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Hayunas cmamusi nocssiyena conocmasieHuto 08yx no0Xo008 K onpeodesieHuio Yucmomyl Cojieti Memaiiog Ha npume-
e CILOACHO20 NO cocmagy obvekma — xaopuda kaaus promayuonnozo. Ilpusedenvl pesynomamel onpeoenenus Mac-
€080l D0NIU OCHOBHO20 KOMNOHEHMA (XI0pUOA Kaaus) 8 Xaopuoe Kaius GiomayuoHnoM, ROAyUeHHble NPAMbIM (C Uc-
NONb308AHUEM MEMOOA KYIOHOMEMPUYECKO20 MUMPOBAHUSL ¢ KOPPEKYUETl HA AHUOHbL, MUmMpyemble COBMECIHO
¢ onpeoensaemviM XJ10pUo-uoHoM, U U30bIMOK KamuoHos) u KoceehHviM (no cxeme «100 % munyc cymma npumeceiiy
¢ yuemom ux gpopm npucymcmeus) cnocovamu. Iloxazano, umo npsamoul u KoOC8eHHwvlll CHOCOObL 0alOm XOPOULO CO2a-
cytowuecs pesyromamsl: (96,08 £ 0,17) % u (96,11 & 0,12) % coomeemcmesenno. Pezyiomamul uzmepenuil, noiydenule
Ha 9MANOHHBIX YCMAHOBKAX, C Y4emOoM HeONnpedeieHHOCMU XOPOUO CO2IACYIOMCs ¢ AMmMeCcmo8anHblM 3HAYeHueM
Maccogoil doau xaopuda kaaus (96,11 + 0,11) %, @vluucieHHbIM HA OCHOBE MeNCIAOOPAMOPHO20 IKCNEPUMEHMA
6 1abopamopusx, komopuie npogodsam uzmepenus no I'OCT 20851.3. Ocobennocmuio peanu308anuvix ¢ OaHHOU
pabome npsamMo20 u KOCBEHHO20 CNOCOD08 ABNAEMCsL NOCMPOEHUe MOOEIU XUMUYECKO20 COCMABA AHANUZUPYEMO20
00beKma Ha OCHOBE ANPUOPHBIX U IKCNEPUMEHMATLHBIX OAHHBIX C UCHONIb30BAHUEM O8YX OA308bIX NPUHYUNOS NPU
CYMMUPOBAHUU COOEPACAHUS NPUMECELL. YCI08US MAMEPUATbHO20 OANAHCA U NPUHYUNA DNEKIMPOHEUMPATbHOCTU.

Kniouesble cnosa: XNopua Kanna Cb}'lOTﬁLlI/IOHHbIVI, maccoBas 0/ 0CHOBHOr0 KOMMOHEHTA, CyMMa NPUMECEN, KYNOHOMe-
TPUYECKOe TUTPOBAHNE, MACC-CNEKTPOMETPUSA C UHAYKTUBHO-CBA3AHHOW MNa3Moil, aTOMHO-3MUCCUOHHASA CEKTPOMETPUS

C VHOYKTUBHO-CBA3AHHO N1agmMoi
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The article is devoted to the comparison of two approaches to determining the purity of metal salts on the example
of a complex in composition object — flotation potassium chloride. The results of determining the mass fraction of
the main component (potassium chloride) in flotation potassium chloride obtained by direct (using the coulometric
titration method with correction for anions titrated with the determined chloride ion and an excess of cations)
and indirect (according to the scheme 100 % minus the amount of impurities with regard to their species) methods.
It is shown that direct and indirect methods give well consistent results: (96.08 + 0.17) % and (96.11 + 0.12) %,
respectively. Also, the measurement results obtained using the standard installations considering the uncertainty are
well consistent with the certified value of the mass fraction of potassium chloride (96.11 £ 0.11) %, obtained based on
an interlaboratory experiment in laboratories that perform measurements in accordance with GOST 20851.3. The
feature of the direct and indirect methods implemented in this work is the construction of a model of the chemical
composition of the analysed object based on a priori and experimental data using two basic principles when summing
up the content of impurities. the conditions of material balance and the principle of electroneutrality.

Keywords: flotation potassium chloride, mass fraction of the main component, amount of impurities, coulometric titration,

inductively coupled plasma mass spectrometry, inductively coupled plasma atomic emission spectrometry

BeepgeHue

Bonpocam onpegenexnus MaccoBOi AONU OCHOBHOIO
KOMMOHEHTA B XMMMWYeCKNX BellecTBax, Apyrumu cnosa-
MM — YUCTOTbI BELLECTB, NOCBALLEHO 60MbLIOE KONIMYECTBO
Hay4HbIX cTaTen [1-28]. YncTble BELLECTBA U MPUTOTOBIIEH-
HbIe U3 HIX KannbpoBOYHble 06pasLbl ABNAOTCA OCHOBOIA
CPaBHEHNS 419 NOLABJIAKOLLEr0 60JbLUNHCTBA UHCTPYMEH-
TaNlbHbIX METOI0B aHaNM3a coCTaBa BELIeCTB U matepua-
NOB. YCTaHOBIIEHWE COLEPXKaHNs OCHOBHOMO KOMMOHEHTa
B Y/CTOM BELLECTBE C OLiEHEHHOI HeONpPeesIeHHOCTbIO He-
06X0ANUMO NS NOSYy4eHUs JOCTOBEPHbIX PE3YNbTaToB W3-
MEpEeHWii COLepXXaHNs KOMNOHEHTOB B Pa3/IMYHbIX 00bLEK-
Tax 1 06eCneveHNs METPONOrMYECKON NPOCNEXMBAEMOCTH
3TUX pe3ynbTatoB. B nocnejHue rofbl CTano 3aMeTHbIM Mo-
BblLLEHME UHTEepeca MeTpOJSIorm4eckorn 06LLEeCTBEHHOCTH
K BONpocam yHUMKaLum nogxo40B8 Mo OLEHUBAHMIO YN~
CTOTbI BellecTB. Tak, KOHCYNbTaTUBHbIN KOMUTET N0 KO-
nuyecTsy BellecTsa — Metponorus B xumum u 6uonorun

