBeLwumBaloT HENOCPEACTBEHHO B KOHTENHEp Ans pasnoxeHus npob. XXuakme npobbl MOryT ObiTh
NPUrOTOBNEHBI MYTEM B3ATUA TOYHOW HABECKM NPUONM3UTEnbHO 1 I aHanusupyemMoro obpasiua HenocpeaCcTBEHHO

* Hanpumep High-Purity™ Standards — nogxogswuii ctaHgapT, JOCTYNHbIA Ha KoMMepyeckoil ocHoBe. UHdop-
Mauua npepocTaensaeTca Ans yaobcTea nonb3oBaTenel HaCTOSALLEro cTaHAapTa U He SIBMSAETCA peknaMoil HasBaHHOro
npoaykta. MoryT 6bITb UCNONL30BaHLI CTaHAAPTLl 3KBMBANEHTHOIO KayecTsa, €CfIM MOXHO NokasaTbk, YTO OHW NMPUBOAST
K TakUM Xe pesynsratam.

** CTangapTHblil 3TanoHHbI obpasel; SRM 1849a 3 HauuoHansHOro MHCTUTYTa cTaHgapToB U TexHonoruid (NIST).
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B KOHTEWHEp ANsi pasnoxeHus npob nocne nepemelumBaHus. [ins npoBeaeHUsi peKOMEHAYEMOro OAHOCTa-
JNIHOTO pa3snoXeHusi Npob (ABe CTaaum Mo nporpaMMe MUKPOBOIHOBOW neun) AoBaensior 0,5 cm3 5000 Hr/cm3
pacrBopa BHYTpeHHero craHaapra Ge u Te npu NOMOLUM [03aTOpa, OTKANMOPOBAHHOIO HA UCMONb3yeMbI
06beMm, ans obecneyeHusi no MeHbLuein mepe 0,8 % TouHOCTU. UTOObLI MakcUMarnbHO UCMONbL30BaTh NPeUMy-
LLIECTBO BHYTPEHHEro CTaHA4apTa U TEM CaMbiM NOBLICUTbL HAAEXKHOCTL 3TOI0 METOAA, He cneayeT A00aBnNATbL
BHYTPEHHUE CTaHAAPTLI B peXXMMe OHNANH B XoAe aHanu3a. B koHTelHep ans pa3noxeHusi npob goGasnaot
5 cm® HNO; ana aHanusa cneaos MeTannos, a 3atem 2 cm3 H,0,. KoHTenHepsl Ans pasnoxexus npob 3a-
ne4yaTblBalOT B COOTBETCTBUM C UHCTPYKLUSIMM NMPOU3BOAUTENS U MOMELLAIOT UX B MUKPOBOSTHOBYIO CUCTEMY
npo6onoaroToBkW. TemnepaTypy NOBLILLAIOT JIMHEHO — OT TeMnepaTypbl OKpyXatoLei cpeabl o 180 °C B
TeyeHne 20 MMH U nNoajepXuBaloT ee B TedeHue 20 MuH Ha atane 1. Ha atane 2 MUKpOBONMHOBasA cuUCTeMa
npo60onoAroTOBKM aBTOMATUYECKU NEPEXOAUT B TeMNepaTypHbii pexxum 200 °C yepes 20 MUH 1 noaaepXxuBa-
€T ero B Te4eHune 20 MuH (cm. Tabnuuy 1).

Tabnuya 1— MNapameTpbl paboTel MUKPOBOMHOBOI CUCTEMbI MPO6ONOArOTOBKM

Ne n/n HawmeHoBaHue atana Ycrnosus

3tan 1 — Pa3snoxeHue npobbl

1 MouyHocTb 100 % (1600 BT)
2 JIHeAHbIR HarpeB 20 muH
3 Bpems yaepxusaHus 20 MuH
4 Temnepatypa 180 °C
5 OxnaxgeHue 20 MuH

Otan 2 — PasnoxeHue npobbl

1 MowHocTb 100 % (1600 Br)
2 JIWHeiHbI HarpeB 20 MuH
3 Bpems yaepxuBaHus 20 mMuH
4 Temnepatypa 200 °C
5 OxnaxpaeHue 20 MUH

