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[IpuBeneHbI pe3ynbTaThl ONPEAeICHIS MaCCOBOM 1O OCHOBHOTIO KOMITOHEHTA (MiomaTa Kajaus) B Hioma-
Te KaJivsl, IOJyYeHHBIE MPSIMBIM (C UCITOJIb30BAHMEM METONIA KYJOHOMETPUUYECKOTO TUTPOBAHUS C KOH-
TPOJIEM MEIIAIOLIMX IIPUMECE METOIOM MOHHOM XpoMaTorpadun) U KocBeHHbIM (110 cxeme 100% mu-
HyC CyMMa IIpuMecei ¢ y9eToM ux hopM MPUCYTCTBUS) criocobamu. [TokazaHo, 4To IPsSIMOIt M KOCBEH-
HBII cIOCOOKI JaloT coracymolnecs pe3ynbratel: 99.966+£0.014% n 99.9761+0.010% coOTBETCTBEHHO.
IMosryueHHBIE Pe3yabTaThl U3MEPEHUM C YIETOM HEOIPEAeIEHHOCTU COTJIACYIOTCS C OTIOPHBIM 3HaYe-
HMEM MaccoBoii nou itomata Kanus 99.980+£0.006%, nmojay4eHHBIM Ha 3TOM Ke MaTepuaje B MeXIyHa-
ponHbIx KaodyeBbix cinueHusx CCQM-K152 Assay of potassium iodate, B KOTOPbIX MPUHSUIU y4acTre
HAIMOHAIBHBIE METPOJIOTUYECKIE MHCTUTYTHI ceMU cTpaH. OCOOEHHOCTHIO peaTM30BaHHOTO B JAHHOM
paboTe KOCBEHHOTO CII0Co0a OIpene/IeHUs MaCCOBOI JOJIM HogaTa Kajausl SIBJISIETCS IMTOCTPOSHUE MO-
JIEJIM XMMUYECKOTI'O COCTaBa aHAJIM3UPYEMOI0 00beKTa Ha OCHOBE aliPMOPHBIX U 9KCIIEPUMEHTAIbHBIX
JAaHHBIX C MCITOJb30BaHUEM ABYX 0a30BBIX IIPUHIIAIIOB TP CYMMUPOBAHUN COACPKAHUS IIPUMECEii:
YCJIOBHUS MaTepUaJIbHOTO (MaccoBOro) 0ajaHca v MpUHIINIA JIEKTPOHEUTpaTbHOCTU. PaspaboTaH BhI-
COKOTOUYHBII CTaHAApPTHBIN 00pa3zelr coctaBa onara Kaiausa ['CO 11713-2021 ¢ nHTepBajIoM aTTeCTO-
BaHHbIX 3HAYeHUI MaccoBoii nonu omara Kanus 99.000—100.000%, itona 59.242—59.301%, maccoBoii
nonu kuciopoaa 22.406—22,429%, pacivpeHHOI HEONPEeneIeHHOCThIO aTTECTOBAHHBIX 3HAYCHUI TTPU
k =2(0.020—0.030)%.

KioueBble cii0Ba: yMcTOTa CONM, MOAAT Kavsl, MACCOBasl OJIsl OCHOBHOTO KOMITOHEHTA, KYJIOHOMETPU-
YecKoe TUTPOBAaHME, MaccoBast OJIsl IPUMECei, roCcy1apCTBEHHbIM ITEPBUYHBII 3TAJIOH, CEPTUGHDULINPO-

BaHHBII cTaHAAPTHLINA o6pasel, DT 176, Macc-CieKTpOMETPUSsI, HOHHAsI XpoMaTorpadusi.

DOI: 10.31857/50044450224010077, EDN: lektiz

BonpmMHCTBO MHCTPYMEHTABHBIX aHAJIUTAYC-
CKUX METOIOB [IJIST TIOJTYYeHUsI Pe3y/IbTaTa M3MepeHUIA
MIPEAIT0IaraloT NOCTPOSHNE KaIMOPOBOYHOM (Tpamy-
HMPOBOYHOIA) 3aBUCUMOCTH aHAIMTUYECKOTO CUTHAJIA
OT KOHIICHTPAILMY OIIPENeIsieMOro KoMIoHeHTa. B ka-
YeCTBE OCHOBEI ISl CPABHEHUS OOBIYHO UCITONIB3YIOT
crangapTHble 00pasubl (CO) ¢ arTecTOBaHHBIM 3HAUE-
HMEM COIEPXKaHUSI MHTEPECYIOILEro KOMIIOHEHTA.

I/I3BCCTHO, 4YTO HaAMWJydYIIMM HMCXOOJHBLIM MaTcC-
puajJioM ajd IIpUTOTOBJICHUA CTaHOAPTHBIX 06pa3—
OB CcoCTaBa paCTBOPOB 2JICMCHTOB CJIYyXAaT YUCTLIC
MCTaJlJIbI. ﬂ)’[ﬂ QJICMCHTOB-HCMCTAJIJIOB, a TaKXEC
HICJIOYHBIX M IICJIOYHO3EMECIBbHBIX METAJIJIOB, HE-
CTaOMJIbHBIX Ha BO34YyXEC, B KAYCCTBEC MCXOOAHBIX BC-
mMECTB IJId ITPUTOTOBJICHUA CTaHAAPTHBIX 06p8.3]_IOB
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yalle BCEro UCTOb3YIOT COJU, B COCTAB KOTOPBIX
BXOIUT UHTEPECYIOLIMNIA 371eMeHT [1].

C y4eToM CcKa3aHHOTO B CBEeTe TpeOOBaHMIA 0Oe-
CIIeYeHUsI METPOJIOTNUYECKOM IPOCIEKMBAEMOCTU
aHAJIMTUYECKUX U3MEPEHUI BOIIPOCHI OLIEHKU YK -
CTOTHI COJIEl TIPHUOOPETAIOT 0COOYIO aKTYyaJbHOCTb,
YTO ITOATBEPKIAETCsI, HAaIIpUMEp, IOCTOSIHHBIM HUH-
TePECOM MeXAYHapOIHOTO METPOJOTUYECKOTO CO-
00IIIeCTBa K YYaCTHIO B MEXITYHAPOIHBIX KITIOUEBBIX
CIIMYEHUSX IT0 OTIPEAeSICHUIO YNCTOTHI CONeil MeTaJl-
JIOB 1107, 3runoit KOHCYIBTaTUBHOIO KOMUTETA I10
KOJIMYECTBY BelllecTBa MeTpoJiorus B XUMUU 1 OMO-
joruu MexayHapoaHoro 01opo mep u BecoB [2—4].
Kpome Toro, MexxayHapOIHBII COBET TeOpeTHUUE-
ckoil u npuxianHoil xsumun ITUPAC ¢ 2019 r. Benet
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IIPOEKT, KOTOPBIil 3aTparuBaeT BOIPOCHl OLEHKU
YMCTOTHI BEIIECTB, COOTBETCTBYIOIIEIl HeoIpene-
JICHHOCTU 1 PUCKOB IIPUHSITUS JIOKHBIX PEIICHUM
IIPY OLIEHKE COOTBETCTBMS HOPMaM BeIlleCTBa WM
martepuana [5—7].

Monat Kamst ¢ U3BeCTHBIM COIEpPKaHNEM OCHOB-
HOTO KOMIIOHEHTa MOXET BBICTYITaTh MCXOTHBIM Be-
miecTBoM st mpurotoBieHuss CO pacTBOpoB ifoga
[1], a TakKe MCOIB30BATHCS B 3JIEMEHTHOM aHAJIM -
3¢ ST 00ecIieYeHus IIPOCIeKMBAEMOCTU U3MeEpPe-
HUH colmepXaHus Kajius, oaa U KUCIopoaa.

Wonat kanus I1poKo UCTIONb3YeTcs B KA4ecTBe
YCTAHOBOYHOTO BeIlleCTBa ISl OKUCIUTEIbHO-BOC-
CTAaHOBUTEIbHON TUTPUMETPUU B METOIMKAX OIIPE-
JIeJIEHVsI KOMITOHEHTOB B pa3IMYHbIX 00beKTax [8, 9].

MeTonuku orpeneyieHus iogata Kajaus ¢ MC-
IM0JIb30BAaHUEM KYJIOHOMETPUYECKOTIO TUTPOBAHUS
IUTSL CTaHAAPTU3AlKA PaCTBOpa THOCYIb(haTa HaTpUsI
ormmcadbl Ma [10] 1 Acakawm [11]. ABTOpBI 1OOMINCH
TOYHOCTH OIpeNeICHUSI YUCTOThI fiomaTa Kalus Ha
ypoHe 0.02 1 0.017% cooTBeTcTBeHHO. [dpyrue muc-
cJIeOBaHMS 110 ONpPeNeICHUIO YMCTOThI ogaTa Ka-
JIMSI Ha OCHOBE OLIEHKM ITPUMeceil OTCYTCTBYIOT.