m SrtanoHbl. CraHpapTHblie o6pasubl T.17. N24, 2021

MexpayHapogHoro bropo mep u Becos B 2017 1. paspa6o-
TaN PeKOMeHAAUNI0 (TaK Ha3blBAEMYIO «4OPOXHYIO Kap-
Ty») N0 OLIEHUBAHMIO YACTOTbI METASINIOB, B KOTOPOW Npeay-
CMaTpMBAOTCA Kak NpsMble CNOCco6bl C UCMOJIb30BAHUEM
METOZa U3MEePEHUA, NO3BONAOLLEr0 NONYYUTh HeMocpes-
CTBEHHO 3HA4YeHWE U3MEPAEMON BEUYUHDI, TaK N KOCBEH-
Hble cnoco6bl no cxeme «100 % MUHYC CyMma npuUMecei».
B nopoxxHoit kapTe, KoTopas 6b11a pa3paboTaHa no pesysib-
TaTam MeXZYHapOAHOro CAUYEHWUS N0 ONpPeLesieHmnto Yi-
CTOTbI LMHKa [28], @ TaKXXe B HACTOALLEN CTaTbe TEPMUHO-
norus «npamoit cnoco6» N «KOCBEHHbIN CNOC06» OTHOCUT-
CA K TOMY, ONpejensieTcs HenocpeACcTBEHHO 3/IEMEHT OC-
HOBbI /N XXe NPUMECH, COOTBETCTBEHHO. G TOYKN 3pEHUS
TepmuHoniorun PMI 29 [29], B 060ux cnoco6ax pesynbra-
Tbl U3MEPEHUIA NPeLCTaBNAT COO0N pe3ynbTaTbl KOCBEH-
HbIX M3MepeHuii. CornacHo JOPOXHOI KapTe, KoTopas pac-
NPOCTPAHAETCS HA YACTbIE METaNMbI, BbIGOP cNOco6a 3aBU-
CUT OT LieN1IeBOIA HEOMpPeesIeHHOCTY PesynbTara U3MepeHui
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COJiep>XXaHns 0CHOBHOMO KOMMNOHEHTa. GneayeT OTMETUTD,
4TO0 [10 CUX NOP HE YHUPULMPOBAHLI METOANYECKME MOLXO-
Obl K ONpeaeneHnto MacCoBON A0S OCHOBHOIO KOMMOHEH-
Ta B CONAX U APYTUX CNIOXHbIX COBANHEHNAX U CBA3AHHOI
C Heil HeonpeeneHHOCT U3MEPEHWIA NPY ee OLeHNBaHUN
Ha OCHOBE N3MEPEHNIT COAEPXKAHMS MPUMECHBIX KOMMOHEH-
T0B N0 cxeme «100 % MUHYC cymMMa npuMeceii».

Llenbto paboThbl cTano onpoboBaHUe U conocTasne-
HUEe NpAMOoro 1 kocsenHoro (100 % muHyc cymma npume-
cen) cnoco60B onpefesieHns MaccoBoil 40N OCHOBHO-
ro0 KOMMOHEHTA B XN0puae Kanus noTaLoHHOM Ha npu-
mMepe matepuana 04HOMMEHHOro CcTaHAapTHOro obpasua
ICO 8240-2003".

Marepuanbi nu MeToAbI

06bexT aHann3a

06bekT aHanusa — matepuan NCO 8240-2003 ka-
NN XNOPUCTBIA (OIOTALUOHHBIA MapKn «MenKum»
no FOCT 4568-95 [30] nponssoacTea OAO «Ypankanuin».
ATTeCTOBaHHOE 3Ha4YeHWe MAcCOBOW JONM xnopuaa Ka-
nusa coctasnsaet 96,11 %, rpaHnLbl aBCONOTHOW NOrpeLl-
HOCTY aTTECTOBAHHOTO 3HAYEHMA NPW JOBEPUTENLHOIA
BepoaTHocTM P=0,95 yctaHoBneHbl pasHbiMu +0,11 %.
ATTecTOBaHHOE 3HA4Y€eHWe YCTaHOBJIEHO N0 pesyNibTaTam
MEeX1abopaTOpPHOro 3KCMepUMeHTa ¢ UCNONb30BaHNEM
MEeTOZ0B 1 MeToAMK u3mepenunit no FOCT 20851.3 [31].
[ToMMO MacCOBOWM JOMN XNIOPUAA Kanns B CTaHAAPTHOM
06pasLe aTTeCTOBAHbI 3HAYEHUS MACCOBOW AONN X0puaa
HaTpUA, rekcarnapara xaopuaa marius, cynbara kanb-
LM, Xx0puaa Kanbuus, xxenesa, 6poMug- 1 cynbgar-mo-
HOB, HEPACTBOPKUMOTO B BOJE OCTaTKa.

i3mepsiemas BenuynHa — MaccoBas A0NsA Xn0puaa
kanus, %.

MeTtopbl aHanu3a 1 annaparypa

Micnonb30BaHHbIE METOLbI aHANN3a, CPeACTBA N3Me-
PEHWIT 1 onpeensemble C UX MOMOLLbIO NMOKasaTenm npu-
BeeHbl B Tabn. 1.

iamepnTenbHble U KanmbpoBOYHbIE BO3MOXHOC-
™ 3T 176 v BT 1961 HeoLHOKPATHO NOATBEPXLA-
NUCb B MeXAYyHapoAaHbIX cnuyieHnax CCAM-K48.2014,
CCQM-K96, CCQM-K143, CCQM-P149, KOOMET 645/
RU/14, KOOMET 672/RU/15; SIM.QM-S7, EURAMET.
QM-S11, CCQM-P149, CCQM-P107.1. Pe3ynbTaTbl Mex-
LYHAPOJHbIX CIIMYEHNIA NO N3MEPEHUI0 OCHOBHOMO KOM-
MOHEHTA B YMCTbIX BelecTBax (B gnanasoHe ot 99,0 %

'TCO 8240-2003 CTaHAapTHbIit 06pa3eL Kanuii XIopucTblii
(bnoTauMoHHbI Mapkn «menkuin» // ®epep. nHgopmauy. GoHA
no o6ecney. eanHcTea uamepennit [cant]. URL: https:/fgis.gost.ru/
fundmetrology/registry/19/items/391841
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10 100,0 %) oTpaxeHbl B [35-38], N0 N3MepeHunto afieMeH-
TOB npumeceii (B ananasoHe o1 108% go 10-2%) B [28, 39].

JkcnepuMeHTarnbHas YacTb

06bekT aHanu3a — matepuan GO 8240-2003 kanwnii
XJIOPUCTbINA (PNOTALNOHHBIA MaPKN «MEeNKNiA» — ABseT-
1 CNOXHOM N0 COCTaBY COMbIO NPUPOSHOT0 NPOUCXOXKLe-
HUS, LONOSTHNTEIbHO 06pa6b0TaHHON OpPraHNYeCcKUM areH-
TOM ANA NPUAAHUSA AHTUCNEXWNBAOLLMX CBONCTB.

MeToLOM KanunnapHoro anekTpodopesa npu BCKPbI-
TUM NPOO6bLI XNopuaa Kanus AOTaLUOHHOr0 ANCTUANINPO-
BAHHOW BOZOW MOATBEPXAEHO HANN4YuMe CrefyoLmnx no-
HoB: Cl-, SO,%, K*, Na*, Mg%, Ca?, Sr%.

[MocTpoerne Mogenu XuMm4eckoro cocTaBa aHaam3n-
pyemoro obbekTa

Mpu NOCTPOEHMN MOLENN XMMUYECKOr0 cOCTaBa XJo-
pupa kanusg oTauMoHHOro ONUpanuch Ha anpuopHble
1 9KCMEpPUMEHTAbHbIE JaHHbIe, a TAKXEe Ha PAA Npeano-
NOXEHWIA, KOTOPbIE NPUBELEHbI HUXE.

1. TOCT 20851.3-93 [31] pernameHTUpyeT onpeaeneHue
B XJ10pMAe Kanus prioTaLnoHHOM CeytoLnx npuMeceii:
NaCl, GaSO0,, CaCl,, MgCl,, HepacTBOpUMbI 0CaAO0K, BOAA.
MpucyTcTBME 3TUX COEANHEHUI HE NOLBEPranv COMHEHUIO.
JKCnepruMeHTanbHO 6b1s10 NOATBEPXKAEHO HaM4une B 06beK-
Te aHan13a HepacTBOPMMOro B BOAE 0CafKa, NpUCyTCTBUE
KCI, NaCl, CaSQ, (peHTreHOCTPYKTYPHbIM 1 PEHTreHogdaso-
BbIM aHaNN30M), COLlep>XKaHune BObl 1 OPraHn4eckoro Kom-
noHeHTa (metogom TI/OCK/MC, cm. puc. 1).