[Ans MUKPOBONHOBLIX CUCTEM NPOOONOATOTOBKM B€3 ABYXCTYNEHUYATON NporpamMmbl U Tam, rae 3to 6onee
yA06HO, UCNOMBL3YIOT ABYXCTyNeHYaToe pasnoxenue npob. flobasnsior 0,5 cm3 5000 Hr/cm3 pacTeopa BHY-
TpeHHero craHaapra Ge u Te (Npu nomoLuy oTkanMBpPOBaHHOIO 103aTOPa, KaK yKa3aHo BbiLle) 1 5 cm3 HNO4
ANA aHanusa cnenos MetTannoB. BHyTpeHHue cTtaHaapTbl B X04€ aHanu3a B peXkuMe OHMaiH He A06aBmnsIoT.
Temnepatypy NOBLILIAIOT OT KOMHATHOW A0 200 °C B TeyeHue 20 MMH C COOTBETCTBYIOLLIMMU MOAENN MUKPO-
BOJTHOBOM NE€YM HACTPOMKaMU MOLLHOCTU U YUCIIOM KOHTEWHHEpoB. OXnaxaaloT KOHTENHEpPbl B COOTBETCTBUU
C MHCTPYKUMAMW npou3dsoauTens, npubnuautensHo 20 MuH. MeaneHHO OTKPBLIBAIOT KOHTEWHEpPbI, BbiMycKas
KOPWUYHEBLIE rasbl ABYOKUCH a30Ta.

NPEAOCTEPEXXEHUE — BeHTUnsALmMs [OMMKHA NPOBOAUTLCA B BLITSDKHOM wKady, Tak kak NO,
OYeHb TOKCUYEH.

No6aensior 1 cm3 H,O, 1 NOBTOPHO MUHEPAnU3yloT NPOOy NyTEM USMEHEHUA TeMnepaTypbl OT KOM-
HaTHoW Ao 180 °C B TeueHue 15 MuH. Temnepatypy ycraHaBnuealoT Ha ypoeHe 180 °C u BbiAepXUBAIOT B
TeyeHune 15 MuH, 3aTem oxnaxaator B TedeHne 20 MUH A0 KOMHATHOM (25 °C).

5.2 MNpuroroBneHune UCNbITyeMOro pacTeopa

No6asnsaoT npubnuantensHo 20 cMS OUULLIGHHON BOALI K COAEPXUMOMY KOHTEHepa G MOArOTOBMEH-
HbIMKM NPoBGamMn N NEpPeHOCST B NPOBMPKY Ans 06pasLOB BMECTUMOCTLIO 50 cM3. ONonackuBaloT KOHTEHEep
W NEpPeHOCAT MPOMbIBHLIE BOALI B Npobupky. 0,5 cM3 MeTaHona A06aBnaloOT B NPoGUpPKY Ansi 06pasLos
pa36asnaoT a0 50 cM3 ounLieHHON BogoiA. MeTaHon MOXET BbiTh 406aBNEH HENOCPEACTBEHHO B NPoby B
konuyectee 1 % no obbemy.
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5.3 MpoBeneHne nusmepeHun

B Tabnuue 2 npuBeaeHsl napaMmetpbl paboTel Nnpubopa B xoae aHanu3a. [MpoBoasaT aHanu3s TeCToBbIX
pacreopoB ¢ ucnonb3osaHueMm UCIT MC-cnekTtpomeTtpa, CTaHAapTU3OBAHHOIO C NPUMEHEHNEM YKa3aHHbIX
CTaHAapTHLIX pacTBOPOB. Ge UCNOMNb3YeTCsl Kak BHYTPEHHUM cTaHaapt ana Cr u Mo (nnasmoobpasytowui
ras — renui), a Te ucnons3yercs ansa Se (nnasmoobpasylowmii ra3 — soaopoa).

