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V]IK 05.11.15
CTAHJAPTHBIE OBPA3LBI 1JI51 METO/1IOB
C THAYKTHUBHO-CBSI3AHHOM IIVIA3BMOM (UCII-CO),
PA3BPABOTAHHBIE BO ®I'YII «<BHUN®TPN»

T.II. Cron6oymknna, A.A. CtaxeeB

QOI'YIl «k BHUUDTPH», Menoeneeso, Mockosckas ooa.
mera@vniiftri.ru

s memponozuuecko2o obecneuenus: 8blCOKOMOYHbIX MEMOo008 € UHOYKMUBHO CEA3AHHOU
nrasmou 6o Bcepoccutickom HAYYHO-UCCAEO08AMENbCKOM UHCIMUMYme (QU3UKO-MeXHUYeCKUX U
paduomexnuueckux usmeperuii (BHUUDPTPHU) paspabomansl yemvipe muna cmaHoOapmuvix o0-
pasyos cocmasa 6001020 pacmeopa memannog (MCII-CO). [Jonycmumvie ammecmogantvle 3Ha-
YeHUss MACCco8olU 00U dNemenma (Maccosou konyenmpayuu) 8 pazpabomannvix UCII-CO sapvu-
pyiomes om 800 0o 1200 me/ke (om 800 0o 1200 m2/om®). Paspabomannvie HCII-CO mozym
ObIMb UCNONB306AHBL 011 0DECNeYeHUss MEMPONOSUYECKOU NPOCIEHCUBACMOCU USMEPEHUL HeoD-
2aHUYECKUX KOMNOHEHMO8 6 G0O0HbIX pacmeopax 00 10ocyoapcmeenHozo nepeuyHo2o SmaioHd
OUHUY MACCOBOU QOMU U MACCOBOU (MONSAPHOL) KOHYEHMPAYUU HEOPSAHUYECKUX KOMNOHEHNO8
6 BOOHBIX PACMBOPAX HA OCHOBE 2PABUMEMPUYECKO20 U CheKmpanbHblx memooos I OT 217-2018.

Kniouesvie cnoea: macc-cnexmpomempusi ¢ UHOYKMUBHO CEA3AHHOU NAA3MOU, ONMUKO-
IMUCCUOHHASL CNEKMPOCKONUS C UHOYKMUBHO CBA3AHHOU NAA3MOU, BOOHbIU PACMBOpP, CINAHOAP M-
Hblll 00paszey, ananu3 600bl, HEOP2AHUYECKUL KOMIOHEHM, CUHeY, JUMUL, KOOAIbm, KaoMull.

REFERENCE MATERIALS FOR METHODS
WITH INDUCTIVELY COUPLED PLASMA (ISP-SO),

DEVELOPED IN FSUE “VNIIFTRI”
T.P. Stolboushkina, A.A. Staheev

FSUE “VNIIFTRI”, Mendeleevo, Moscow region
mera@vniiftri.ru

For the metrological support of high-precision methods with inductively coupled plasma at the
Russian metrological institute of technical physics and radio engineering (VNIIFTRI) four types of
reference materials of the composition of an aqueous solution of metals (ISP-SO) have been de-
veloped.

Allowed certified values of the mass fraction of the element (mass concentration) in the devel-
oped ICP-SO vary from 800 to 1200 mg/kg (from 800 to 1200 mg/dm?). The developed ICP-SO
can be used to ensure metrological traceability of measurements of inorganic components in
aqueous solutions to the State primary standard of units of mass fraction and mass (molar) con-
centration of inorganic components in aqueous solutions based on the gravimetric and spectral
methods of GET 217-2018.

Key words: mass spectrometry with inductively coupled plasma, optical emission spectroscopy
with inductively coupled plasma, aqueous solution, reference material, water analysis, inorganic
component, lead, lithium, cobalt, cadmium.
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Beenenune

OnHO# M3 BaXXHENIINX 337a4 HAYKU U IIPOMBIIIJIEHHOCTH SIBJISIETCS COBEPILIECH-
CTBOBAHME U3MEPECHUIA, TPOBOAUMBIX B 00JACTH XUMHUU. DTO OMPEACIISICTCS JOTH-
KOM M TeMIaMH Pa3BUTHS OOILIECTBA U TEXHOJIOTUH. B COBpeMEHHBIX YCIOBHSIX
TEXHHYECKOTO IMpOorpecca ¢ KaXIbIM T'OJJOM CTAaHOBHUTCS BCE 0oJiee aKTyaIbHBIM
BOITPOC KOHTPOJISI KAYECTBA PA3JIMYHBIX BEIIECTB U MaTEPUAIIOB.