2. Ha ocHOBe aHann3a HepacTBOPMMOro 0CajKa peHT-
FEHOCTPYKTYPHBIM 1 PEHTTeH0(ha30BbIM METOA0M MOKasa-
HO, 4TO OH UMEET CNOXHbI CMELLIAHHbIA COCTaB: yaanochb
BbIAENUTb (Pasbl, 4N1% KOTOPbIX XapaKTepPHbl BbICOKINE WNH-
cTeHcusHocTy nuHUin (300-700) umn/c, COOTBETCTBY!IO-
wue CaSQy, Fe,03, 1 MEHee UHTEHCUBHbIE MONOCHI (MeHee
100 umn/c), N3 KOTOPbIX MOXHO NPEANOJSIOXKUTb NPUCYT-
ctBue Si0,, CaMg(C0s), 1 Ko ggN40 04AISi;0g.

3. To pe3ynbTatam aHanu3a xiopuaa Kkanusa notawm-
OHHOr0 METOLL0M MACC-CMeKTPOMETPUM C UHAYKTUBHO CBSA-
3aHHon nnasmoi (MC 1CN), npeacTasnieHHbIM Ha puc. 1, co-
JepXaHus Kanbuus u cynbar-noHa HaxogaTCca He B 3KBU-
BaJIEHTHbIX KOMINYECTBAX, YTO NO3BOJIAELT CAENaTh NPeAno-
NoXeHne — n36bITOK Kanbuus npucytctayeT B Buge CaCls.

4. cxons n3 Hanbosnee yCTOMYMBbLIX CTENEHEN OKUC-
NEeHUs 1 TUNUYHON POPMbI HAXOXJEHUSA B NPUPOAe ANA
KaXx[joro afemeHTa, o6Hapy>xeHHoro metogamu MC 1CH
1 (Mnn) aTOMHO-3MUCCUOHHOI CNIEKTPOMETPUY C UHLYKTUB-
HO-cBsi3aHHON nnasmoil (A3C-WCIT), aBTOpbI NPEAN0N0XN-
nn hopMy HaXoXeHN KaXKJ0ro 3yIeMeHTa B aHanusupye-
MOM 06beKTe. [laHHble Npesnonaragmbix OOPM NPUCYTCTBUS
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Ta6nuua 1. MeTonbl aHanuaa, cpeAcTBa U3MEPEHUA 1 onpegensemble ¢ X NOMOLLbIO NOKa3aTenn cocTaBa
xnopuaa kanus noTaunmoHHOro

Table 1. The methods of analysis, measuring instruments, and indicators of the composition flotation
potassium chloride

OnpenensembliinoKkasarenb, eJHNLbI

MeTtop aHanu3a Cpepctea u3amepeHuii W3MepeHHii (re NpUMEeHNMo)

KavecTBeHHbIVI aHamm3

PeHTreHo(ha30BbIil 1 PEHTIEHOCTPYK- | JudopakToMeTp peHTreHoBckuin D8

, ®a3o0BbIil COCTaB
TYPHbIA aHanm3 Advance

CucTtema KanunnsipHoro anekTpodo-

pesa <Kanenb 105 M» MpUCYTCTBYIOLLME aHMOHbI 11 KATUOHBI

KanunnapHbiid anekTpodopes

KonnyecTBeHHbI aHam3

MaccoBas 1ons aH1oHoOB, 06-
pasyHLLnX HepacTBOPKUMbIE CO-
efuHeHns ¢ Ag*, B nepecyeTe
Ha XJI0pUA-noHbl, %

JTasI0HHas yCTaHOBKA, peannayroLas
KynoHometpuyeckoe Tutposanue (KT) | MeTOS KYNIOHOMETPUYECKOTO TUTPO-
BaHus B cocTase [IT 176" [32]

MaccoBas fons npumecen
(67 anemeHTOB), %

Macc-cnekTpoOMeTpUs ¢ NHAYKTUB-

12
HO-CBsA3aHHOI nnasmoii (MC WCIT) FB3T 196-1° [33]

ATOMHO-3MNCCUOHHAS CNEKTPO-
MEeTPUS C UHAYKTUBHO-CBA3AHHO B3T 196-1 Maccosas fons npumeceii (Ca, Na), %
nnasmon (A3C NCM)

KynoHOMeTpuUs B TOHKOW NJIeHKe
neHTokcuga gpocdopa (KTI)

Maccosas gons cBo60HO (COpou-

3
raT 173° [34] POBaHHOM) BOAbI, %

MaccoBas gonis oOpraHu4eckoro
9dTanoHHas yctaHoBKa 13 coctaBa 3T [ KomnoHeHTa, %

173* MaccoBas fons Kpuctannn3aunoH-
HOW BOAbI, %

TepmorpasumeTtpus/aud depeHuu-
anbHO-CKaHUpytoLLaa KanopumeTpus/
macc-cnektpometpus(TI/OCK/MC)

* 3TaNloHHas ycTaHoBKa M3 cocTasa 3T 173:
—TepmoaHnanusatop STA 449 F5 Jupiter donpmbl «Netzsch Geratebau GmbH»
—KBaapynonbHbin macc-cnektpometp QMS403 D Aéolos coupmbl «Netzsch Geratebau GmbH».

13T 176-2019 TocyaapcTBeHHbI NEPBUYHbIA 3TANOH eNHNL MACCOBOI (MONSPHOIA, aTOMHOI) LONU N MACCOBOWN (MONAPHOI) KOHLEH-
Tpauum KOMMNOHEHTOB B XXUIKUX 11 TBEPAbIX BELLECTBAX M MaTepuanax Ha 0CHOBe KynoHomeTpuu // Oepep. nHdopmay. oHA no obecney.
enuHcTBa n3mepenuin [cairt]. URL: https:/fgis.gost.ru/fundmetrology/registry/12/items/1382712

2I'B3T 196-1-2012 TocynapcTBEHHbIA BTOPUYHBIA 3TaNOH eSUHUL MAcCOBOI JOMM U MACCOBON (MONSPHON) KOHLEHTPaLUn MeTannos
B KUAKNX 11 TBEPAbIX BellecTBax 1 matepuanax / ®epep. nHdopmad,. hoHA no obecney. efuHcTBa namepeHuil [cainT]. URL: https:/fgis.gost.
ru/fundmetrology/registry/11/items/429591

81T 173-2017 locyaapCTBEHHbIA NEPBUYHbIA 3TaN0H e4MHML MACCOBOWM JOMM, MAcCOBOI (MONAPHON) KOHLEHTPALMK BOAbI B TBEP-
ObIX 1 XKUIKUX BeLlecTBax u matepuanax / ®epep. nncopmad. oHg no obecney. eguHctea namepenmin [cant]. URL: https://fgis.gost.ru/
fundmetrology/registry/12/items/397857

3J1IEMEHTOB B XJ10puje Kanus noTaLumMoHHOM NpeacTaBfie-  OTPULATENIbHO 3apSXKEHHbIX NOHOB B aHaNU3nPyeMon co-

Hbl B Ta61. 2, rpacha 5. PaccynTaHbl 9KBUBATIEHTHbIE COAEP- N XJIOPUAA Kanus.