Pexum paboTbl C NPMMEHEHMEM BOAOPOAA B Ka4yecTBe Nnasmoobpa3sylowero ra3a pekomeHayercs
Ana onpeaeneHus HU3KUX YPOBHENW Se B CMeCAX ANS AETCKOro NUTaHusA, U B 3aBUCUMOCTU OT Moaenu
npubopa MOXeT 0Ka3aTbCsl HEBO3MOXHBIM NErko NepekniovaTbCa Mexay pexumamu renua u sogopoaa.
B atom cny4yae cneayior MHCTPYKUMSIM npoussogutens npubopa Ans nepexoga OT renueBoro pexuma K
BOAIOPOAHOMY M aHanu3upytotr Se otgensHo oT Cr u Mo. Cnegyer npoBepuTb B OTAENbHbLIX IKCNEPUMEH-
Tax, 4YTto npeaen konuyecreeHHoro onpeaenenua (MKO) ana Se HaxoauTca Ha ypoBHe unu Hwxke 10 Hr/r
npy MCNONb30BaHMMN anbTEPHATUBHOIO ra3a coyaapeHusi/peakumMoHHoro rasa. lNMpoeogar aHanu3 paboumx
CTaHAapTHbIX pacTBOpoB Cr u Mo ¢ koHUeHTpauueii 4 Hr/cm3 n Se ¢ KoHLeHTpaumeii 2 Hr/cm® unu gpyro-
ro NOAXOASILLEro pacTeopa Ans KOHTPONs kavyecTBa C MHTepBanom yepes 10 kaxabix NpoaHanM3npoBaH-
HbIX Npo6 ANs KOHTPONSA 3a U3MEHEHUEM MOKa3aHuii Nnpubopa U NMMHENHOCTLIO. Pe3ynbTaT AomkeH ObiTb
B npeaenax 4 % OT HOMWHANbLHOM KOHUEHTpauuu ctaHgaprta. O6a3aTenbHO NPOBOAAT: aHanu3 nposbl
6e3 oOpasua (NpoBOAAT aHanu3, Kak u B criydae obblvHOro obpasuya, U ero usmMepeHHasa KOHUEeHTpauusa
AOMmkHa ObITb MEHee MONOBUHbI HAMMEHbLLEN KOHLEHTpauMu kanubpoBOYHOrO CTaHAapTHOIO pacTeopa),
NOBTOPHbLIA aHanu3 OAHOro U Toro e obpasuya [oTHocuTenbHas npoueHTHasa pasHuua (RPD) < B npeae-
nax 10 % ansa Cr, 7 % ana Se u 5 % ana Mo], aHanus U3BeCTHbIX CTaHAApPTHLIX 06pa3sLoB, CnyXxawmx B
Ka4yeCTBe KOHTPOSbHbIX 06pa3LoB (MpOBEPKA HA U3BNEKAEMOCTb B PaMKax KOHTPONbHbIX Npeaenos). Ecnu
Kakme-nmbo U3 9TUX NPOBEPOK KOHTPONS KAYECTBA HE BbIMONHAIOTCA, Pe3ynsTaThl A0MKHLI CUNTATLCA He-
AencTBUTeNbHbIMU. MOpaA0OK aHanu3a AOMmKeH ObiTb CneayloWmuM: aHanu3 CTaHAapTHbIX KanmdpoBOYHbIX
pacTBOpOB, 3aTeM CreAyloT NPOMbIBKA, aHanu3 npobbl 6e3 o6pasua, aHanu3 ctaHaapTHoro obpasua, KoH-
TponbHoro obpasua, aHanMaupyemoi npobbl, NOBTOPHLIA aHanu3 nNpobbl (a0 10 Nnpob) u B 3aknioyeHne
aHanu3 ctaHgapTHoro otpasua.

Tabnuya 2—MapameTpsl paboTsl MCI Macc-cnekTpomeTpa

TunuyHble yenosua paboTbl npubopa
BY-moLHocTs, BT 1600
BY-HanpsikeHue, B 1,8
my6uHa obpasya, MM 9
HanpspkeHne nepBol NWMH3LI (3KCTpakTopa), B 0
Pacxop rasa-HocuTens, ,D,M3/MI/IH 0,9
Pacxof, BCrOMOraTeNnbHoro rasa, gmM3/MuH 0,2
Pacnbinutens CTeKNAHHbIA KOHLEeHTpU4eckuin?
TemnepaTypa pacnbinuTensHon kamepel, °C 2
WHTepdeiicHble KOHYyCHI Ni
Pacxopn He B sueitke, cM3/MuH 45
Pacxog H, B sdeiike, cM3/MUH 42
CkopocTb paboThl Hacoca-pacnbInuTens, ¢~ 0,1 (= 0,5 cM3/MuH)
AHanuUT/BHYTPEHHWIA CTaHAapT/pexuM rasa 52¢r, 95Mo/72Ge B pexume He
785¢/130Te B pexume H,

a Hanpumep, «MicroMist». 3To npuMep NoAXoAALIEro NPOAYKTa, AOCTYNHOMO HAa KOMMEpPYeCKoH ocHoBe. UHbop-
Mauusa npeaocTaBnseTca Ans yao6cTBa nonb3oBaTteseil HacToALWero ctaHaapTa U He ABNAETCA peKnamou HasBaHHOro
npoaykTa. MoryT ucnonb3oBaTbCsl 9KBUBASNIEHTHbIE NPOAYKTHI, €CAN OHU MO3BOMAIOT NONYyYaTh CXOAHbLIE pe3yneraThl.
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6 Pacuethbl