B nacrosiiee Bpemsi 11 KAUECTBEHHOTO U KOJIMYECTBEHHOTO aHAIM3a XHUMH-
YECKOI'0 COCTaBa BEIIECTB U MAaTEPUAIIOB OJHUMHU U3 CaAMbIX PacHpOCTPaHEHHBIX
SBJISIFOTCS METOJIbl MAacCC-CIEKTPOMETPUHM C HHIYKTUBHO CBSI3AHHOW IIa3MOM
(UCII-MC) 1 OnTUKO-DMHCCUOHHOW CIEKTPOCKONUU C WHIYKTHBHO CBSI3aHHOU
mwiasmoit (MCII-OOC). Jlns ocyliecTBICHUS XUMUYECKOTO aHaliu3a METOAAMU
HUCTI-MC u UCII-O3C Heo0X0oauMO 3HAaHHME TOYHOTO BHUAA TPaTyWPOBOYHOU
¢dbyakuun. O4eBUIHO, YTO JJI OCYIIECTBICHUS IPAIyUPOBKA HEOOXOIUM, TIPEXK/IC
BCero, Habop oOpa3IOB C YCTaHOBJICHHBIMH METPOJOTUYECKUMH XapaKTePUCTHU-
Kamu. B cBs3U ¢ 3TUM, HaIEKHBIE U3MEPEHUS 3aBUCAT OT HAIMYUS ONPEACTEHHBIX
CTaHJApPTHBIX OOPA3IOB, MPOCIEKUBAEMBIX 1O TOCYAAPCTBEHHBIX MEPBHUYHBIX
ATAJIOHOB.

B nmanHoil pabore mpencTaBiIeHbl PE3yNbTaThl pa3paOOTKH YETHIPEX THUIIOB
NCTI-CO, ux ocnoHbie ocodbennoctu u ommuusa. UCII-CO, pa3paboTaHHbie BO
BHUUDTPU, sBastoTCs BaXKHEHIIUM 3BEHOM B LIEH MPOCIICKUBAEMOCTH H3MeE-
penuii 10 ['ocynapcTBEHHOro MEPBUYHOTO 3TaJOHA EIUHUIl MAacCCOBOM IO M
MaccoBOH (MOJISIPHON) KOHIIEHTPAIIUH HEOPTAaHUYECKUX KOMIIOHEHTOB B BOJHBIX
pacTBopax Ha OCHOBE TPaBUMETPUYECKOTO M CHEKTpalbHbIX MeToa0B ['DT 217-
2018.

1. Martepuajibl 1 MeTOBI

B xone mpenBapuTENbHBIX SKCIEPUMEHTOB UIS KaKIOTO THUIA CTaHIAPTHOTO
oOpa3ua noadupancs UCXOAHbIN MaTepuai. [[is OleHKH YMCTOThl MCXOJHOTO Ma-
tepuana 6su1 BeIOpan meton «100% MuHyc cymma npumecein». MaccoByro 105110
ocHoBHOro komrnoHenta (W) paccuutsiBanu no ypasHenuto (1):

W =100%—> "w; — %, (1)
i i

r7ie W — MaccoBasi JIOJIsI U3MEPEHHBIX MMPUMECHBIX A1eMeHTOB, %; LOD — mpe-

Jient OOHapyXeHHUs HeOOHAPY EHHBIX TPUMECHBIX JIEMEHTOB, Y.