OO01111e Moaxoabl K OLIEeHUBAHUIO COlepKaHUs OC-
HOBHOT'O KOMIIOHEHTA B YMCTHIX BELIECTBAX HA OCHO-
B€ aHAJTM3a TPUMECHOTO COCTaBa OMMCAHBI B paboTax
[12—18]. B pykoBozcTBe [16] 1aHbI peKOMEHIALMH 110
BBIOOPY CITOCO0A OLIEHKM MaCCOBOI 10JI1 OCHOBHOTO
KOMITOHEHTA B YMCTBIX METALJIaX B 3aBUCUMOCTH OT
LIEJIEBOM HEOMIPEIEICHHOCTH PE3yJIbTaTa U3MEPEHUM,
NPUBEAECH AJITOPUTM pacyeTa HEONPEACTEHHOCTH IS
KOCBEHHOTO cItocoba omnpeaeaeHus YUCTOTbl MEeTa-
JIOB Ha OCHOBE OLICHKU IIPUMECEH.

B paborax [17, 18] mpuBeneHB MOPSIAOK IEii-
CTBUI1 1 aJITOPUTM OLICHKU HEOIpeaeIEeHHOCTU U3-
MEPEHU MAaCCOBOM OOJHA OCHOBHOIO KOMIIOHECHTA
OPUMEHUTEBHO K COJISIM METa/llJIOB Ha IpUMepe
xjopuaa Kaausi. ITokazaHo, 4YTO pacxoxJIeHUe MeX-
Iy pe3yabTaTaMU U3MEPEHMUIT MacCOBOM OIU OC-
HOBHOT'O KOMIIOHEHTAa Ha OCHOBE MPUMECHOTO CO-
CcTaBa C YY4eTOM M 0e3 yueTa MOHHBIX (pOpM MPUCYT-
CTBYIOIIUX MPUMECEit MOXET ObITh CYLLIECTBEHHbIM.

Tak, mIst CJIOXKHOTO MHOTOKOMITOHEHTHOTO O0b-
eKTa xJopyraa Kanaus GJoTallmoHHOro 0e3 yyeTa MOH-
HBIX (OPM MPUCYTCTBYIOIIMX MPUMeECEil pe3yIbTaT
MAacCOBOI JOJIM XJI0puaa Kajausl okasayucs Ha 1.9%
BBIILIE Pe3y/IbTara, MOJIYy4eHHOTO C Y4ETOM MOHHBIX
¢dopwm [18]. 1151 YUCTHIX COJIeii METAIJIOB M3-3a MEHb-
IIeif Jou TIprUMeceid 3aBBIIIIEHIE B OOIIEM CiTydae
ropasmo MeHee BBIpaXkeHO U JaXKe He BCEerla MOXKET
OBITb 3HAYMMbBIM Ha YPOBHE TOYHOCTU IMIPUMEHSIEMbBIX
METOIOB, KaK, Harpumep, B padore [19].

XKYPHAJI AHATUTUYECKOU XUMUU

COBUHA u np.

Llens HacTOSIIETO MCCISIOBAHMS — IIPONOJIKEHIIES
9KCIIEPUMEHTAJIBHOTO OIPOOOBAaHUS paHee M3JI0-
>KEHHBIX MOIXOI0B K OLIEHKE YMCTOTHI COJieit MeTall-
JoB [17, 18] u ycTaHOBEHUE MAaCcCOBOM J1OJIM OCHOB-
HOI'o KOMITOHEHTa — iomaTa Kajusi, MacCCOBBIX J0-
JIEH 3JIEMEHTOB OCHOBBI — KaJus, Moa ¥ KUCI0pOoIa
B IIPOMBIIJIEHHO BBIITYCKA€MOM YMCTOM COJIM iomaTe
Kaius AJ1s CO3JaHus CEPTU(PULIMPOBAHHOIO CTaH-
JMapTHOTO o0Opaslia cocTaBa ifomara Kajaus BhICOKOM
YHUCTOTHI ABYMSI CIIOCOOAMM: MPSIMBIM (OIMpPENesIIoT
HEIOCPEACTBEHHO U3MEPSIEMYIO BEIUIMHY METOIOM
KYJIOHOMETPUIECKOTO TUTPOBAHUS C KOHTPOJIEM Me-
[IAIOIINX IIPUMECE C TIOMOIIIBI0 MIOHHOI XpOMaTo-
rpadun) U KOCBEHHBIM (ONPEAENSIOT ColepKaHue
MpuMeceil METOIOM MacC-CIIEKTPOMETPUU C UHIYK-
TUBHO CBSI3aHHOM IJIa3MOM 1 3aTEM IIPOBOIAT PacyeT
o cxeme 100% MuHyc cymMma ripuMeceit) .

OKCINEPUMEHTAJIbHAA YACTb

O0BbeKkTOM HccaeaoBaHus ObUT ifofaT Kaaus KBa-
mudukanun ACS reagent, mpou3BoACTBa GUPMBI
ACROS (benbrus), maptuss A0335172, ¢ maccoBoit
noneit ocHoBHoro kKommnoHeHTa (KI10;) 100,4% co-
[JIJACHO CepPTU(PUKATY Ha pEaKTUB.

MeToapl aHaM3a B anmapaTrypa. MaccoByIO 010
omaTa Kajus B MaTepualie CTaHIapTHOro oopasiia
OIIpeNelIsiii ¢ IIPUMEHEHNEM 3TaJJOHHOI YCTaHOB-
KM, peayu3ylolieit METONI KyJIOHOMETPUIECKOTO THU-
TpOBaHMsI, BXOAsIIEH B coctaB [ocynapcTBeHHOro
MEPBUYHOTO 3TAJIOHA eNUHUI] MAaCCOBOI (MOJISIPHOI,
aTOMHOI) JOJIU X MacCcoBOU (MOJISIPHOI) KOHIICH-
TpallMd KOMIIOHEHTOB B XXMAKWUX U TBEPOBIX Bellle-
CTBax U Marepualiax Ha OCHOBE KyJoHOMeTpuu ['DT
176 [22], mo MeTonuKe, OoNMCaHHOM B pabote [23].
HMcnonp3oBaHHBIE METONBI aHAIM3a, allllapaTypa 1
oIpenesisieMble ¢ MX ITOMOIIBIO IOKAa3aTen IIPUBe-
JIeHbI B Ta0. 1.

PE3VJIBTATbBI 1 UX OBCYXIEHUE

ITocTpoenne Moaenn XMMHIECKOTO COCTABA aHA-
JM3upyemMoro oobekra. Ha 3ToM atame njist BbIYMC-
JICHUSI MAacCOBOM IOJM MomaTa Kaaus ONMUPaIUCh
Ha aOpUOpPHBIC U 3KCIIEPUMEHTAJbHbIC NAaHHEIE,

!B cTaTbe TepMUHBI “IIPAMOIi cr10c06” U “KOCBEHHBII C1I0C06”
OIpENeICHUST YUCTOTHI BEIIECTB MPUMEHSIIOTCSI B COOTBETCTBUU
C TEpMUHOJIOTHEH, IPUHATON paboueii IPYIIoii M0 HeopraHude-
ckoMy aHanu3y KoHCyIBTaTMBHOTO KOMUTETA MO KOJMYECTBY Bellle-
ctBa “Mertposnorus B xumuu u ouosnorun” (Consultative Committee
on Amount of Substance — Metrology in Chemistry and Biology,
CCQM) MexnyHaponHoro komurera mep 1 BecoB (MKMB) [16,
20]. He cnemyet myTaTh ¢ TEPMUHOJIOTUEH TIPSIMBIX Y KOCBEHHBIX
usMepeHuit mo PMT 29 [21].
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Tabmuna 1. MeTozbl aHaiM3a, anmnaparypa 1 orpeaeisieMbie ¢ UX IIOMOIIBIO IT0Ka3aTeIx COCTaBa ofgaTa Kaaus

OnpenensieMblii
Merton aHanm3a Arnmnapatypa Peaktusbr, CO el
ITOKAa3aTellb
KauecTBeHHBIN aHAMN3
Nonnas Honnsblit xpomartorpad Bona nenonnzoBaHHast IIpucyrcTBytoiiue
xpoMmarorpadusi Dionex Integrion, C YACIbHOM 3JEKTPUISCKON AHUOHBI
OCHAIIEHHBIi 1€TEKTOPOM MPOBOAMMOCTBIO HE U KaTUOHBI
IO 3JEKTPONPOBOIHOCTH 6onee 1 MxCm/cm, CO
COCTaBa pacTBOPOB MOHOB
YTBEPXKICHHOTO THIIA
KommaecTBeHHBII aHATN3
KymnonoMmerpudeckoe | DrajoHHAas yCTaHOBKA, PeakTuBbI onvcaHbl MaccoBas gonst
TUTPOBaHUE peanuayroniass METOI B pabore [23] OKHUCIUTENEH
KYJIOHOMETPUYECKOTO B IlepecyeTe
TUTpOBaHuA B coctase I DT 176" Ha ionar kanus, %
MC-HCIT DTaloHHas YCTaHOBKaA, Bona nevonuzoBaHHas, MaccoBas gons

peanuzytoiias meton MC-HUCIT
B coctase DT 176

KHCIIOTa a30THAs OC. .,
IOITOTHUTEIbHO OUMIICHHAST

C TIOMOIIIBIO CUCTEMBI
HEKUIISIIIEeH TTeperoHKn
kucaot, CO cocTtaBa pacTBOPOB
MOHOB YTBEPXKICHHOTO THIIA,
STAJIOHBI CPAaBHEHUS B BUIE
YHUCTBIX BEIIECTB U3 KOJICKIINHI
YHUUM — ¢punuana BHUMM
uM. I.1. MeHneneeBa

npumeceii, %

*TocymapCTBEHHBII IEPBUYHBIIA 3TAJIOH EAMHUIL MACCOBOI (MOJISIPHOIA, aTOMHOI1) TOJM ¥ MACCOBO (MOJISIPHOI1) KOH-
LIEHTpallM KOMITOHEHTOB B XXMIKUX U TBEPIbIX BellleCTBaX U MaTepuaiax Ha ocHoBe KynmoHoMmeTpuu ['DT 176-2019
(yrBepxkneH ITpukazom Poccranmapra Ne 3396 ot 27.12.2019 1.) [18].

a Takke (pyHIaMEHTaIbHBIC 3aKOHOMEPHOCTHU U PSII,
MIPEIITOJIOKEHIIT, KOTOphIE IIPUBENICHEL JaJiee.