XKaHMSA KOKA0ro MOHA/COeAMHEHNA (MONb-3KB/KT). 6. MoCcKoNbKY B aHaNN3NpyemMom 06beKTe No LaH-
5. CornacHo npuHUMNY 3NeKTPOHENTPANbHOCTH, CyM-  HbIM NpoBeAeHHOro akcnepumeHta MC CIT cymma ak-

Ma MONMOXWUTENbHO 3aPAXKEHHbIX NOHOB PaBHA CYMME  BUBAJIEHTHbIX COAEPXKaHUIA MONOXKUTENbHO 3aPSIKEHHbBIX
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Puc. 1. PeaynbTtathl aHanm3a xnopuaa Kanusa proTauoHHOro MeTo4aMu TepmMorpaBuMeTpum (KpuBast CUHEro LiBeTa, COOTBETCTBY-
et ocn TG/%), oudhdepeHunanbHoi CKaHUPYIOLLE KanopuMeTpun (KpuBas KpacHoro ugeta, cooTBeTcTByeT ocu DTA/(uV/mg)
(MKB/Mr)) 1 Macc-cnekTpoMeTpum (KpruBas 3eN1eHOTo LiBeTa, COOTBETCTBYET ocu «lon current-10-%/A» (MOHHbIA Tok-10-°, A))
Fig. 1. The results of analysis of flotation potassium chloride by thermogravimetric methods (blue curve corresponds to TG/% axis),

differential scanning calorimetry (red curve corresponds to DTA/(uV/mg) axis), and mass spectrometry (green curve corresponds
to “lon current-10-%/A” axis)

Ta6nuua 2. 3HAYEHNS MACCOBbIX A0ONEN KOMMNOHEHTOB, YY4TEHHbIX NPU BbIYACEHUN pe3ynbTaTta M3MepeHuii
MaccoBOW 40NN OCHOBHOrO KOMMOHEHTA KOCBEHHbIM CNOCO60M, 11 npeanonaraemble DOpMbl MPUCYTCTBUA
3/1eMEHTOB B XJ1I0PUAE Kanns gnoTauoHHOM

Table 2. The values of mass fractions of components involved in calculating the result of measurements of
the mass fraction of the main component by an indirect method, and the suggested species of elements in

flotation potassium chloride
OTHOCUTENbHASA
Maccosas paclmpeHHas OTMETKE
Pesynbtart (P)/ RONA INEMEHTE, HeOnpeaeneH- 06 ucnonb30BaHuM
Ne InemenT Mpenen o6Hapy- % (¢ yueTom Wonnas chopma/ | HOCTb M3MEpPEHMi e3VNbTaTa
; ?KEHVIH (LOD')]V MaccoBoW f0NKU COeMHeHue MaccoBOW A0NH ':Iste eHMit
cop6upoBaHHON MOHHOI# thopmbl/ B0 umow?cnucoﬁe
BOAbI) COEANHEeHNs Npu p
k=2,U;,%
1 |Ag LOD 5,010~ Ag 100 -
2 |Al P 511073 Al3+ 14 +
3 |As P 1,110-° AsQs*- 16 -
4 |Au P 4,310-6 Au 29 -
5 |B LOD 1,010 BO,®- 100 -
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[fpoponxeHune ta6n. 2
Continuation of Tabl. 2

OTHocHTENbHaA
MaccoBas paclumMpeHHas OTMeTKa
Pesynbtart (P)/ "2/"" INEMeENT, Heonpeneneu-u 006 ucnonb30BaHuM
o (c yyeTom WonHas thopma/ | HOCTb U3MEPEHUIA
Ne Inement Npepen o6Hapy- _ o pesynbrata
xeHus (LOD) MaccoBoi foNu cOoe/iMHeHne MaccoBoi 0K W3MEDeHMit
cop6upoBaHHON MOHHOW thopMmbl/ BN umow?cnocuﬁe
BOAbI) COE/INHEHUSA NpH p
k=2,U;, %
6 |Ba P 1,110+ Ba? 7 +
7 |Be LOD 5,010~ Be* 100 +
8 |Bi LOD 5,010-8 Bis+ 100 +
9 |Br P 4,510~ Br- 10 +
10 c P 2,110 CaSo0, 9 -
a
11 P 1,810 Ca? 9 +
12 (Cd P 1,710-6 Cd> 58 +
13 |Ce P 1,110-° Ce,04 10 -
Cl no ypaBHeHuto
14 | anekTpoHe- P 4,910 Cl- 5 -
TpasibHOCTU
15 | Co P 5,910-¢ Co?* 33 +
16 |Cr P 5,210-5 Cr3+ 24 +
17 |Cs P 1,6-10-¢ Cs* 16 +
18 |Cu P 2,210+ Cu? 15 +
19 | Dy P 9,010~ Dy,0; 30 -
20 |Er P 40107 Er,0, 58 -
21 |Eu P 3,010~ Eu,0s4 67 -
22 |Fe P 3,710? Fe,0; 27 -
23 |Ga P 8,110-¢ Ga’* 22 +
24 |Gd P 1,3-10-6 Gd,0,4 7 -
25 |Ge LOD 5,010 Ge0, 100 -
H,0 Kpucr. -
26 (3 MgCl-6H,0) P 6,89-10 H,0 4 -
27 | Hf LOD 5,010-8 Hf0, 100 -
28 |Hg P 5,010 Hg 28 -
29 |Ho P 2,010~ Ho,0; 32 -
30 | LOD 5,0-10-¢ I- 100 +
31 |In P 1,810-¢ In3+ 30 +
| T
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[fpogonxeHune ta6n. 2
Continuation of Tabl. 2
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OTHOCHTENbHaA
I Neonpenenen. | OTWeTHa
Pesynbtart (P)/ o ’ n . | 06 ucnonb30BaHumn
Ne 3neMenT Mpenen oGHapy- o (c ngmm OHHad (hopma/ | HOCTb usmuepeuuu pe3ynbTara
weHus (LOD) MaccoBoii Aonn coefiuHeHne MaccoBoii pony p——
copbupoBaHHOii MOHHOW thopMmbl/
B NpAMOM cnocobe
BOAbI) COEINHEHUSA npu
k=2,U;,%
32 |La P 3,110-6 La,0; 34 -
33 |Li P 2,310-° Li* 21 +
34 |Lu LOD 5,010-8 Lu,0;4 100 -
35 | Mg P 2,810 Mg 8 +
36 [Mn P 8,110+ Mn?2 19 +
37 | Mo LOD 5,010 Mo0,% 100 -
38 [Na P 1,06 Na* 5 +
39 [Nb LOD 5,010 Nb,0s 100 -
40 | Nd P 3,810-¢ Nd,03 30 -
41 | Ni LOD 5,0-10-6 Ni2 100 +
42 |0s P 1,010~ Os 36 -
43 |P LOD 5,010+ PO,%- 100 -
44 | Pb P 2,6-10-° Pb? 9 +
45 |Pd LOD 5,010 Pd 100 -
46 | Pr P 8,010 Pr,0, 14 -
47 | Pt LOD 5,010-8 Pt 100 -
48 |Rb P 3,810-° Rb* 11 +
49 |Re P 1,010~ ReS, 35 -
50 |Rh LOD 5,010 Rh 100 -
51 [Ru LOD 5,010~ RuS, 100 -
52 [Sb LOD 2,510 Sh0,%- 100 -
53 |Sc P 5,510-6 Sc,0° 100 -
54 |Se LOD 5,0-10-% Se05* 100 -
55 |Si LOD 3,0-10-° Si0, 100 -
56 |Sm P 5,010 Sm,0, 27 -
57 |Sn LOD 2,510-¢ Sn# 100 +
58 |Sr P 1,110-° Sr2+ 10 +
59 |Ta P 40107 Ta,05 47 -
I |P|C|TI Measurement Standards. Reference Materials Vol.17. N24, 2021
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OKOHYaHue Tabn. 2
End of Table 2