B kadectBe pacTBOpuTENel ObLTM BHIOpaHbl a30THAS KUCIOTAa U JIEMOHU30BaH-
Hasi BOJa, KOTOpbIe 00s3aTeNbHO IOJBEPraioTCs IPEIBApPUTEIBHON OYHCTKE.
A3zotrHas kucimota HNOj3 ounmaercss myTéM OBOWHON TeperoHKH 0e3 KUIICHWS,
OYHUCTKA BOJBI MTPOBOJUTCS Ha CIEMUATILHOW MHOTOCTYIEHYAaTOW CUCTEME BOJO-
noArotoBkU. [IpuMecHsIi cocTaB pacTBoputeseil (a30THasi KMCIOTa U JIEMOHU3H-
poBaHHas Boja) onienuBaercs Ha [ DT 217-2018.
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OCHOBHO# 1IETBIO TIPU pa3pabOTKe CTAaHAAPTHOTO O00Opa3Iia SIBJIAETCS OIpeje-
JICHUE €ro METPOJIOTMYECKUX XapaKTEPUCTUK (MAacCOBOM JIOJIM U MAacCOBOM KOH-
LIEHTPAIlM HEOPTaHMYECKOTO KOMIIOHEHTA), BKJIOUasl OTPEIIHOCTh U HEOIpee-
NEHHOCTh aTTECTOBAaHHBIX 3HaYeHUI. MacCOBYIO JOJI0 aTTECTyeMOro KOMIIOHEH-
Ta (Am) B UCII-CO onenuBaiu 1o ypaBHeHuo (2):

An:(ﬂl'ml“‘(’)z'mz ’ )
m +m,
r7ie ®;, ®; — MAaccoBas J0Jis aTTECTYeMOIro KOMIIOHEHTa B UCXOJHOM MaTepualie
U pacTBOPUTENIE COOTBETCTBEHHO; M;, M, — Macca HaBECKH MCXOIHOr0 MaTepua-
J1a ¥ paCTBOPUTENSI COOTBETCTBEHHO.
MaccoByro KoHIIeHTpaluio arrectyemoro kommnonenta (A,) B UCII-CO ore-
HUBAJIU 110 ypaBHEHHUIO (3):

Av=An-p ©)
rae An — maccoBas noiis arrectryemoro kommnonentra B MCII-CO; p — miot-
HocTh MaTepuaina UCII-CO.

Mertponornueckue xapakrepuctuku HCII-CO oueHuBaniu B COOTBETCTBUU
c PMI" 93-2015 T'ocynmapcTBeHHass cuctemMa oOecredeHus eIUHCTBAa U3MEPEHU.
OrneHrBaHUE METPOJIOTHUECKUX XaPAKTEPUCTUK CTaHAApTHBIX 00pasuoB u [OCT
ISO Guide 35-2015 Cranpmaptasie 00pasubl. OOIIHe U CTAaTHCTUYECKHUE PUHITH-
bl CepTU(UKAIIH (ATTECTALINN).

Cocrapnsromuye HeonpeaeIéHHOCTH U3MEPEHUI Ui TPaBUMETPUUYECKOTO MPH-
roroBienus matepuana VCII-CO mnpexacraBieHsl Ha puc. | B Buie auarpammbl
«IIPUYHUHA — CJIEJICTBUEN.

Macca HeXOTHOTO UHCTOTa HCXOAHOMO Uierora
MaTepHana
MaTepHana (comm) P PAaCTBOPHTEN A
Onpenenexne
Hozpeusnocite % OBHAPYHOEHHBIE TITOTHOCTH
USMEPEHUR MACCH npunecy 5
Honpaera wa HeoGHapyxcennse ;
Ebl MATKUSAIOULI0 CUTY npuvecu
£0301xa 2 ) q ( ! )
Hozpawrocmy ; V.
USMEPERUR MACCH
Honpasxa na
Ebl MAIKUSAIOULIO CUTY
gosdyxa Crat
Macca Maccopas IOMA CBHHIA  OHOPOAHOCTE TaOUNBHOCTE
pacreopa B HCXOJIHOM MaTepHalle TIpH XPaHeHHH

Puc. 1. [lnarpamma «pH4nuHa — CIEIACTBHE JUIS COCTABIIIOIINX HEONPEAEIEHHOCTH
rpaBumerprueckoro npurotosierns UCII-CO