1. B coOTBETCTBUM C ypaBHEHUEM MaTepUAIbHO-
ro GajlaHca cymMMma CoiepXXaHUii BCeX KOMITOHEHTOB
B aHanuM3upyeMoii coiu coctaiseT 100%, T.e.

n
>w; =100, (1
i=1

I[Zie 1 — KOJIMYECTBO KOMITIOHEHTOB, W; — MAacCOBas
JIOJISL i -TO KOMITOHEHTa, %.

2. B cooTBeTCTBUM C NPUHILIUIIOM 3JCKTPOHEH-
TPaJIbHOCTH BEILECTBO (B HAllleM CiTydyae MomaT Kaausl)
SIBJISIETCS] HE3apSLKEHHBIM 1 UMEET MIOHHOE CTPOEHUE;
fomaT KaJiusl JIETKO pacTBOPSIETCS B BOIE, IIO3TOMY,
BEPOSATHO, BCE JIIEMEHTHI, BXOIIIE B €T0 COCTaB,
HaxoIITCs B BUJE aHMOHOB 1 KATUOHOB, [ISI KOTOPBIX
CITPaBeUIUBO CJIEYIONIEe YDABHEHUE:

k n—k
ZVZ+,1' + ZVZ,,,-+ =0,

i=l1 i=l

(2)

XYPHAJI AHAIUTUYECKON XUMHUU  TomM79 Nel

roe k — KOJIMYECTBO KaTHMOHOB; n — k — KOJMYE-
CTBO aHUOHOB; V,,; — CONEPXaHME i -IO KATUOHA,
MOJIb/KT; V,_; — CONEPXaHUE i -TO AHMOHA, MOJIb/ KT
(conmepkaHWe KOMIIOHEHTA B €IMHUIIAX MOJIb/KT MO~
Ka3bIBaeT YMCIIO MOJICH JAHHOTO KOMITOHEHTA B 1 KT
aHAIM3UpyeMOoro odpasma).

3. MetogoM MOHHOI XpoMaTorpaduu mpu pas-
JIOKeHWHU MPOOBI HomaTa Kajausl ISMOHU30BaHHOMN
BOJIOI MOATBEPKACHO HAIUYME CICAYIOIINX aHM-
oHoB: Cl™(MaccoBast 10Ji1 XJIOPUI-UOHOB Wi =
=9.7x1073%), SO,> (MaccoBast noJst cynbbar-1o-
HOB Wgq, = 6.8% 1074%).

4. MeTonom Macc-CrieKTpOMETPUY C UHIYKTUBHO
cBa3aHHol nasmoit (MC-UCITI) onpeneneHbl Mac-
COBBIE J0JIU ellle 68 37eMEeHTOB, conepXaHus 14 u3
HUX MPEBBIIAIOT Mpeaes 00HapyKeHUST Macc-CIeK-
tpoMmetpa: Na, Mg, Al, Ca, Fe, Ni, Zn, Rb, Sr, Cd,
Ba, Ti, Cu, Bi (pe3yabrarsl NpuBeAeHEI B Ta0I. 2).

5. Ucxons 3 HanboJiee YyCTOMYUBBIX CTEeIIeHEe
OKMCJICHMS AJIsI KaXIoro u3 68 aJIeMEeHTOB, cle-
JIaJv TIPEAIIoJIoKeHNE 0 (hopMe HaXOXIEHUS TaH-
HOTO 3JIeMEeHTa B aHaIM3upyemMom oobekTe. Ilo-
CKOJIbKY #ofaT Kajusl paCTBOPUM B J€MOHU30BaH-
HOIf Bozie Oe3 BUIMMOTO HEPACTBOPUMOIO OCTaTKa,

2024
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COBUHA u np.

Tabmuma 2. PesynbraThl onpeneiacHus IIpUMeceil B iogare Kajausi MeTOIaM1 MacC-CIIEKTPOMETPUN C MHIYKTUBHO CBSI-

3aHHOM I1a3Moi1 1 MoHHOM xpomarorpacduu (UX), npeamnosaracMbiec MOHHbBIE (hOPMbI IIPUCYTCTBUS 3JIEMEHTOB B ilomaTe

Kajiusd, SBHAYCHUA SKBUBaAJICHTHLIX coz[epxam/lﬁ WOHHOM (IJOpMBI C YY€TOM 3HaKa 3apdaa (I[.T[H BBbIUMCJIEHUS] U30bITKA