OTHOCUTENbHAA
Maccosas pacwupeHHas 0
L0N7 3NemMeHTa Heonpepenex- TMETKa
Pesynbtar (P)/ o ’ . | 06 ucnonb30BaHuK
% (C y4€TOM WouHas chopma/ | HOCTb U3MEPEHUA
No anemeHt Mpenen obHapy- N o pesynbTaTa
MaccoBoi [0JIU coefuHeHue MaccoBoi [0JU N
XeHus (LOD) . . U3MepeHuit
cop6upoBaHHON MOHHO# thopmbl/
B NpsIMOM cnoco6e
BOJbl) coeqMHeHus npu
k=2,U;, %
60 |Tb P 2,010 Tb,0, 32 -
61 |Te LOD 2,510-¢ Te0,* 100 -
62 |Th P 8,010 ThO, 54 -
63 |Ti LOD 5,010-° TiO, 100 -
64 (Tl P 6,010 Tr 69 +
65 |Tm P 1,010 Tm,0; 35 -
66 P 2,010 uo, 75 -
67 |V P 4,810+ V,05 6 +
68 |W P 4,010 WO 100 -
69 |Y P 2,310-¢ Y,0;3 28 -
70 |Yb P 4,010 Yb,0; 28 -
71 |Zn P 4,410+ Zn? 21 +
72 | Zr P 4,310-¢ Zr0* 12 +
OpraHuyeckuit
73 | P LOD 1,25:10-1 C,H, 0N, 100 -
peareHT
lMpumeyarnns K Taon. 2.
1. Pe3ynbTathl M3MepeHuit MaccoBoi Aonn anemeHToB nn. 1-9, 12-13, 15-25, 27-37, 39-72 nony4eHbl METO0M MaCcC-CneKTPOMeTpUm
C UHOYKTUBHO-CBA3aHHOM Nia3mon. NpuBefieHbl 3Ha4eHMs C NONPABKOW HA COLlepXKaHune cB0604HOM (COPOMPOBAHHON) BOAbI.
2. PesynbTaThbl M3MepeHuii MaccoBoi aonu anementos nn. 10, 11, 38 nonyyeHbl METOA0M aTOMHO-3MUCCUOHHON CNEKTPOMETPUN C UH-
[NYKTUBHO-CBA3AHHOM NiasMon. [puBefieHbl 3Ha4YeHMs C NONPaBKO HA CofiepXKaHne cBO6OAHON (COPOUPOBAHHON) BOABI.
3. Pe3ynbTaTbl M3MepeHUA MACCOBOI 40NN KPUCTANIM3ALMOHHON BOAbI U MACCOBOM JOMN OPraHNYeCcKOro KOMNOHEHTa NOYYeHsbl
metopamu TI-ACK/MC.
4. Pe3ynbtat MaccoBOIi [OU XNOPUA-NOHOB, HAXOAALLUXCA B N3OBLITKE OTHOCMTEIbHO BCEX KaTWOHOB, OLIEHEH MO YPABHEHNIO
9NeKTPOHENTPANbHOCTH.
5. LOD - npeaen o6HapyXeHus, OLEHEHHbIA KaK TpU CTaHAAPTHbIX OTKIIOHEHWS pe3ynbTaToB U3MePeHNii MacCcoBOI 40NN 3N1eMEHTa
B PacTBOpPE X0NOCTOro OMbITa.

1 KOCBEHHOr0 cnoco6a, HeCKOJIbKO OTNNYATCA U onuca-
Hbl B COOTBETCTBYIOLLKNX Pa3fenax.

NOHOB NPEBbILIAGT CYMMY COAePXKaHUA OTpuLIaTeNb-
HO 3apsXKeHHbIX MOHOB, aBTOPbI NPEANONOXUIN, YTO
BCE aHNOHbI, KPOME rafioreHnoB, NPUCYTCTBYIOT B BU-

1€ HePaCcTBOPUMbIX COMENA, @ KaTMOHbI, MPUCYTCTBYIOLLME
CBEPX 9KBUBANEHTHOIO COMEPXKaHUA aHNOHOB, CBA3AHbI
C XNopna-noHamm.

Moaenu XumMM4eckoro coctaBa xnopuaa kanus dno-
TaLMOHHOTO0, MCMOJb30BAHHbIE NPU peanu3aLnie Npsmoro

YVB  Stanoubl. CranpapTHble o6pasubl T.17. Ne 4, 2021
p p

lpsamoi cnoco6

B ocHoBe npamoro cnoco6a onpeaeneHus macco-
BOW JONU Xnopuaa Kanusa roTaumoHHOro NexuT Ky-
NOHOMETPUYECKOE OMpEefeNieHne COLEpPXaHus aHu-
OHOB, 006pasyloLWmnXx HepacTBOPUMbIE COELUHEHUA
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C 3JIEKTPOreHepupoBaHHbLIMK MOHaMK cepebpa, ¢ nocne-
LVIOLLM BHECEHNEM NOMPABOK HA COAepXaHue cnepyo-
LLIX KOMMOHEHTOB:

—aHMOHOB, 06pasyloOLNX 0CAA0K C MOHaMU cepebpa
W TUTPYEMbIX COBMECTHO C XJIOPUA-MOHAMU (M0 Pe3ylib-
Tatam MC UCT);

—KaTUOHOB METanoB, CBA3AHHLIX C XJIOPWUA-NOHa-
mu (no pesynstatam MG CM n A3C NCM);

—CB060HO (COPOMPOBAHHOIA) BOABI (M0 pe3ynsTaTam
M3MEPEeHUN METOA0M KYNIOHOMETPUM B TOHKOI NAEHKE NeH-
Tokcuaa poccpopa (KTM)).

Mogenb XMMM4eCcKoro cocTaea Kannus gioTaLnoHHO-
ro Ans npsMoro cnoco6a uMeeT BUA;

KCl+NaCl+CaSO, +CaCl, +MgCl, +

i+l cB0O.’

+ 2015 Me(i)Cl, + Y, (5" Me(i), X, + H,0

roe ngl"“Me(i)Clz— CyMMa COfepXaHuit KaTno-
HOB MeTannoB Me”", CBA3aHHbIX C XIOPUA-NOHAMN, Te
L — yncno o6HapyxeHHbIx meTogamn MC WCI unu A3C
NCN anemeHTOB, J — 4UCNO HE O6HAPYXEHHbIX METO-
gom MC CTT anemeHTOB (COAEPXKAHNE HUXE NPeaenos
06HapYXeHus);

Y 9 OMe(i), X, cymma copepxaHuii aHuo-
HOB, TUTPYEMbIX COBMECTHO C ONpeaeNnsieMbiMi XN10-
pPUA-noHamm, rae O — 4ucno 06HapYKEHHbIX MeTO-
aom MC WCIM 3aneMeHTOB, KOTOpPble MPUCYTCTBYHOT
B BUAe aHnoHoB X' 1 06pasytoT 0cafoK C MOHaMM
Ag"; O -4ncno He 06HapyxeHHbIx MeTogom MG G

CranpapTHble o6pasupl / Reference Materials .