KoathuumeHTbl OTKNMKa aHanuTa no OTHOLLEHMWIO K BHYTPEHHEMY CTaHAApTy U3MEPSIOT NpU aHanuse
MHOTFO3fIEMEHTHbIX pabounx CTaHAAPTHLIX PacTBOPOB (CM. 3.7), a HAaKMNOH KanMbpOBOYHON KPUMBOW K nepece-
YeHue aBTOMaTUYECKN BbIYUCAAIOT NPOrpaMmMHbIM 0B6ecneyeHnem ¢ UCNob30BaHUNEM HEB3BELLEHHOTO NIMHEN-
HOro perpeccMOHHOrO aHanu3a MeTo40M HauMEHbLUMX KBaApaToB, YTOOLI NONY4YUTb Hanbonee NoAXOAsILLYIO
nmMHuto. 3aTeM B pacTBopax 06pa3LoB M3MEPSAIOT OTHOLUEHNUS OTKIIMKA aHanuTa K BHYTPEeHHeMYy CTaHaapTy, U
pacyETHYIO0 KOHLEHTPAaLMIO aHanuTUYEeCKoro pacTeopa YMHOXAT Ha COOTBETCTBYIOLLMIA KOSDMPULNEHT pas-
6aBneHus, YToObl NONYYUTb KOHEYHYIO KOHLEHTPALMIO aHanuTa B NPOAYKTE.

7 KOHTpoOsb KayecTBa pe3ysibTaTroB U3MEPEHUN

7.1 lluHeiHOCTL

Bce kanmbpoBOYHbIe KPpUBLIE CTPOSAT C UCMOMNb30BAHMEM HEB3BELLUEHHOTO SIMHEIHOro PErpecCUOHHOI0
aHanu3a no MeToAy HaMMEeHbLUMX KBaAPaTOB U ANS KaXAO0W KannbpoBOYHON KPUBOW PaCCUUTLIBAKOT 3HaYe-
HUs1 KoadhbmumeHTa koppensauun (r). Kaxayto kanmbpoBOUYHYIO KPUBYIO CTPOSIT C UCMONMb30BAHUEM YETbIPEX
MHOTO3MIEMEHTHbIX CTaHAAPTHbLIX PACTBOPOB, BKIMKOYAsS KOHTPONbHbIA CTAHAAPTHLIA pacTBop. CneayeT oTMe-
TWUTb, YTO BCE KOHLIEHTpaUMM aHanuta B Nnpobax HaxoAsiTCsA B IMHEMHOM Anana3oHe KanubpoBOYHOW KPUBOW
¥ BblLLE YCTAHOBMEHHOMO HUXHETO npeaena fMMHEnHOCTH.

7.2 Npepen konuyecTBeHHOro onpeaeneHus (MKO)

MKO — 910 HaMmeHbLLasa KOHUEHTpauusa aHanuTta B npobe, kKoTopas MOXeET ObITk HAZIEXHO OnpeaeneHa
npubopoM. 3HaveHne MKO 0BObLIMHO onpeaensaeTca NyTEM YMHOXEHUA CPEQHEr0 CTaHA4ApPTHOTO OTKMOHEHUS
(CO) pesynbratoB aHanu3oB 10 MMHEpPanM30BaHHbLIX NYCTbIX 06pa3UoB Ha kO3hduUUMeHT 10, a MHCTPYMEH-
TanbHbli NMKO paccuntbiBaeTCA NyTeM YMHOXEHUA UHCTpyMeHTanbHoro MO (npeaena obHapyxeHus) Ha 3
(cM. cebinky [2]). OgHako B 9TOM METOAE MONe3HbIn unu npaktnyeckuin NKO onpeaensaioT Kak HUXXHee NMHeR-
HOe npeaenbHOe 3HaYeHUe KanubpoBOYHONW KPMBOM, MOCKONbKY TOYHOCThE M MPELMU3NOHHOCTb U3MEPEHUIi 00-
Pa3sLIOB HUXE 3TOr0 3Ha4YeHus Obinu Obl HeonpeaeneHHbiMu. MoyTn BCe 060ralleHHbIE MUHEPanaMu NULLEBbIE
NpoAyKTbl MOTYT ObITb MPUrOTOBMEHBI C KO3 MLUMEHTOM pa3baeneHusi, Tak uto Cr, Se u Mo Byayt npucyt-
CTBOBAaTb B aHaNMTUYECKOM pPacTBOpE C KOHUeHTpauuen soiwe MKO.