AHMOHOB UJIN KaTI/IOHOB), 3HAYE€HUSI MACCOBBIX J10JIEi KOMIIOHEHTOB B npezmonaraeMoﬁ VOHHOM (bOpMC C COOTBET-

CTBYIOH_[eﬁ paC].HPIpCHHOﬁ HCOMNIPEACICHHOCTBIO, YUTCHHBIC ITPU BBIYMCIICHUM PE3yJibTaTa OIpCaCIICHUA MAacCOBOM JOJIN

OCHOBHOT'O KOMITIOHEHTa KOCBEHHbIM CITIOCOOOM

Pesynbrar

MaccoBas N ConepxaHue
U3MEpEeHUt . MaccoBas
JIOJIST WOHHO Pacium-
(Result) IIpennona- OIS
e | 2TEMeHTa opmbr ) peHHast M
e U raemast TPENIo erTon
No (pe3ynbrar C YYETOM . Heorpe-
MEHT " npenen HWOHHasI JlaraeMou aHanusa
U3MEpPEeHUI 06Hapy- bopma 3HaKa 3apsja, MOHHOI TeNieH-
MC-UCII), MOJIBb/KT HOCTb, %
% KEHUST dbopmmsl, %
(LD)
1 Li 1.0x10-¢ LD Li* 7.18%10~7 5.0x1077 5.0x1077 | MC-MCII
2 Be 1.0x10-¢ LD Be?* 1.11x107¢ 5.0x1077 5.0x1077 | MC-MCII
3 B 1.0x107° LD BO,*- —1.39x1073 2.7x107° 2.7x10~° | MC-MCII
4 Na 4.1x1074 Result Na* 1.78x10~4 4.1x10~* 1.2x10* | MC-MCII
5 Mg 5.9x107° Result Mg?* 4.90x1073 5.95x107° 1.8x107 | MC-MUCII
6 Al 1.4x10~* Result A 1.55x10~* 1.4x10~4 4.2x10~° | MC-MCII
7 Si 1.0x10~* LD Si0,* —7.12%1073 1.6x10~4 1.6x10* | MC-MCII
8 P 1.0x10~* LD PO~ —4.84x1073 1.5x10~4 1.5x10* | MC-MCII
9 S 1.3x10~* Result SO~ —7.84x1073 6.8x10~4 2.0x10~* | UX
10 Cl 0.0097 Result Cl- —2.74x1073 9.7x1073 2.9%x10~% | UX
11 Ca 6.0x1073 Result Ca?t 3.02x107° 6.0x107° 1.8x107 | MC-MUCII
12 Sc 5.0x107° LD Sc3* 1.67x10-° 1.3x10-¢ 1.3x10=¢ | MC-HUCII
13 Ti 3.7x107° Result Ti** 3.11x1073 3.7x1073 1.1x10~° | MC-HUCII
14 A" 5.0x107° LD vO?* 9.82x1077 3.3x107¢ 3.3x10°% | MC-UCIIT
15 Cr 5.0x107° LD Cr* 1.44x107° 2.5x107° 2.5x10°¢ | MC-UCIIT
16 Mn 5.0x107° LD Mn?** 9.10x10~7 2.5x107° 2.5x10°¢ | MC-UCIT
17 Fe 6.5%1073 Result Fe3* 3.48%x107° 6.5x107° 1.9x107 | MC-MUCII
18 Co 1.0x10-¢ LD Co?* 1.70x10~7 5.0x1077 5.0x10~7 | MC-MCII
19 Ni 9.9x10°° Result Ni* 3.39x107° 9.9x10-° 3.0x10°% | MC-UCIIT
20 Cu 1.3x107° Result Cu?* 4.07x107° 1.3x1073 3.9x10°% | MC-UCIIT
21 Zn 1.9x107° Result Zn** 5.68x107° 1.9x1073 5.6x10~° | MC-MCII
22 Ga 5.0x107° LD Ga** 1.08x10-° 2.5x107° 2.5x10°¢ | MC-UCIT
23 Ge 5.0x107° LD Ge** 1.38x10-° 2.5x107° 2.5x10°¢ | MC-UCIT
24 As 5.0x107° LD AsO,*- —1.00x10-¢ 4.1x10°° 4.1x10-¢ | MC-UCIT
25 Se 5.0x107° LD Se0,*~ —6.33x107° 4.0x1073 4.0x10~° | MC-MCII
26 Br 1.0x1073 LD Br —6.26%1073 5.0x104 5.0x10~* | MC-UCIT
27 Rb 3.8x10°3 Result Rb* 4.44x10~4 3.8x1073 1.1x10=* | MC-HUCII
28 Sr 1.4x10~* Result Sr?* 1.55%1073 1.4x10~4 4.1x107 | MC-MCII
29 Y 1.0x10-¢ LD Y3 1.69x107 5.0x1077 5.0x1077 | MC-MCII
30 Zr 5.0x107° LD ZrO* 5.48%x1077 3.4x107¢ 3.4x10°% | MC-UCIIT
31 Nb 1.0x10-¢ LD Nb?* 1.08x10~7 5.0x1077 5.0x1077 | MC-MCII
32 Mo 5.0x107° LD MoO,*~ —5.21x1077 4.2x1076 42x10-¢ | MC-HUCII
33 Ru 1.0x10-¢ LD Ru3+ 1.48x1077 5.0x1077 5.0x1077 | MC-MCII
XKYPHAJT AHATUTUYECKOU XUMUU TOM 79 Ne 1 2024
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34 Rh 1.0x10-¢ LD Rh3* 1.46x1077 5.0x1077 5.0x1077 | MC-MCII
35 Pd 1.0x10-¢ LD Pd** 1.88x10~7 5.0x1077 5.0x1077 | MC-MCII
36 Ag 1.0x10-¢ LD Agt 4.64x108 5.0x1077 5.0x1077 | MC-MCII
37 Cd 1.8x107° Result Ca?* 3.29x107° 1.8x1073 5.5x10°% | MC-UCII
38 In 1.0x10-¢ LD In* 1.31x1077 5.0x1077 5.0x1077 | MC-MCII
39 Sn 1.0x10-¢ LD Sn?* 8.42x10°8 5.0x1077 5.0x1077 | MC-MCII
40 Sb 1.0x10-¢ LD SbO,3- —1.23x1077 6.9x1077 6.9x10~7 | MC-MCII
41 Te 5.0x107° LD TeO,2- —3.92x1077 3.4x10°° 3.4x10°% | MC-UCII
42 Cs 1.0x10-¢ LD Cs+ 3.76x10°8 5.0x1077 5.0x1077 | MC-MCII
43 Ba 8.0x10~* Result Ba?* 1.17x10~* 8.0x10~* 8.0x10~* | MC-HUCII
44 La 1.0x10-¢ LD La’* 1.08x10~7 5.0x1077 5.0x1077 | MC-MCII
45 Ce 1.0x10-¢ LD Ce** 1.43x1077 2.5x1077 2.5%1077 | MC-MCII
46 Pr 1.0x10-¢ LD Pr3* 1.06x10~7 2.5x1077 2.5%1077 | MC-MCII
47 Nd 1.0x10-¢ LD Nd3* 1.04x1077 2.5x1077 2.5%1077 | MC-MCII
48 Sm 1.0x10-¢ LD Sm3* 9.98x10°8 2.5x1077 2.5%1077 | MC-MCII
49 Eu 1.0x10-¢ LD Eu®* 9.87x10°8 2.5x1077 2.5%1077 | MC-MCII
50 Gd 5.0x107° LD Gd** 4.77x1077 1.3x10-¢ 1.3x10-¢ | MC-HCII
51 Tb 5.0x107° LD Tb** 4.72x1077 1.3x10°¢ 1.3x10-¢ | MC-HCII
52 Dy 1.0x10-¢ LD Dy** 9.23x108 2.5x1077 2.5%1077 | MC-MCII
53 Ho 1.0x10-¢ LD Ho’* 9.09x10-3 2.5x1077 2.5%1077 | MC-MCII
54 Er 1.0x10-¢ LD Er** 8.97x10°8 2.5x1077 2.5%1077 | MC-MCII
55 Tm 1.0x10-¢ LD Tm3* 8.88x10°8 2.5x1077 2.5%1077 | MC-MCII
56 Yb 1.0x10-¢ LD Yb3* 8.67x10°8 2.5x1077 2.5%1077 | MC-MCII
57 Lu 1.0x10-¢ LD Lu* 8.57x10°8 2.5x1077 2.5%1077 | MC-MCII
58 Hf 1.0x10-¢ LD Hf** 8.40x10°8 5.0x1077 5.0x1077 | MC-MCII
59 Ta 1.0x10-¢ LD Ta’* 8.29x10°8 2.5x1077 2.5%1077 | MC-MCII
60 W 1.0x10-¢ LD WO, —5.44x1078 6.3x1077 6.3x1077 | MC-MCII
61 Re 1.0x10-¢ LD Re,0,%" —5.37x1078 5.6x1077 5.6x1077 | MC-MUCII
62 Os 1.0x10-¢ LD 0s0, > —5.26x1078 6.7x1077 6.7x10~7 | MC-MCII
63 Pt 1.0x10°® LD Pt 1.03x10~7 5.0x1077 5.0x1077 | MC-MCII
64 Au 1.0x10-¢ LD Au’t 7.62x1078 5.0x1077 5.0x1077 | MC-MCII
65 Hg 5.0x107° LD Hg?* 2.49%x1077 2.5%x107¢ 2.5x10°% | MC-UCII
66 Tl 1.0x10-¢ LD TI* 2.45%x10°8 5.0x1077 5.0x1077 | MC-MCII
67 Pb 5.0x107° LD Pb** 2.41x1077 2.5%x107¢ 2.5x10°% | MC-UCIT
68 Bi 4.2x1073 Result Bi** 6.03x107° 4.2x1073 1.3x1073 | MC-UCII
69 Th 1.0x10-¢ LD Th** 8.62x10°8 5.7x1077 5.7x1077 | MC-MCII
70 U 1.0x10-¢ LD uo,** 4.20x1078 5.7x1077 5.7x1077 | MC-MUCII
CyMMapHoe coiepkaHue IPUMECHBIX KaTUOHOB B fioaTe KaJlusl, MOJIb/KT 1.09%x10-3
CyMMapHoe coiepKaHue IPUMECHBIX aHOHOB B logaTe Kajiusl, MOJIb/KT —3.02x10°3
3HaueHue MONPaBKU Ha HEIKBUBAJICHTHOE COMEPXKaHUE IPUMECHBIX KATHOHOB —1.93x1073
Y aHMOHOB, PACCYMTAHHOE 110 YPAaBHEHUIO 3JIEKTPOHEHTPATbHOCTH, MOJIb/KT
Maccosas nons katroHa ocHoBbl (K™), paccunTanHas 1o ypaBHEHUIO 0.0075
DJIEKTPOHENTPAIBHOCTH, %

Ilpumeuanue: LD — nipenen oOHapyKeHUsI, OLEHEHHbIM KaK TPY CTAaHAAPTHBIX OTKJIOHEHUsI PE3YJIBTaTOB OINpeaeIeHUS
MacCOBOI JOJIM 3JIeMEHTa B pacTBOpe XoJocToro onbita MerogoM MC-UCII.

XYPHAJI AHAIUTUYECKON XUMHUU  TomM79 Nel 2024
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COBUHA u np.

Puc. 1. YrpoieHHast Monenb flogata Kaius. (a) — MOIENTb COJIM € MIeaIbHOI CTeXMoMeTpueid, (6) — MOIeTb COJIU C yIeTOM

HaJIn4yuda HECTCXUOMETPUU.

MPEIIOJOXUIN, YTO OCHOBHBIC 3JIEMEHTHI IIPUME-
ceil IPUCYTCTBYIOT B COJIM B BUJIE CJIEAYIOIINX Ka-
tuoHos: Nat, Mg?*, AI**, Ca?*, Fe3*, Ni*", Zn?",
Rb*, Sr?*, Cd?**, Ba?*, Ti**, Cu?*, Bi*". Paccunranu
COIEPKaHUs KaXI0ro 3JeMEHTa-TIPUMECH C Y4ETOM
MOHHOI (OpMBI MyTeM YMHOXEHHUS KOJIMYECTBA Be-
IIIECTBA 3JIEMEHTA, MOJIYIYeHHOTO U3 pPe3yIbTaTOB 13-
MepeHuit ero MaccoBoit momm meromom MC-UCII,
Ha MOJISIpPHYIO Maccy MoHa (cM. Tabd. 2).