3M1EMEHTOB (COLepXaHne HUXe npesenos 06Hapyxe-
HUs), KOTOPbIE MPUCYTCTBYIOT B BAZLE aHUOHOB X~ 1 06-
pasylT 0cafok ¢ noHamu Ag”;

H,0,,.c— conepxaHue cBo60HON (cOPOUPOBAHHON),
XUMUYECKU HE CBA3AHHOI BObI;

Z — 3aps10B0Oe YNCNO KaTUOHA;

Y - 3apsa0Boe YMCNO0 aHMOHA.

PeaynbTaTbl U3MeEpPEHU MACCOBON A0MM aHWOHOB,
06pasytoLLmx HepacTBOpUMbIe COefnHeHus ¢ Ag', B ne-
pecyeTe Ha XN0PMA-UOHbI, NOMYYEHHbIE METOAOM KYmO0-
HOMETPUYECKOro TUTpoBaHua Ha 3T 176, npmseaeHbl
B Ta6n. 3. CornacHo NpMHATON MOAENN XUMNYECKOrO CO-
cTaBa, no gaHHbiM MC WCI 6binn BbIGpaHbl MeLlakLLne
KaTUOHbI 1 aHNOHbI, HA COLEPXaHUe KOTOPbIX HEO6XO-
ANMO CAenaTb NOMpPaBKy pe3ynbraTa U3MEpPEHNiA, Nony-
4yeHHOro metofom KT. Mewwatouine KaTuOHbl U aHNOHbI:
Ga, [, In, Li, Mg, Mn, Na, Ni, Pb, Rb, Sn, Sr, TI,
V, Zn, Zr.

Pe3ynbTtathl M3MepeHUint MaccoBON 40NN XN0puaa Ka-
s, @y, %, B aHanu3upyemom o6pasLie paccynTaHbl
no chopmynam (1) n (2)

Ccorr Ccorr

Oy = Vigey - Myq /10, 1

Ta6nuua 3. Pe3ynbratbl M3MEPeHNIt COAeP>XXaHUA aHMOHOB, 06Pa3yOLLNX HEPACTBOPUMbIE COEMHEHNS

c Ag", B NepecyeTe Ha XJIOPUA-NOHbI, MONYYEHHbIE METOAOM KYNOHOMETPUYECKOro TUTPOBaHNA Ha 3T

176 (6e3 KoppekLmn)

Table 3. The measurement results of the content of anions forming insoluble compounds with Ag* in terms
of chloride ions obtained by coulometric titration method on GET 176 (uncorrected)

Ne n/n wﬁg % vﬁél, MOJIb/KT

1 99,801 13,3874

2 99,786 13,3854

3 99,804 13,3878

4 99,788 13,3857

5 99,796 13,3868

CpenHee apudmeTnyeckoe 99,795 13,3866
PaclumpeHHas HeonpegeneHHocTb, U (k=2) +0,030 +0,0039
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L
Yz My
% =ta-|
+2 YqXL vz‘yf +
=1
LOD™" ]

2 Uﬁzomm’),

roe vﬁél — pe3ynbTat M3MepeHuii ColepXKaHuns aHoHOB,
06pasyloLmux HepacTBOPMMbIe coeanHeHns ¢ Ag', B ne-
pecyeTe Ha XNOPUA-NOHbI, NONYYEHHbIA METOLOM KYNOHO-
MEeTPUYeCcKoro TUTpoBaHus Ha AT 176 (cpeaHee apudme-
TWYECKOE 3HAYEeHMe N0 [aHHbIM Tabn. 3), MOJIb/KT;

Vceq — PE3YNbTaT N3MepeHuit COAEPXKAHNA aHNOHOB,
06pasytoLmMx HepacTBOPUMbIE coeanHeHns ¢ Ag’, B ne-
pecyeTe Ha XN0PUA-NOHbI, NONTYYEHHbIN MeTO,L'J,OM KYNOHO-
MEeTPUYecKoro TTposanus Ha 3T 176 (v KCl) CKOppeKTu-
POBaHHbIN BbIYUTAHNEM 113 HETO COLEPXKaHNA MEeLLAOLLINX
npumeceit, 0603Ha4YeHHbIX MHAekcamu L, J, O, O (nosic-
HeHbl BblLLE) U CBOGOHON BOAbI, MOJb/KT;

LOD?® - npenen o6Hapy>XeHUs aNeMeHTOB MeTO10M
MC WCM, monb/Kr;

V — COAEPXXaHNe NOHOB B aHaNM3NPYEeMOM 00bEeKTE,
MOb/KT;

Vp,0,,,, — COAEPXaHME CBOGOAHON (XMMM4ECKM He CBS-
3aHHOM) BOAbI, MONb/KT;

My — MonspHas macca xnopuaa kanus, paBHas
74,5483 r/mons.

Muoxutens 10 B popmyre (1) 06ycnoBneH B3auMHbIM
COrnacoBaHMeM euHNL, U3MEPEHNS NCMONb3YEeMbIX BEN-
YUH — %, MONb/KI 1 I/MOfIb.

OueHKy HeonpeaeneHHOCTU Pe3ynbTaToB U3Mepe-
HUI BbIMONHANN B COOTBETCTBMI C pekomeHaauusmu [40].
CymmapHas cTaHAapTHas HeonpeaeNeHHOCTb pe3ynbTara
N3MePeHNit CoLlepXKaHUs OCHOBHOrO KOMMOHEHTA B X10-
puie Kanus noTauMoHHOM, MONYYEHHOr0 NPSMbIM CMO-
cobom, u(VUgl,), Monb/Kr, 6bina paccuntaHa no gop-
myne (3), paclumpenHas HeonpenenenHocTs UV
no oopmyne (4).

o (v + 222 i

COrr —
u (UKCI ) =

V[ Stanombi. CraHpapTHbie 06pasupl T.17. N24, 2021

+§ZZ (LODU) +iyz 2( )
o L (LoD}
az:fY“ R (0., ) 3)

IO U — CyMMapHas CTaHAapTHas HeonpeaeneHHoCTb pe-
3ynbTata U3MepeHNn CoaepXKaHia KOMMNOHEHTA, MOMb/KT.
AHpeKCbl COOTBETCTBYIOT OMMCAHHBIM paHee.

U ) =lkeu (v ), (4)

rae k — KoapthMLMEHT 0XBaTa, PaBHbIA [BYM NpU YPOBHE
LoBepus, npubnu3nTensHo pasHom 0,95.

PesynbTtat usmepeHnit MaccoBom 0NN OCHOBHOTO KOM-
NOHEHTA B XJIOPWUAE Kanns qioTaLMoHHOM, NOMYYeHHbIN
NpsMbIM CMOCOGOM, U COOTBETCTBYHOLLAA EMY paCLIMPEH-
Has HeonpeAeneHHocTb cocTasunm (96,08 + 0,17)%.