7.3 NoaG6op maTpuLbl C METAHOJIOM

Hannuune yrnepoga (opraHM4eckux COeAUHEHUN) B aHanMTUYECKUX pacTBOpax BbI3bIBAET YCUMEHUE
curHana Se npu aHanu3e ¢ nomowbio NCIM-MC (cm. cebinkm [3], [4], [5]). Ansa onpeaeneHna onTuMansHON
KOHLUEHTpaLuu mMmeTaHona (MCTOYHMKA yrnepoaa), HeobxoaAMMoro Ans KOMMeHcauun ycuneHus curHana Se,
pa3nuyHble KOHLEHTpauMm meTaHona AobaBnsiioT Kak K KanubpoBOUHbIM CTaHAAPTHLIM pacTBOpaM, Tak U K
MUHEpanu3oBaHHbIM 0Opasuam.

7.4 3 dekTbl Nerko NOHU3IUPyembix anemeHToB (EIES)

MHorue nuweBble NPOAYKTbI COAepKaT 3HaYMTENbHbIE YPOBHU EIES, Takux kak Ca, Na, K u Mg. Noatomy
Ans onpeaeneHns Kaknux-nmbo n3MeHeHUn KOHUEHTPaLUMin aHanuToB Oblnn NpoaHanM3npoBaHbl KOHTPOMbHbIE
pacTBOpPbI U pacTBopbI, coaepxatume 4 Hr/cm3 Crn Mo u 2 Hr/cm3 Se, kak ¢ EIES, Tak u 6e3 HuX.

7.5 CneunnYHOCTDb

CneundUYHOCTL METOAA 3aKMI0YAETCHA B €10 CMIOCOBHOCTU TOYHO U3MEPSITL aHanuUT B MPUCYTCTBUMN ApY-
rMX KOMMNOHEHTOB B Marpuue obpasua, KOTopble€ MOTYT BbI3biBaTb CNEKTPankHbIE NOMexu. YTobbl NpoaEeMOH-
CTpUpPOBAaTh CNeLUMPUUHOCTb METOAA, KOHTPOIIbHbLIE PACTBOPLI 6€3 NpeABapUTENbHON MUHEpanu3auun Obinu
JONOMNMHEHbl MHOTO3MEMEHTHBIMU PAaCTBOPaMM C KOHLEHTpauusMu B Npobax, KOTOPbIE ABNSAIOTCA penpe3eH-
TaTUBHLIMKW ANSA NULLEBLIX NPOAYKTOB B crny4vae ICP-MS aHanusa. cnonb3yloT CTaHA4aPTHLIM PEXUM C Npu-
MEeHeHMeM B kadecTse nnasmoobpasytoLero rasa H, — ana Se n He — ana Cru Mo.

7.6 TOYHOCTb

TOYHOCTbL AEMOHCTPUPYIOT NyTEM aHanu3a Tpex CTaHAapTHbIX 3TanoOHHbIX mMatepuanos (SRM), nony-
YeHHbIX u3 NIST, B TedeHne AByX pasHbIX AHEN, U3MepeHusa creneHn naenedeHnsa B 10 npoaykrax nutaHms
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B TEYEHUE TPEex pasHblX AHEN U CpaBHEHUS pedynbraTtos Ans 10 NpoAYKTOB NUTAHUSA, MONYYEHHbIX 3TUM METO-
A0M, C pesynbratamu, NOMyYEHHbIMU APYrMMU BANUAUPOBAHHLIMW METOAAMU — aTOMHON 3MUCCUOHHOW Cnek-
TPOCKOMWUEN C MHAYKTUBHO cBsidaHHON nnasmon (MCIM-A3C) (/CP-AES) n aToMHO-(hNlyOPECLIEHTHOW CMEKTPO-
meTpumn (APC) (AFS). [loGaBky aHanUTOB NPOBOAAT Ha ypoBHe OT 50 40 200 % OT KOHUEHTpaUuUK aHanuta B
KaXqoM NpOAyKTe.