6. [TockoIbKy 110 pe3yJibraTaM pacdeToB Ha OCHOBE
nmaHabIx MC-UCII cymma conepkaHmit OTpUIIATETLHO
3apsDKEHHBIX MOHOB IIPEBBIIIAET CYMMY CONEpXKaHUIA
MOJIOKUTEIHHO 3apsi’KeHHBIX MOHOB U pa3HHUIIA C y4e-
TOM 3Haka 3apsaa MoHoB A = —1.93x10~3 mosb/Kr,
MIPEATIONIOXIIIN, YTO BCe aHMOHBI, IIPUCYTCTBYIOIINE
CBEpPX 3KBMBAJIECHTHOI'O CONEpXKaHUSI KaTUOHOB, CBSI-
3aHbl C IOHOM Kajusl, SIBJISTFOLIMCS 3JIEMEHTOM OC-
HOBBI, TaK KaK 3KCIIEPUMEHTAIBHO OBLTO MOKAa3aHO,
YTO APYIHe SJIEMEHTHI IIPUMeCeii, KOTOPBIE MOIJIA OBl
JaTh TIOJIOXKUTENBHBIN 3apsil, OTCYTCTBYIOT. B mipemia-
raeMoM IoAXoae HeT HEOOXONMMOCTHU BBISICHSITh, Ka-
KOl KaTWOH CBSI3aH C KaKUM aHWOHOM, TaK Kak I
BBIYMCIICHUSI N30BITKA MOHOB KaJIMS JOCTaTOYHO U3
CYMMAapHOT'0 Colep:KaHMsI BCEX aHHOHOB BBIUECTDb CyM-
MapHOE CoiepXXaH1e BCEX KaTUOHOB.

st GoJblieii HAISIAHOCTY YIPOIIEHHYIO MO-
JeJb XUMUYECKOTO COCTaBa iogaTa Kajausl MOXHO
MPEeNCTaBUTh B BUIE cleayolieit cmecu (puc. 1):

(A+B)
KIO;+KCI+RbCI+ Z Me(i)Y X,

i=1

rme A — 91uciio oOHApYXKEHHBIX KATUOHOB, KOTO-
pble CBSI3aHBI C aHMOHAMU X Y- g pacTBOpUMBIE B
BOJE COEIMHEHUS; B — 4yuciao HeoOHapyKeHHbBIX
KaTUOHOB (coaep:KaHWe HMXE MpeaesioB oOHapy-
KEeHUS UCITOIb30BAaHHOTO aHATUTUYECKOTO 000py-
JTIOBaHUS ), KOTOpbIe CBSI3aHbl C aHUOHAMU X Y=g
pacTBOpUMBbIEe B BOJe coenMHeHus; Y, 7 — nHaek-
Chl, COOTBETCTBYIOILI[ME YMCIY aTOMOB B MOJIEKYe

XKYPHAJI AHATUTUYECKOU XUMUU

COJIM M ITOKAa3bIBAIOIIME 3apd] aHMOHA WJIM KaTUOHAa
COOTBETCTBEHHO.

IIpsvoii cmoco0 u3MepeHHid MAacCOBOM I0JH OC-
HOBHOIO KOMIIOHEHTa. MeTonnKa oIpeneeHUs OC-
HOBHOI'0O KOMIIOHEHTA B ofaTe Kajaus METOIOM
KYJIOHOMETPUYECKOTO0 TUTPOBAHUS OITMCaHa B pa-
oote [23]. Pe3ynbrathl AeBITH MapasjieabHbIX ONpe-
NEeJIEHUI 1 uX cpenHee apudMeTnyeckoe 3HaueHue
MpeacTaBieHbl B Ta0d. 3.

ITockonbKy TmpuMeHseMass KyJlOHOMEeTpuue-
cKasl MeTOIMKa IpearoaraeT onpeaeieHe CyMMBI
OKHWCJIIATEJIEU U IIPUCYTCTBUE OPYTUX OKUCIUATEIICHA
MOXET OKa3aTh BIMSHNE Ha KOHSYHBINA pe3yJbrar,
MpeaBapuTeIbHO METOJOM MOHHOI Xpomartorpa-
(puu nmoaTBepxKAAIM OTCYTCTBUE (Ha ypoBHe 20 ppm
u OoJiee) IPYrux OKMCIUTENEH, KpoMme omaT-uoHa
(ucxoas U3 JaHHBIX cepTUdUKaATa Ha peaKTUB Ho-
JllaTa KaJius U COIYTCTBYIOIIMX IpUMeceil, momao-
3peBajii IPUCYTCTBUE XJI0parT-, OpoMar-, HUTpar-,
HUTPUT-NOHOB). OTCYTCTBUE APYIUX OKUCIUATEIICH,
KpoMe iiomaT-1noHa, mo3BOJUII0 IPUHSITh colepxka-
HUe fiogaTa Kanaus (MOJb/KT) paBHBIM PE3yJIbTaTy
OTpeeICHUST COlepKaHUsl OKUCIUTENE METOIOM
KYJIOHOMETPUYECKOIO TUTPOBAHUSI.

MaccoBylo 107110 fionaTa Kajausl B aHaIU3upyeMOM
o0Opasiie, MOoJIy4eHHYIO IMPSIMBIM CITOCOOOM C UCTTOJb-
30BaHMEM METOMA KYJOHOMETPUIECKOTO TUTPOBAHUS
(CT — coulometric titration), WI%TO , %, paccunThIBa-
JM 110 (popMmyie '

cr

cr
WKio, = Vkio, Mkio, /10,

(3)

rae Vﬁuqu — cojepXaHHWe OKUCJIUTENe B repecye-
Te Ha iiomaT Kauus, MOJydeHHOE METOAOM KYJIO-
HoMeTpudeckoro TutpoBanust Ha ['DT 176, monb/
Kr (cpenHee apudMeTnUecKoe 3HaUYeHUE T10 JaH-
HBIM Ta0J1. 3); My o — MOJIsIpHAsi Macca fofara Ka-
nwst, 1/ Monb, My = 214.001 r/monb [24]. MHo-
xkwutenb 10 B popmyse (3) o0ycIOBICH B3aMMHBIM
Ne 1
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Taomuna 3. Pe3ynbraThl onpeaeieHusT CoIepXXKaHUsI OKMCIUTENIeH IepecyeTe Ha MoaaT Kaausl, IoJydeHHbIE METOIOM

KYJIOHOMEeTpuYeckoro turposanus Ha ['DOT 176

Ne mi/m W%ITO3 ,% V%{Q , MOJIb/KT
1 99.976 4.67178
2 99.960 4.67104
3 99.956 4.67084
4 99.974 4.67169
5 99.950 4.67057
6 99.977 4.67185
7 99.959 4.67100
8 99.974 4.67167
9 99.971 4.67153
10 99.948 4.67047
11 99.979 4.67193
CpenHee apubMeTHUIeCKOe 99.966 4.671307
CraHgapTHas HEOpPeaeJIeHHOCTh MO TUITy A 0.003 0.000161
CraHpapTHasi HeonpeneJaeHHOCTb 1o TUIy B 0.006 0.000288
CyMMapHas cTaHIapTHas HeolpeneaeHHOCTh, U (k= 1) 0.007 0.000330
Pacivpennas HeonpeneaeHHOCTh, U (k= 2) 0.014 0.00066

COIVIACOBAHUEM €IMHULL U3MEPEHUSI UCTIOIb3YEMBIX
BeJIMYMH — %, MOJIb/KT Y T/MOJIb.

HeomnpenereHHOCTh pe3yabTaTOB U3MEPEHUMA
OLICHUBAJIKM B COOTBETCTBUU C PEKOMEHIALIUSIMU
[25]. CyMMapHYIO CTaHIAPTHYIO HEOIIPEIeIeHHOCTD
pe3yJibTata U3MEPEHUM MAaCCOBOM TOJIM OCHOBHOIO
KOMITOHEHTA B fiogaTe Kajus, IOJy4YeHHOTO IIPSIMbIM
CIIOCO00M, u(wl%TO} ), %, pacCYMTBIBAIIN T10 HOpPMYIIE

cT 2(,.CT 2(,.CT
”(WK103 ) = \/”A (WKIO3 ) tug (WK103 ),

4

CT CcT
rae Yy (WKIO3 ), Up (WKIOB) — CTaHAApTHbIE Heolpe-
JIEJIEHHOCTU M3MEPEHMUI MaCCOBOI M0JIM OCHOB-
HOI'0 KOMIIOHEHTa, OlieHMBaeMbie 110 TUILy A u B
COOTBETCTBEHHO.

MaccoBas 10J1 OCHOBHOIO KOMIIOHEHTa B Ii0-
JaTe Kalus, IMoJiydeHHast IIPSIMBIM CITOCOOOM, 1 CO-
OTBETCTBYIOIIAsl €My paclIMPEeHHAas HeolpeaeacH-
HocTb U, paccunutaHHas no ¢popmyie (3), cocTaBUIn
99.966+0.014% (Tabmn. 4):

U= ku(wI%To3 ), ®))

rme k — ko3 dUIIMeHT oxBaTa, paBHBIN IBYM IIpU
YPOBHE TOBepUsl, MPUOIU3UTEIbHO paBHOM 0.95.
KYPHAJI AHAJIUTUYECKON XUMUU

ToMm79 Nel

KocBeHnnblii cniocod m3mMepeHuii MacCOBOi 101
OCHOBHOI'0 KOMIIOHeHTa. MeTomaMu Macc-CHeKTpo-
METPUU C UHIYKTUBHO CBSI3aHHOM IJIa3MOI U MOH-
HOIi XpoMaTorpaduu onpeaeanii MacCOBbIE O
70 mpuMeceil B MaTepuaje CTaHIAPTHOTO oOpas-
1a MomaTta Kanus. TunuuHass HaBecka cocTaBisia
0.15—0.2 1, ee pacTBOpSIJIM Mepeln aHAJIM30M B OUU-
IIIEHHOMW a30THOM KMCJIOTE B COOTHOIIIEHUHU C IEUO-
HU30BaHHOM Bomoii 1:2. Pe3ynprarsl onpeneacHUs
3JIEMEHTOB-TIpUMECEN TTpeacTaBaeHbl B Ta0I. 2.