KocBeHHb1ii cnocob

B ocHOBe KOCBEHHOr0 cnocoba onpeneneHns Macco-
BOV fONU xNopuaa Kanus noTauuoHHOro NexuT onpe-
nenexHne cogepxaHus npumecenn metogamm MC UGN
n A3C CI, comepxanusa Boabl metogom KTI, cogepxa-
HMS OPraHM4ecKoro KOMNOHEHTa MeTo4amn TepmMorpaBu-
MeTpUN N and depeHLmanbHO-CKaHMPYOLLeit Kanopume-
TPUN C MACC-CNEKTPOMETPUYECKUM LeTeKTOPOM (no no-
Tepe Macchl) ¢ NoCNeayLWnM HaxoX jeHneM MaccoBoi
00NN xnopuaa kanua nytem BblyutaHusg u3 100 % cym-
Mbl BCEX 0OHAPYXXEHHbIX NPUMECE U MOSTOBUHbI COAEP-
XaHUs HeOOGHAPYXXEHHbIX MPUMECEN C Y4eTOM (hOPMbI UX
NpuUcyTCTBUSA.

Mopaenb XuMW4YeCcKOro coctaBa kKanua dgnortauu-
OHHOrO, UCNOJIb30BaHHAA NPU peann3auun KOCBEHHO-
ro cnoco6a, MOXeT ObITb NpeAcTaBaeHa CNeayHLWUM
o6pasom:

KCl+NaCl+CaSO,+CaCl,+MgCl, +
(A+B) . (C+D) .
> Me(i)Cl, + Y, Me(i), X, +

+3 7 Me(i), X, L+, Me(i), X, L +

(E+S) .
+zi:1+ Me(Z)Z OZ \L +HZOCB(>6.+
+H,Oypper FOTg.COMP,

roe A — 4ncno o6HapY>XeHHbIX KATUOHOB, KOTOPbIE CBSA3a-
Hbl C XJ10PUI-NOHAMU;
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B — 4ncno Heo6Hapy>XeHHbIX KaTWOHOB (copepxa-
HUE HUXEe NpeLenoB 06HAPYXeHMA), KOTOPbIe CBA3AHbI
C XJIOpPUL-NoHamu;

C — 4ncno 0GHapYXeHHbIX KaTMOHOB, KOTOPbIE CBsI3a-
Hbl C aHMOHaMI X7~ B pacTBOPMMbIE B BOJE COBAMHEHUS:

D — 4ncno Heo6HapyXeHHbIX KAaTUOHOB (COEPXKaHNE
HUKE NpesenioB 06HAPY)XEHWs), KOTOPbIE CBA3aHbI C aHU-
oHamn X7~ B pacTBOpPMMbIE B BO/IE COBANHEHUS

F —4ncno o6Hapy>XeHHbIX KaTMOHOB, KOTOPbIE CBS-
3aHbl ¢ aHMoHamu X'~ B ManopacTsopumbie B BOJE
COeINHEHMS;

E — 4ucno o6HapyXeHHbIX KaTUOHOB, KOTOPbIE HAX0-
LATCS B BUAE OKCUAQ;

S - 4ncno HeoGHApYXEHHbIX KATUOHOB (COfEPXKaHue
HUXe NpeaenoB 06HapYXeHMs), KOTOPbIe HAXOAATCA B BU-
[ 0KCuaa,;

0rg.comp — OpraHnyecKuin KOMMOHEHT;

K —4ucno o6HapyXeHHbIX aHUOHOB (He UCMONb3YeTCs
419 3anucuy 06LLeit MOZIeNIM XUMUYECKOro COCTaBa, 0HAKO
0603Ha4eHne HeobX04MMO A1 faNbHENLWNX BbIYUCTIEHUR);

P — 4ncno Heob6HapY>XEHHbIX aHNOHOB (He UCMONb-
3yeTca ANns 3anucy 06LLen MOLen XMMUYeCcKoro cocra-
Ba, 0JHAKO 0603Ha4YeHNe HeOOX0ANMO ONS AaSibHERLWNX
BbIYUCIIEHNR);

H,0,,.s— cBO6OAHASA (COPOUPOBAHHAS), XNMUYECKI
He CBA3aHHAA BOAA;

H,0,pyier— KPUCTANAM3ALMOHHAA BOAA.

136bITOK CcOAepXXaHua XN0pua-NOHOB B aHANN3UPY-
emMomM 00bekTe onpenensertca dopmynoii (5) Ha OCHOBE
YPaBHEHNS NEKTPOHEATPANIbHOCTM U UCMONb3YETCH Npu
pacyete MaccoBoOil JONM XJIOpKAA Kanus KOCBEHHbIM CMo-
co6om (cTpoka 14 B Ta6n. 2)

V.-

Z+
o A+C+F et B+D Zl ‘LOD]U(Me )
N g S A LoD

i=1 . I=1 2
v(X")
Y -LOD?

K g
SR —Zf. (5)
k=1

p=l

dopmyna Anq pacyeta MaccoBOil [ONM OCHOBHOMO KOM-
MOHEHTa B XJI0pUAe Kanus (PnoTaLMOHHOM KOCBEHHbIM Cro-
co6GOM M0 YCNOBMIO MaTepuanbHoro 6anaHca MMeeT Buj

A Z+ K Y
_ Me X'
Oy =100— E o, —E 0, -
J=l

i=1

oa(MeYXZ )m - im(MezOz)

1 p=1

C
|PCT|
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e Cryst
2 H,0

iLOD“"X” S LOD®Me:02)
_ .-

o=1 s=1

_morg.comp. _ (Del.n.’ (6)

rae @ — MaccoBas Aons KOMNOHeHTa,%. VIHaeKcbl CO0T-
BETCTBYIOT OMMCAHHbIM PaHEe.

CymmapHas cTaHfapTHas HeonpeaeneHHoCTb Pesyb-
TaTta M3MepPEHNiA MaccoBOW AONN OCHOBHOIO KOMMOHEHTA
B X1I0pWAe Kanusa noTaunoHHOM KOCBEHHbIM CMOCO60M
u(wgcy) paccyuTaHa no opmyne (7).

N o 1> (LOf;o(XY))-i_ s o (LOl:Sm(MeZOZ))-i-

o=1 s=1

v () 4o (0 )b (02). )

PesynbTat mamepeHunii MaccoBoli 0NN OCHOBHOIO KOM-
MOHEHTA B XJIOpuae Kanus roTaLnoHHOM, NMOJSTYYEHHbIA
KOCBEHHbIM CMOCO60M, U COOTBETCTBYHOLLAA eMY pacLun-
peHHas HeonpeLesieHHOCTb, paccynTanHas no hopmyne,
aHanoruyHom (4), npmeeneHsl B Taon. 4. Peaynbratsl Us-
MepEeHWU MaccoBOW 10NN 3IEMEHTOB NPUMECcei B rpau-
4ecKOM BUJe NpeLCTaBNeHbl HA pucC. 2, a Ha puc. 3 npu-
BEJleHbl PACYETHbIE 3HA4YEHNS MACCOBOI JONN 3NEMEHTOB
npuMeceil B NOHHOW DOPME 1 COOTBETCTBYHOLLAA MACCO-
Bas [0NS U36bITKA XNOPUA-NOHA AN BbINOHEHNS NPUH-
LMna 91eKTPOHENTPabHOCTH.