2. Pe3yJabTaThl M 00CYyKICHUA

JIOCTOBEPHOCTh aTTECTOBAHHOIO 3HAYEHUS MACCOBOM JIOJU AaTTECTyEMOIO
KomroHeHTa B pa3pabotanHoMm MCII-CO Oblna moaTBepKAeHa ABYMS HE3aBHCH-
MBIMM METOJIaMH, BKJIIOYas pacy€THO-DKCIEPUMEHTAIbHBIA METOJ TpaBUMETpHU-
YECKOr0 TPUTOTOBJIEHMSI M METOJ HM3MEPEHUN MacCOBOM JOJM KOMIIOHEHTA Ha
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I'DT 217-2018. Pe3ynbraTsl H3MEpEHHiA, TIOTYYECHHBIE C UCIOIb30BaHUEM 000UX
BBIILICYKA3aHHBIX METOJIOB, XOPOILIO COIJIACYIOTCS B Mpe/eiax CBOMX Heolpese-
nénnocreil. ArrecroBaHHoe 3HaueHue MCII-CO npuHATO paBHBIM 3HAYEHHUIO,
HOJy4YEeHHOMY IO PAaCYETHO-3KCIIEPUMEHTAIbHOMY METOAY I'PaBUMETPUYECKOrO
npurorosiieHus. Metponoruueckue xapakrepuctuku HCII-CO mnpuBenensl

B TaOnuie 1.

Tabnuna 1
Mertponoruueckue xapakrepuctuku UCIT-CO npousBoacrea BHUMOTPU
omyckaemoe
I'panunmi Homy
3HaYeHHe
AOMyCKaeMBbIX N
. |0oTHOCMTeJbHOM
HNuTepBan 3HAYEHMI .
.. | pacmiupenHnou
ATTecTyemMasi | AONMYCKAaeMbIX |OTHOCUTEIbHOI .
HaumenoBanue HeonpeaeaeéH-
XapaKTEPUCTHKA ATTECTOBAHHBIX| NMOTPENIHOCTH
N HOCTH aTTeCTO-
3HAYeHMiHl |aTTeCTOBAHHOIO
BAHHOI'0 3HAYe-
3Havenus CO A
(P = 0,95), % nust CO (k= 2;
e P =0,95), %
CrannapTHbIi
oOpa3elr coctaBa
BOJIHOT'O PacTBO-
pa IuTus
(MCII-CO Li)
CrangapTHbIN
obpaserr cocTaBa
BOJIHOT'O PacTBO- | MaccoBas J1ons,
pa xKobanbTa MT/KT
HCII-CO Co
( v) 800 — 1200 +0,5 0,5
CrangapTHBIN MaccoBas
obpaselr cocTaBa | KOHLEHTPALUs,
BOJTHOT'O PacTBO- Mr/ oM’
pa xaamus
(MCII-CO Cd)
CrangapTHbIN
obpaser cocTaBa
BOJIHOT'O PacTBO-
pa cBUHIIA
(MCII-CO Pb)

Paspaborannpie MCII-CO MOXHO CMeno NPUMEHATh [UIsl TpajiyHpOBKU

CPEe/CTB U3MEPEHUN C MHIYKTUBHO CBSI3aHHOM IJIa3MOM, MOCKOJIBKY MX pa3padboT-
Ka IPOBOAMIIACH ¢ YYETOM crnerupuieckux TpeOoBaHMM AaHHBIX MeTonoB. Ilo-
MHMO BCETO MPOYET0, OMHUM U3 OCHOBHBIX npeumyniects UCII-CO sBasercs To,
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YTO, KPOME aTTECTOBAHHOTO 3HAYECHMSI MACCOBOM KOHIIEHTPALIMM KOMIIOHEHTA, Y
HCII-CO arrecToBaHO 3HAYE€HHWE MACCOBOW JI0JM KOMIIOHEHTA. XapaKTepUCTHKA
MacCOBOM JI0JIM KOMIIOHEHTa B pacTBOPE MO3BOJISIET UCIIOIB30BATh 00JIee TOUHBIN
METOJ] IIPUTOTOBJICHHS TPALyUPOBOYHBIX PACTBOPOB. BHenpeHue rpaBumerpuye-
CKOT'O MPUTOTOBJICHHS] PACTBOPOB MOBBIIIAET KAYECTBO PE3YJIbTATOB aHAJIUTHYE-
CKHMX U3MEPEHUN 3a CUET CHUIKEHUSI HEONPEIEIEHHOCTH, CBSI3aHHON C MOJArOTOB-
KO#l pacTBOpoB. Tak, OTHOCHTEIbHAS MOTPEIIHOCTh 3aBOJICKON KaTHMOPOBKHU Mep-
HbIX KoJO kjacca A coctaBiser 10 0,20%. [Tomumo ko6 mpu MpUTrOTOBICHUH
PacTBOPOB HMCHOJIb3YIOTCSl MUIETKH, KOTOPhIE MMEIOT OTHOCUTEIbHYIO IMOTpelll-
HOCTh fo3upoBanus 10 0,60%. Do 6e3 yuéra BO3MOKHOM YETOBEYECKOM OIMNOKH
orepaTopa, CBS3aHHOW C MPUHSATHEM PEIICHUs, KOTJa Kojiba 3aloHeHa J0 OT-
MeTKU, 1 0e3 yuéra BIMSHUS U3MEHEHUI TeMIeparypbl B JlabopaTopuu (KOJObI
kanmOpyrotcst nipu 20 °C). Ilpu 3ToM aOGCcoIOTHAsE MOTPEUTHOCTh COBPEMEHHBIX
aHAJIMTUYECKUX BecoB cocTamiseT He Oonee 0,5 mr. B cimyudae paboThl ¢ yxke cy-
HIECTBYIOIIEH METOJIUKOM, T/I€ XMMHUK-aHAJIMTUK JOJDKEH padoTaTh C MCIIOIb30-
BAHMEM 3HAUYEHUI MACCOBOM KOHUEHTpALUU HEOPraHMYECKUX KOMIIOHEHTOB, OH
Take MoxkeT ucnonb3oBarh MCII-CO, moCKoJIbKY OH MUMEET BTOPYIO aTTeCTO-
BAHHYIO XapaKTEPUCTUKY — MACCOBYIO KOHLIEHTPALlMI0O KOMIIOHEHTA B MaTepHalie
NCTI-CO.