Vike 0TMEeUeHO, YTO OOHAPYKEHHBIMU IIPUMECSIMU
B MCCJIeIyeMOM MaTepuaje iionata Kaaus (11 KOTo-
PBIX pe3y/bTaT U3MEPEHUM MPEBhIIIAeT Mpeaes oOHa-
PYKEHMS UCIIOJIb30BAHHOTO aHAJIUTHYECKOTO 000py-
JIOBaHUS U B Ta0J1. 2 cTouT oTMeTKa Result) siBnstoTcs
CI-, SO,*~ mo pesy/israTaM HOHHO# XpoMaTorpabun
n Na, Mg, Al, Ca, Fe, Ni, Zn, Rb, Sr, Cd, Ba, Ti, Cu,
Bi — o pesynsraTaM Macc-CIIEKTPOMETPUHU C MHAYK-
TUBHO CBSI3aHHOI TU1a3Moi. J1J1s1 TTocemHmx caeiaHo
MPEAnoaoXeHue o0 ux Hauboee BepPOSITHON MOH-
HOIT (popMe HaXOXIeHUS B HogaTe Kaus B BUIC Ka-
tmoHoB Na't, Mg?*, AP¥*, Ca?*, Fe*', Ni**, Zn?*, Rb",
Sr?*, Cd?**, Ba?*, Ti**, Cu?*, Bi**.
Hanee pacCUMTHIBAIM COAEPXKaHUE i-TO JIEMEH-
T4, Vi » MOJIB/KT, TIO (hOopMyIie
Wite.i -10
VMei ="

; (6)

AﬂkJ

2024
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COBUHA u np.

Tao6uauua 4. Pe3ynbratel U3MepeHUt MacCOBO JOJIM OCHOBHOIO KOMITOHEHTAa B MaTepHajie CTaHIapTHOro oopasiia
cocTaBa ifomara KajJusl METOIOM KyJIOHOMETPUUYECKOTO TUTPOBAHUS 1 Ha OCHOBE aHaI3a IIpuMecei

Pacmmpennas
Hsmepsiemas MeTton(-b1) Pesynbrar
Croco06 oLieHKH L . HeorpeaeneH-
BEJIMUMHA U3MEpEeHU usMepeHuii, % Hoctb (k = 2), %

MaccoBas gons iiogata | ITpssmoit KynoHoMeTpuueckoe 99.966 0.014
Kaust TUTPOBAHUE ) )
MaccoBas noins togata | KocBeHHbBIN MC-UCII, UX
KaJTus (100% mMunyc 99.976 0.010
MaccoBas moJisi iiona CyMMa npumecei 18.256 0.010

C YY€TOM MOHHBIX
MaccoBas noJs dopm
KHCI0pona pM 59.290 0.012

IpuMecei

1 HECTEXMOMETPUU
MaccoBast TOJIsT Kaaus cormn) 22.425 0.010
MaccoBas nong iiogata | KocBeHHBIIT 63 MC-UCII, UX
Kajus yueTa MOHHBIX (hopM

mpHMmeceit u Ge3 99.98100 0.00001

yJera

HECTEXNOMETPUN

com

TIE Wy, ; — PE3YJIbTaT U3MePeHU MacCOBOIi 101
i-ro anementa meronoM MC-UCIL, %; Ay, ;
aTOMHasl Macca i-To 3JieMeHTa, T/MOJIb. MHOXUTEIb
10 B popmyie (6) oOycaoBiIeH B3aUMHBIM COTJIACO-
BaHUEM €AWHUII U3MEPEHUST UCTIOIb3yeMbIX BEJIU-
YUH — MOJIb/KT, % U I/MOJIb.

CopepxaHue MOHHON (OPMBI i-TO BJIEMEH-
Ta-TIPUMECH, V. z.; , MOJIb/KT, PACCUUTHIBAIM IO

dopmye

VMe?i T VMe,iZMe,i’ (7)
tne Zy,; — 3apsiii MOHHOU (GOPMBI i-T0 3JIeMEeH-
Ta-npuMecu (MeTaa)’.

I[aﬂee B COOTBCTCTBUU C MOICIBIO XUMNYCCKOI'O
cocCTraBa ﬁOﬂaTa KaJusg U30BITOK COoICpKaHA MOHOB
KaJIisl B aHAJIM3UPYEMOM OOBEKTE OIPENETSUIA Ha OC-
HOBE YpaBHEHMSI JIEKTPOHENTPAIILHOCTH 110 (hopMyIie

Y LOD _ -
eln _ K P P X" p
v+ _Zk=1YkVXV’,k +Zp=l 3
VA ILODM 7+

C D e’ |l
_Zi=1ZiVMeZ*,i -2 3 ®)

2 B ¢opmyinax (6)—(7), (10) o6o3Hauenus Me u Me?* ucnoinb-
30BaHbI U1 3JIEMEHTA-TIPUMeECH (METasIa) U ero TOJOKUTENbHO
3apsSKEHHOM MOHHO} (DOPMBI COOTBETCTBEHHO. AHANOTMUYHbBIE
(bOPMYJIBI C COOTBETCTBYIOIIMMHU 0003HAYEHUAMU CIIPABEIUBLI
U JUISl IpYMeceil HeMeTaIoB X U MX OTPULIATEIbHO 3apsIKEHHBIX
VOHHBIX opm x ¥

XKYPHAJI AHATUTUYECKOU XUMUU

rie K — KOIMYeCTBO OOHAPYKEHHBIX aHUOHOB; V yr-

— — comepxxaHue k-ro aHnoHa X' B aHaIM3MpPyeMOM

00BEKTE, MOJIL/KT; Y — 3apsia aHMoHa; P — KoJauye-
CTBO HEOOHApY:KEeHHBIX aHMOHOB; LOD — nipenen 00-
HapyxeHus1 a5ieMeHToB MeTonoM MC-MCII, moinb/KT;
C — KOJIMYECTBO OOHAPYXEHHBIX KATUOHOB; V7., —
conepxkaHue i-ro katona Me? B aHAIM3UPYEMOM
00BEKTE, MOJIB/KT; Z — 3apsii KaTUOHA; D — Koimde-
CTBO HEOOHAPYKEHHBIX KATHOHOB.

MaccoByIo D010 MOHOB KaJIusl JJ1sT BBIIIOJTHEHUS
IIPUHIINIIA 3JIEKTPOHENTPaTbHOCTH wf(”f pPaCCUYUTHI-

BaJiu o popMyie

el.n

we = v A /10,

€)

rae Ay — aToMHasl Macca Kajvs, I/MOJIb.

MaccoByIo T0JII0 HOHHOM (POPMHEI i-TO 3JeMeHTa
IpUMECH W . %, pacCUMTBLIBAJIU II0 (popMyIie
e”

=V My /10, (10)

w + +

Me” i Me? i
rne M, . — MonspHas Macca MOHHOI (HOPMBI
[-TO BJIEMEHTA IIPUMECH, T/MOJIb.

Ha puc. 2 npencraBieHbl pacueTHbIE 3HaYe-
HUST MAacCOBOIT JOJIM OCHOBHBIX (C MacCOBOI JToJieit
Ha ypoBHe 107—1072%) snemeHTOB-TIpUMecCeii B
WOHHOI (hopMe, a TakKe COOTBETCTBYIOIAsI MacC-
coBas J0Js U30bITKA MOHA KaJlus, pacCuMTaHHas
Ne 1
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mo ¢opmyrne (9) mnsg BBHIIIOJIHEHUS IIPUHIMIA
3JEKTPOHEUTPAILHOCTH.

ITIpoBeneHHbIE pacyeThl (CcM. Taba. 2) AeMOH-
CTPUPYIOT MPUCYTCTBUE JOCTATOYHO OOJIBIIIOTO KO-
JINYECTBA OTPUILIATEIbHBIX 3aPSIOB BBUAY OOJIBIITNX
conepxanuii annonos Cl-, SO,?~. PacueTHOo€ 3Ha-
YeHHe MacCOBOM J0JIM MOJOXUTETbHBIX HOHOB K,
BBIYMCJIEHHOE /JISI KOMIIEHCALIMU OTPULIATEbHO-
ro 3apsina noHos Cl~u SO,*~, cocraBuio 0.0075%.
Hpyrue sneMeHThI-IPUMECU C MAacCOBOM Aoieit
Huxe 107°% He3aBUCHUMO OT NPENONIOXEHUSA 00
HUX HaXOXIEHUM B KaKUX-I100 MOHHBIX (popMax He
OKa3bIBAIOT MPUHIIMITMATLHOTO BIMSIHUST HA PE3YJib-
TaT U3MEPEHUIA MAacCCOBOM TOJIM OCHOBHOT'O KOMIIO-
HEHTA, TaK Kak ero liejeBasl HeonpeaeJeHHOCTh Ha-
xonutcs Ha ypoBHe 0.03—0.05%, uto B 3 000—5 000
pa3 0oJIblle comepKaHusl 3TUX ITPUMECE.

HToroBas ¢opmyina 11l pacdyeTa MacCOBOM JOJIH
OCHOBHOTI'O KOMIIOHEHTAa B fiofaTe Kajlusi KOCBEH-
HBIM CITOCOOOM IO YCJIOBUIO MaTepUalibHOTO Oa-
JlaHCa UMeEEeT BUJL

C K
WK103 =100 - Z%WMET" - kleX)ﬁ,k -
i= =

p LOD (WMJJ) .