7.7 NMpeyn3sMoHHOCTb

3HayeHns OTHOCUTENBHOIO CTaHAAPTHOMO OTKNOHEHUsA (RSD) B Te4eHue AHA U B pa3Hble AHWU onpeaens-
10T NYTEM aHanM3a HeCKONMbKUX MULLEBLIX NPOAYKTOB U ABYX BHYTPUNAO0PaTOPHbIX KOHTPOSIbHbLIX 06Pa3LoB.
Mpeun3nMoHHOCTL B TEYEHUE AHA ONPEAensioT nyTeM aHanu3a obpasLuoB B [ABYX MOBTOPHOCTAX B KaKablii
[€Hb, a NPEUNU3NOHHOCTb B Pa3HbIe AHM U3MEPSIOT C UCMONb30BAHMEM CPEAHUX PE3YNbLTATOB NMOBTOPHLIX 06-
pasuoB, aHanM3npyembiX Kaxablii AeHb B TedeHne 10 pasHbIX AHEN.

7.8 YCTOMYMBOCTb U pOGACTHOCTb

Ona onpegeneHnsa ycTon4yMBOCTM MeToa NabopaTopHbIe KOHTPONbHbLIE 06pas3Lbl aHanu3MpoBanu Aea
aHanuTuka B TeveHne 10 gHen. Kpome Toro, obpasey SRM 1849, nony4yeHHbii us NIST, 6bin npoaHanuau-
pOBaH B TPEX NOBTOPHOCTAX C Pa3nUYHOW Maccoi HaBeckn obpasua u ¢ pasnuYHbIMU BHYTPEHHUMM CTaH-
aapramu.

7.9 Bocnpon3sBoaMmocCTb

Bocemb nabopatopuit npegocTtaBunm MexxnabopaTopHbIi MPOTOKON UCMbITAHUA AaHHOTO METOAAa Ha
cemn npobax, NnpeacTaBneHHbIX Kak crenbie NOBTOPHOCTU (Bcero 14 obpasuoB u KOHTponb SRM 1849a, ko-
TOpbIV OblN N3BECTEH). BbINM NpeacTaBneHbl YETbIPE CTPaHbl U NATb Mogenen /CP-MS OT Tpex OCHOBHbIX MO-
cTaBLYMKOB. Pe3ynbrarthl nokasanu cpegHee RSDR 9,3 % ana Cr, 5,3 % ana Mo 1 6,5 % ana Se, co cpegHum
3HayeHnem koadpuymnerta Xopeutua 0,35 mexay BcemMu TpeEMsi aHanuTamu n obpasamu.
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Mpunoxexuue A
(cnpaBoyHoe)

JaHHbIe NO NPEeLM3NOHHOCTHN

JanHble, npuseaeHHbie B Tabnuue A.1, O6binu nonyyeHsl B MexnabopatopHOM UccneaoBaHuu U ony-
6nukosaHbl B 2015 roay [6] B cooTBeTCTBUM C [7] M rapMOHU3UpPOBaHHBLIM NpoTokonom AOAC-IUPAC ans co-
BMECTHbIX NCCNEA0BATENbLCKUX NPOLEAYP C LIENbIO OLIEHKN TOYHbIX XapakTepucTuk metoga aHanusa [8]. Me-
TOA NPOAEMOHCTPUPOBAN OTNMYHYIO MPOU3BOAUTENLHOCTH B BOCbMU NabopaTopusx, Ha CeMU NOBTOPHOCTSAX
Asyx o6pasuos 1 NATU pa3nuuHbix mogensax UCI macc-cnekTpomeTpoB. HOMUHANbLHO B STOM UCCIEeA0BaHUM
y4yacTBOBanu BoCEMb naboparopui, XoTsl ANnsi HEKOTOPbIX AaHANUTOB C HEKOTOPLIMU MATPULIAMU MOXET ObITh
MeHee BOCbMU Pe3ynbTaTtoB M3-3a UCKIIOYEHUS PE3KO OTKMOHALWUXCA 3HaveHun (Cr npoaHanusnMposanu Ha
Tpex marpuuax cemb nadopartopuii, Mo npoaHanuampoBanu Ha Byx Matpuuax cemb naboparopwii, a Se npo-
aHanu3upoBsanu Bce BoCeMb naboparopuii, npeaoCTaBuB MO KpalHelh Mepe OauH napannenbHbili pesynesrar
AN BCexX MatpuLy).