MeToapl ¢ MHAYKTHBHO CBSI3aHHOM IJ1a3MOIi, KaK MpaBWio, HEe TPeOyIoT 00JIb-
moro o0béMa mpob. 3avacTyro AJs aHajaM3a AOCTaTodHo 1-5 mi pactBopa. Mc-
MOJIb30BaHKE BOJIOMOMETPUYECKOTO CIOco0a MPUTOTOBIEHUS MPOO MPHUBOIUT K
Ype3MEPHOMY HCIIOJIb30BAHUIO JIOPOTOCTOAIINX PACTBOPUTENIECH M BEIIECTB, W,
COOTBETCTBEHHO, MTPUBOJUT K TOpa3/io OOJIbIIEMY KOJWYECTBY OTX0J0B. I'paBu-
METpUUYECKUN c1oco0 MpOoOOMOArOTOBKY 3HAYUTEIHHO CHIKAET KOJIMYECTBO pac-
XOJIyeMOTO PAcCTBOPUTENSI U BEIIECTBA M 3HAYUTEIHHO YMEHBIIAET KOJIUYECTBO
oTx0/10B. Takxe mpu rpaBUMETPUUYECKOM METOJIE MPOOOMOATOTOBKH XMUMHUK MO-
KET MCIOIb30BaTh OJHOPA30BYIO J1A0OPAaTOPHYIO IJIACTHUKOBYIO IOCYIY, YTO
MPEIOTBPATUT BO3MOKHOCTH MEPEKPECTHOTO 3arpsiI3HEHUS 00PA3IIOB.

3akaouyeHue

Bo BHUU®TPU ycnemno pazpadotans! yetsipe Tina UCII-CO (puc. 2). On-
HOPOJHOCTb, CTAaOMJIBHOCTh M HEOIPENeNEHHOCTh OBIIM JOCTATOYHO H3Y4YECHBI.
NCTI-CO moryT ucnoyib30BaThCs I O0ECTeYeHUs] METPOJIOTHYECKOM TpocIe-
KUBAEMOCTU W3MEPEHUN HEOPraHMYECKUX KOMIIOHEHTOB B BOJHBIX pPacTBOpax.
ATTECTOBaHHOE 3HAYEHME COJIEpPKaHUS KOMIIOHEHTA, BBIPAXKEHHOE B €IMHMIAX
MI/KT, TIO3BOJIUT UCIIOJIB30BaTh O0Jiee TOUHBIA TPaBUMETPUUYECKUI METO/ IPUTo-
TOBJIEHUS PACTBOPOB, B TO BpEMs KaK aTTECTOBAHHOE 3HAYEHME, BBIPAKEHHOE B
Mr/v°, TTO3BOIIHT, npu HEOOXOAMMOCTH, HCIOJIb30BaTh Oojiee MPUBBIUHBIA U
OBICTPBII BOJIOMOMETPUYECKHI METOI.
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Puc. 2. UCII-CO, pazpadoranasie Bo BHUNDTPU (MCII-CO Pb u UCII-CO Co)
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