P LOD(W v )
_ X p) eln

Z 2 Wk
p=1

(11D

rme w, ., — MaccoBas J0JIs i-Tro KaTMoHa (MoHa Me-
Tauia) ¢ 3apsnoM Z' B aHAIM3UpyeMOM 06bekTe, %:
Wyr , — Maccoas 1o k-T0 aHMOHA C 3apsaoM Y B
aHaJI3UPYEMOM OOBeKTE, %; LOD(WMe? 1) — Tpenen
OOHapy>KEeHUsT DJIEMEHTOB, IS KOTOPBIX TIpearosara-
eTCs MPUCYTCTBUE B COMU B BUAE KATUOHA, METOIOM
MC-UCII, %; LOD(WXy, ) — Openesa oOHapyKEHUS
3JIEMEHTOB, IIJIsI KOTOPBIX MPEAIOJIaraeTcs mpucyT-
CTBUE B COJIU B BHIe aHnoHa, MetonoM MC-WCII, %.

CyMMapHy10 CTaHAapTHYIO HEOMpeneJeHHOCTh
pe3yJibTaTa U3MEePEeHUI MacCOBO TOJIU OCHOBHOTO
KOMITOHEHTA B fiofaTe KaJlisl KOCBEHHBIM CIIOCOO0M
paccyuThIBANIM MO (popMyie:
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PacueT usbuiTouHoro
CcofepXaHua UoHa Kkanus
no npuHLUNY
9reKTpoHeTpansHocTn

PesynbTathbl
VIOHHOIA
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S+ Cd* Ba* Bi* Kipacwen

o.ooool_-l S = e s e oo
Na® Mg2 A SO7 CF ca» T Fe* N@ Cu* Zn* Rb

Puc. 2. 3HaueHusT MaccoOBOIl HOIU JIEMEHTOB-TIpUMe-
ceil B mpejrojiaraeMoii MIOHHOU (popme, TIPUCYTCTBY-
IOLIMX B aHAJIU3UPYEMOI COJIM, MO pe3ysbraTaM U3Me-
pEeHUI METOIAMU MACC-CIIEKTPOMETPUU C UHIYKTUBHO
CBSI3aHHOI1 IJ1a3MOM M MOHHOM XpoMartorpaduu.

Pesynbrat uaMepeHuit MacCcoBoOit 10711 OCHOBHOTO
KOMITIOHEHTA B iiogaTe Kajius, MOJIYyYEeHHbII KOCBEH-
HBIM CITOCOOOM, ¥ COOTBETCTBYIOIIAS €My pacIIpeH-
Hast HeOpeIeIeHHOCTD, pacCUNTaHHasI 1o hopMyJie,
aHajornyHoi popmysie (4), mpuBeneHbI B Ta01. 4.

PesynbraThl, Noy4eHHbIE IPSIMBIM CITOCOOOM Ha
OCHOBE KYJIOHOMETPUUECKOTO TUTPOBAHUS U TIpe] -
JlaraeMbIM KOCBEHHBIM CIIOCOOOM, XOpOIIIO COoIjia-
cytoTcs Mexay coboii. HeocriopuMmbiM npeumy-
IIECTBOM IIPSIMOTO CIT0C00a (IIpy MCHOIb30BaHUM
MNepBUYHOI0 MeToda — KYJIOHOMETPUYECKOIO TH-
TPOBaHUS) SIBJSIETCS YCTAaHOBJIEHUE METPOJIOTH-
YeCcKOi MpOCIeXMBaeMOCTU HEMOCPEACTBEHHO
K emmaniaM CU (KT, amriep, CeKyHaa), Torma Kak
KOCBEHHBII CII0CO0 YaCcTO ITO3BOJIIET JOCTUYD MEHb-
IIIMX 3HAYEHUI pacIIMPEeHHOM HEOMpPeneeHHOCTH
pe3yabTaTOB U3MEPEHU ITPU UCTIOIb30BAaHUU TTOIX0-
Jla K OILIEHKE HeOIIpeneIeHHOCTH, PEKOMEHIOBAaHHOIO
B pykoBozuctse [20].

WMccnenoBaHHBIM MaTepuall ogaTta Kaausl UC-
IMOJIb30BaJIM B Ka4eCcTBe 00pasma IJIsI KIIOUYeBBIX
CJVYEHUI TI0 KOJIMUYECTBEHHOMY OTIpeNeIeHUIO o~
narta kaausg CCQM-K152 “Assay of potassium iodate”
[26], B KOTOPBIX MPUHSUIM ydacTHE HaLlMOHaJIbHbIE
METPOJIOTUIECKIE MHCTUTYTHI C TIPUMEHEHUEM pa3-
JIMUHBIX aHAJIMTUYECKUX MeTonoB: Poccun (KyJ1oHO-
MeTpuUYecKoe TUTpoBaHue), Kuras (Kya1oHOMETpHU-
yeckoe TUTpoBaHue), SIMoHun (KyJIOHOMETpUYecKoe

el.n

¢, K Duz(
u(wKIOS): Zu (WMe“,l')Jr Zu (nyf,k)'f‘z
i=1

k=1 =1

~
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LOD(WMEUJ)) iuz(LOD(ny,p))

4 4 +L12(WK+ ) (12)

p=1
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n BecoBoe TUTpoBaHue), CroBakum (KyJIOHOMETPH-
YecKoe U BecoBoe TuTpoBanue), Typuuu (00beMHOe
MOTEHIIMOMETPUYECKOE TUTPOBaHue), bpazuiumu
(KyJTOHOMETpUUYECKOe TUTpOBaHUe), MeKCUKHU (Be-
COBOC ITOTCHIIMOMETPUYECKOE TUTpOBaHme), Ap-
FeHTUHBI (00BEMHOE IMOTCHIIMOMETPUIECKOE TH-
TpoBaHue). OnopHoOe 3HaUeHUE KIIIOYEBOTO CIMYe-
Hus (key comparison reference value) cogepkaHus
OKMCIIMTeJIell B IIepecuyeTe Ha omaT Kajaus cocTa-
BUJIO 4.67194 MOJIb/KT ¢ paclUIUPEeHHOM Heompeae-
sneHHocThio (kK = 2) 0.00050 MoJib/KT, YTO COOTBET-
ctByeT (99.9801+0.006)% u xopoio coriacyercs
CO 3HAYECHUSIMM, MPUBEACHHBIMU B Ta0J. 4. 3Me-
pUTEIbHBIE U KaJIMOPOBOYHBIE BO3MOXHOCTH II0
OIlpeneeHNI0 OCHOBHOIO KOMIIOHEHTA B YMCTHIX
BellecTBax B guanasoHe oT 99.0 no 100.0%, obe-
CcIIeYnBacMble TOCYIapCTBEHHBIM IIEPBUYHBIM 3Ta-
nmoHoM I'DT 176, HEOMHOKPATHO MOATBEPKAANUCH
B MEXIYHApOIHBIX canmdeHuax, HarpuMmep CCQM-
K96 [2], CCQM-K48.2014 [3], CCQM-K143 [27],
CCQM-K152 [26], CCQM-P149, KOOMET 645/
RU/14, KOOMET 672/RU/15, no omnpenene-
HUIO 2JIEMEHTOB-TIpUMeceii B auanasone ot 1078 1o
102% — B MexXIyHapoIHbIX cimueHusax SIM.QM-S7,
QM-S11, CCQM-P149, CCQM-P107.1.

ITocne 3aBeplIeHUST KIIOYEBOTO CIMYCHUS
CCQM-K152 atoT Xe MaTepman omaTa Kaaus
ncnoab3oBaan B YHUUM — dunmane BHUUM
M. JI.1. MeHnneneeBa ajs BbIIycKa CepTUDUIIN-
poBaHHOTO cTaHAapTHoro obpasua (CCO) coctaBa
riopara kanusa (KIO, CO YHUKWM) ¢ arrecroBaH-
HBIMU XapaKTepPUCTUKAMM MACCOBOM IOJIM MomaTa
Kajus, iioga u Kkuciopona. MccienoBaHust OTHOPOI -
HOCTH, JOJTOBPEMEHHOM U KPaTKOBPEMEHHOM cTa-
OMIIBHOCTH, a TaKXKe YCTAHOBJICHUE aTTECTOBAHHOTO
3HAYEHMST MaCCOBOII TOJIM {10maTa Kaiust IIpOBOIMIIN
METOIOM KYJIOHOMETpHUUYECcKOro TuTpoBanus Ha ['OT
176, aTTecTOBaHHBIE 3HAYEHUST MAaCCOBOM JOJIU Hoaa
U KMCJIOpOoAa TIOJIyYajJy pacdeTHBIM IyTeM Ha OC-
HOBaHUM cTexuoMeTpuu cor. COOTBETCTBYIOIIE
CTaHAAPTHBIC HEONPENEIeHHOCT! OBLIN BKIIOYEHBI
B OOIIIYI0O HEONPEAEJIEHHOCTh aTTECTOBAHHBIX 3HA-
yeHuit CCO. 3HaueHUsT METPOJOTUIECKUX XapaK-
tepuctuk nmaptun Ne 1 CCO npuBeneHsI B Ta0II. 5.
Cpoxk rogaocti CCO, moaTBEepKIACHHBINA O Pe3yITh-
TaTaM UCCIEAOBAHUS CTAOMIILHOCTH, COCTABUI 5 JIET.