Bonee noapobHyl0 MHGOPMaLUIO O NPOBEPKE METOAA MOXHO HAWTKU Ha cTpaHuue hitp://standards.iso.
org/iso/20649.

Ta6nuya A1— [daHHble N0 NPEeLM3NOHHOCTH, NOfyYeHHLIE s XpoMa, MonubaeHa u ceneHa

Mpo6ah 12 2b 3¢ 4d 5e 6 79 CpeaHee

Xpom (MKO = 20 Hr/r)

CpeaHuin peaynerar (Hr/r) 16 48 140 130 30 24 <<20
MOBTOPSEMOCTL OTHOCUTENBHOrO CTaHAapT-

Horo oTkrnoHeHusa, RSDr, % 3,4 47 21 7,0 55 3,8 <[IKO 4.4
Bocnpou3BogrMOCTb OTHOCUTENBHOTO CTaH-

JapTHoro oTKNoHeHus, RSDR, % 12,1 71 5,8 8,1 9,2 13,4 | <MNKO 9,3
3HaveHue koapduLneHTa Xopsutua 0,57 0,39 0,27 0,37 0,48 0,67 | <MNKO 0,46

MonunbaeH (IMKO = 20 Hr/r)

CpenHuit pesynbrar (Hr/r) 33 63 190 150 30 18 20

[TOBTOPSAEMOCTb OTHOCUTENBHOIrO CTaHAapT-
Horo oTkrnoHeHus, RSDr, % 1,0 1,6 1,2 1,0 3,3 1,7 3,3 1,9

Bocnpon3eognMocTb OTHOCUTENBHOMO CTaH-
dapTHoro oTkNnoHeHus, RSDR, % 7,9 3,1 3,8 3,0 46 7,9 6,7 53

3HaveHue koapduLmneHTa XopsutLa 0,42 0,18 0,19 0,14 0,24 0,38 0,33 0,27

CeneH (MKO =10 Hr/r)

CpegHuin peaynerar (Hr/r) 24 30 133 93 24 23 27

[MoBTOPSEMOCTE OTHOCUTENBHOMO CTaHAapT-
Horo oTKMNoHeHusa, RSDr, % 6,1 59 47 2,3 3,8 6,4 2,4 4.5

BocnponseognMocTb OTHOCUTENBLHOMO CTaH-
JapTHoro oTknoHeHus, RSDR, % 6,1 772 50 8,1 7,3 9,3 2,5 6,5



http://www.mosexp.ru

FOCT ISO 20649—2018

OkoHYaHue mabnuupe! A. 1

Mpo6ah

1a

ob

30

4d

56

ef

79

CpegHee

3HayeHne KoadhduLmeHTa XopeuTtua

0,31

0,37

0,23

0,36

0,37

0,46

0,13

0,32

2 MonouHbIi 6enok Anst B3pocrbIX.

b Cmeck CyxXada AnA B3pOoCnbIX, HU3KOXUpoOBad.

¢ Cmecb ANA B3POCHbIX, BEICOKOXUPpOBadA, rotoBas K yI'IOTp66J'IEHVIl'O.
d Cmecbk ans B3pOChbIX, BbICOKO6EJ'IKOBaFI, roToBasn K yn0Tpe6neH|/|ro.

© Cyxas geTckasi CMecb.
f CMecb amuHokUCTOT ANst AeTeil.
9 Cyxas geTtckas MonoyHas CMecb.

h KoHueHTpaLmn B 06pasliax yKkasaHsl Ha MPOAYKT, FOTOBLIA K ynoTpebrneruto (25 r nopoluka, passeneHHoro B 200 cm3

BOAbl).
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YK 613.22:664:543.544.5.068.7:006.354 MKC 67.050 IDT
67.120

KntoueBble croBa: Macc-CnekTPOMETpUs C UHAYKTUBHO CBSI3aHHOM nnasmoii, MCIM-MC, xpom, ceneH, Monmo-
J€eH, CMeCH aZanTUpOBaHHbIE ANsi UCKYCCTBEHHOIO BCKApMMMBaHUS AEeTel paHHero so3pacra, cmecu Ans
3HTEPanbLHOro NUTaHUS B3POCIbIX
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