Pazpaborannsiii CCO cocTtaBa iiogaTta Kaiaus
MpeaHa3HauyeH Is:

- TIepenayy eNMHUIILI MAaCCOBOM (MOJISIpPHOI) TOJTN
1 MaccoBOil (MOJIIPHOI) KOHIIEHTPALIMU KOMIIO-
HEHTa CTaHIapTHBIM 00pa3liaM U XUMUYECKUM pe-
aKTUBaM II0 peaKIINy OKNCICHUSI-BOCCTAHOBIICHUSI;

XKYPHAJI AHATUTUYECKOU XUMUU
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- NOBEPKM, KaJTMOPOBKU CPEICTB M3MEPEHMUIA,
KOHTPOJISI METPOJOTUYECKUX XapaKTEPUCTUK TIPpU
MMPOBEICHUMN HCIBITAHUN CPENCTB M3MEPECHUM,
B TOM YMCJIE B LIEJISIX YTBEPXKIACHMS TUIIA;

- YCTAHOBJIEHUS U KOHTPOJIS CTAaOUIBbHOCTHU I'pa-
JYUPOBOUYHOI (KaaIuOpOBOYHOI) XapaKTepUCTUKU
CPEICTB U3MEPEHUM;

- aTTecTali METOIMK U3MEPEHUI, KOHTPOJIS TOY-
HOCTH PE3yIBTaTOB U3MEPEHMI MacCOBOI (MOJISIPHOI)
JIOJIA ¥ MacCOBOI (MOJISIpHOI) KOHLIEHTPALUM KOMIIO-
HEHTa B XUJKUX U TBEPIbIX BEIIECTBAX U MaTepuaax.

* * *

Taxkum o6pa3om, MoJaydeHbl pe3ybTaThl U3Mepe-
HUIA MacCOBOM JOJIM OCHOBHOT'O KOMIIOHEHTA B MaTe-
puane CCO iiogaTa Kaius IMpSIMBIM CITOCOOOM C TPH-
MEHEHMEM IIEPBUYHOTO METONIa KyJIOHOMETPHUECKO-
IO TUTPOBAHUS C KOHTPOJIEM MEIIaIoIINX IIpuMeceit
METOIOM MOHHOI XxpoMaTorpacuu U KOCBEHHBIM
CcnocoOOM Ha OCHOBE aHajiM3a IpuMeceil ¢ IpumMe-
HEHHEeM METOIOB MaCC-CIIEKTPOMETPUN C MHIYKTUB-
HO CB$SI3aHHOI TJ1a3MOM Y MOHHOM XpoMaTorpadum.
ITonydyeHHBIe IPSIMBIM M KOCBEHHBIM CIIOCOOAMU
pe3yIbTaThl COIIOCTABIIEHB MEXIY COOOM, a Tak-
2K€ ¢ OMIOPHBIM 3HAaYE€HNEM MEXKIYHAapOTHOIO KIIIO-
yeBoro cinuyeHuss CCQM-K152 u nokaszaHo, 4TO
BC€ PEe3YyJIBTaThl XOPOIIIO COMTACYIOTCS, IPU 3TOM
MpUMEHEeHUe MEeTOoJa MacCcoBOTO OayaHca 0e3 yue-
Ta MIOHHBIX (DOPM TIPUCYTCTBUSI IIPUMECE B 00IIIeM
cJIydae IIPUBOMUT K 3aBBIIICHHBIM pe3yJIbTaTaM Mac-
COBOI1 1011 OCHOBHOT'O KOMITOHEHTA U K CYIIIECTBEH -
HOIt HEAOOLIEHKEe HeomnpeneJeHHOCTH U3MEePEHMIA 10
CPaBHEHMIO C pe3yJIbTaTaMy U3MEPEHUM IIPSIMbIMU
MeTOJaMH1 WM TE€M K€ METOIOM MacCOBOI0 OajaH-
ca, HO YUYUTHIBAIOIIUM MOHHYIO (DOpPMY IIpUMECEid.
YcTaHOBIEHB METPOJIOTUYECKUE XapaKTePUCTUKH
CCO cocraba itogara xkaausa 'CO 11713-2021, xoTo-
PBI TIpegHa3HAYCH 1T XpaHEHMS U TIepenadn eam-
HUIIBI MACCOBOM O KOMIIOHEHTa, BOCIIPOM3BOIM-
MOM roCcy1apCTBEHHBIM MEPBUYHBIM 3TajoHOM ['DT
176, 1 MOXXET OBITh UCITOJIL30BaH JJISI IPUTOTOBICHUS
ceptudupoBanHbix CO pacTBOpOB ioa, a TaKXkKe
ISt oOecIieueHUsI METPOJIOTMYECKOM MpoceKruBae-
MOCTH Pe3yJIETaTOB M3MEPEHUIA CONepKaHUsI KaJIusl,
iioma, KKCJIOpOa B 3JIEMEHTHOM aHaJIM3e, HallpuMep
METOIOM BOCCTAHOBUTEILHOIO TIJIABJICHMSI.

[IpyMeHeHne OMHOBPEMEHHO IBYX CIIOCOOOB —
MPSIMOTO YU KOCBEHHOI'O — JJIs1 YCTAaHOBJIEHUST Mac-
COBOI TOJIM OCHOBHOTO KOMITIOHEHTA 1 3JIEMEHTOB
OCHOBBI YUCTOM conu gBasieTcs 3G (PEeKTUBHBIM
(XOTg M BecbMa TPYI03aTPaTHBIM) MHCTPYMEHTOM
HCCIIENOBAHMUS METPOJOTHIECKUX XapaKTePUCTUK
No 1
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Tab6auna 5. Merposnorndeckue xapakrepuctuku I'CO 11713-2021 cocraBa itomara Kaaus (maptust Ne 1)

AOcomoTHas pacllIMpeHHas I'paHulLIbl aOCOMIOTHOM
ArTecTOBaHHAA ATTecTOBaHHOE HEOTMpeaeIeHHOCTD MTOTPELTHOCTHA
XapaKTepUCTUKA 3HaYEeHUE aTTECTOBAHHOTO 3HAYEHUS aTTECTOBAHHOTO
npuk=2,P=0.95 % sHaueHus mpu P = 0.95, %
MaccoBas nois 99.965 0.030 +0.030
iomaTa Kajaus
MaccoBast gond iionga 59.283 0.021 +0.021
MaccoBas goms 22.421 0.014 +0.014
KHCIIOpOona

CCO, koTopbie SIBIASIOTCS HOCUTEISIMU €OUHMUIIL,
BOCITPOM3BOAMMBIX [0CymapCTBEHHBIM ITIepBUYHBIM
stajioHoM I'DT 176, u Baaugalyuu BHOBb pa3paba-
TBIBAEMBIX METOIUK BOCIIPOU3BEICHMS SIMHUIL CO-
Jep>KaHUS KOMITOHEHTOB ¢ npuMeHeHneM 'OT 176.

s mepemayud enMHUIL MacCOBO# (MOJISIPHOI)
JIOJIX U MacCOBO (MOJISIPHOI) KOHLIEHTpALIUU M0~
JlaTa Kajaus, a Takke iona U Kucjaopoaa I Iupo-
KOTO IPaKTUIECKOIo MPUMEHEHHUS pa3paboTaH cep-
TUPULUMPOBAHHBIN CTaHAAPTHBIN 0Opa3el] cocTaBa
ionata kanua (K10, CO YHUNM) I'CO 11713-2021
C UHTEPBAJIOM aTTECTOBAaHHBIX 3HAYCHUIT MacCCOBOM
nonu tiomara Kanus (99.000—100.000) %, maccoBoii
nonu iiona (59.242—59.301)%, MaccoBoii 101U KUC-
nopona (22.406—22.429)%, pacluMpeHHO Heolpe-
JIeJICHHOCTBIO aTTEeCTOBAaHHBIX 3HAUSHUH npu k = 2
(0.020—0.030)%. Pa3spaboTaHHBIA BEICOKOTOUHBIA
CTaHIApTHHIN oOpa3ell cocTaBa ffogara Kajlus He
nMeeT aHanoroB B Poccuiickoit Menepannm.

OnucaHHBII KOCBEHHBI CIOCOO OINpencaeHus
YUCTOTHI COJIEM METaJIJIOB C YYETOM MOHHOI ¢op-
Mbl MIPUMECEN U HECTEXMOMETPUU UCCaeayeMoit
COJIM TIO3BOJISIET MOJYYUTH TOCTOBEPHBIE PE3YJIb-
TaThl MACCOBOM JOJIM OCHOBHOIO KOMIIOHEHTA, CO-
[JIACOBAHHBIE C MPSMBIM CITOCOOOM. JloMOTHUTENb-
HO CJIENYET OTMETUTh, YTO OIIMCAHHBIM KOCBEHHBIN
Ccroco0 SIBJISIETCS JOCTAaTOUHO OOIIMUM, TaK KaK yxke
OBLT OIPOOOBAH MPU OIpeaeICHUN YUCTOTHI XJI0PU-
Jla KaJiisI, XJI0pruaa HaTpus, KapOoHaTa HATpUsT (1St
BBICOKOUYMCTBIX COJIEM MO3BOJISIET TOCTUYb OTHOCH -
TEJIbHOUN paCIIMPEHHOM HEONPEACITIEHHOCT MEHEE
0.02% (k = 2)) 1 MOXeT ObITh MCIIOJIL30BaH B aHA-
JIUTUYECKOI MpaKTUKE IJIS1 OLlEHUBAHUS YMCTOTHI
JIPYTUX coJieii MeTalioB.
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