[ns npocTOTbl MOHMMAHMS MpeaJsiaraeMoro KOCBEHHO-
ro crnocoba ¢ y4eToM HaxoXXaeHns popm 3/1eMeHTOB NpuMe-
cel MOXHO npeacTaBuThb, 4To U3 100 % BbIYUTAETCS HE Mac-
COBaf [0S HATPUs, a MaccoBas LOMA X10puaa Hatpus;
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Puc. 2. PesynbTatbl n3MepeHuit MaccoBOM 0NN 371EMEHTOB NPUMECEN U SPYTUX KOMNOHEHTOB NpuUMecei
Fig. 2. The measurement results of the mass fraction of impurity elements and other impurity components
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Puc. 3. PacyeTHble 3Ha4eHMA MacCcoBO O NpeLnosiaraemMoi MOHHON (DOPMbl 3/1EMEHTOB NPUMECEN U APYTUX KOMMNOHEHTOB
npumecen

Fig. 3. The calculated values of the mass fraction of the suggested ionic form of impurity elements and other impurity components

He MaccoBas [ONS MarHus, a MaccoBas Jons Xnopuga mar-
HWA; He MAccoBas JONs XKenesa, a MaccoBsas [0 0Kcuaa
xenesa (lll); He maccoBas fons KanbLus, a MaccoBas LoNis
Xnopuga u cynbcata Kanbuus u T. 4. 4N1s BCex onpegense-
MbIX KOMMOHEHTOB B 3aBUCUMOCTU OT X POPM NPUCYTCTBUS.
B npennaraemom cnoco6e HeT HEOBXOAMMOCTH [eTanbHOro
BbIICHEHMS, KAKOWN KaTMOH CBA3aH C KaKM aHMOHOM, J0CTa-
TOYHO LN KOK0NA NPUMECH NPeLnoNoXUTb NOHHYI0 dop-
MY 1 3aTeM BbI4UCIUTb CYMMaPHYH0 MacCOBYHO [10J1t0 aHNOHA
OCHOBbI 411 KOMMEHCaLNN N36bITOYHOrO 3apsa KaTUOHOB.
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O6cyxaeHne pesynbTaToB

AHanu3npys AaHHble, NpeacTaBieHHble B Tabn. 2,
Ha puc. 2, 3, aBTOPbl 0TMEYAIOT, Y4TO 3HAYMMbIMU NPUME-
camu (maccosas gons ceblwe 0,01 %) asnatoTes:

—WNOH HAaTpms, KOTOPbIA CBA3AH C XNI0PUA-MOHOM, 4TO
NOATBEPXEHO METOJ0M PEHTreH0()a30B0ro aHanusa,;

—WOH Kanbums, KOTOPbIA CBA3AH C XJOPUA-NOHOM,
a TakXxe NPUCYTCTBYET B HEPACTBOPUMOI popme B Buie
cynbchara KanbLus, 4To NOATBEPXKEHO METOLOM PEHTre-
HO(ha30BOro aHanmM3a,;

1Nl I

BHUUM

wm. [1. V. Menpeneesa
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Ta6nuua 4. Pe3ynbratbl U3MepeHN A MacCoBOM [0S OCHOBHOIO KOMMOHEHTA (X1I0puUAa Kanus) B X10puae
Kanua noTauMoHHOM, NONYYEHHbIE MPAMbBIM U KOCBEHHbIM CMOCO60M, C aBCOJIOTHOW paclNpeHHO

HeonpenesieHHOCTbIo (k=2)

Table 4. The measurement results of the mass fraction of the main component (potassium chloride) in
flotation potassium chloride obtained by direct and indirect methods with absolute expanded uncertainty (k=2)

Pe3ynbTaThl U3MEPEHNIt MAaCCOBOM 40NN XNIOPUAA Kanus
B XJI0puAe Kanua thnotayuoHHOM, %

ATTECTOBaHHOE 3HA4YeHue
MaccoBoOi 10NM Xopuaa

KocBeHHblit cnocob 6e3 yyeta

thopmbl 3neMeHTOB npumeceit Mpsimoit cnocob

Kanus B Xnopuae Kkanusa
thnoTayMoHHOM, NONyYEHHOE
no pesynbTatam mexnabopa-
TOPHOr0 3KCNEpPUMEHTA B Na-
6opaTopusax B COOTBETCTBUM

¢ '0CT 20851.3, %

KocBeHHblii cnocob

9790 £ 0,12 96,08 + 0,17

96,11 0,11

96,11 £ 0,12

—)Kenes3o, KOTOpoe HaxoAUTCH B BUAE OKCUAA XKene-
3a (), 470 noaTBEPXKAEHO METOLOM PEHTreHoda3oBo-
ro aHanuaa;

—WNOH MarHusa, KOTOpbIA CBA3AH C XN10pUS-NOHOM,;

—6poM, KOTOpPbIA Haxogutca B hopme GPOMUSA-
MOHA, YTO MOATBEPXAEHO METOAOM KanunnapHoro
anekTpogopesa.

[pyrue anemeHTbI NPUMeCceil C MacCoBOIi JONeil HUXe
0,001 % BHe 3aBUCMMOCTW OT NPEANOSIOKEHNSA O HAXOXe-
HUW UX B KAKMX-JINBO WOHHbLIX (DOPMaX YXXe He 0Ka3blBa-
0T MPUHLNMUANBHOTO BNUAHWA HA PE3YNbTaT U3MEPEHNiA
MacCoBOM [0JIN OCHOBHOIO KOMMOHEHTA, TaK Kak ero Le-
neBas HeonpeAeneHHoOCTb N8 CNOXHOro 06bekTa Haxo-
antcs Ha yposHe (0,15-0,2) %, 4to B 150-200 pas 60nb-
LUe COAepXKaHma aTUX npumeceil. Npu HanM4mnM Ha NpakTu-
Ke 3a4a4n no CHUXEHWIO LieneBon HeonpeneneHHocTy ns-
MEepeHUn MacCoBO A0SIN OCHOBHOrO KOMMOHeHTa 6yaeT
HE06X0ANMO 3KCNEPUMEHTANbHO NOATBEPXAATh, B KAKOW
MOHHON (POPMeE HaXOAATCH 3HAYMMbIE 3/IEMEHTbI NpuUMe-
celi Ha ypoBHe 0,001 % u Huxe.

O6paTm BHUMAHME, YTO €CAU BbINOJHUTL pacyeTt
no cxeme «100 % MUHYC cymma npumMeceil» 6e3 yyeta noH-
HbIX )OPM NPUCYTCTBUS NPUMecein No gopmyre

al X LOD?
O =100-3 0, =3 T == 0 — 0" (8)
i=1 j=1

rae N — 4ncno 06Hapy>XeHHbIX ANEMEHTOB;

K — 4ncno Heo6HapyXeHHbIX 3716MEHTOB, TO NOMYYeH-
Hblil pesynbTat MaccoBOW JOMN OCHOBHOTO KOMMOHEHTA
B XJ10puAe Kanua notaunoHHom cocTtaBut 97,9 %, 410
Ha 1,9 % npeBbILAET pe3ynbTat U3MEPEHUs, MONYYeHHbIN
NpAMbIM CNOCO60M. 3HAYMTENbHbIE PA3NNYUA 3HAYEHNI
MaccoBOW [0SIM OCHOBHOIO KOMMOHEHTA B aHann3npye-
MOiA COMM Xopuia Kanus NoTaLnoHHOro, NoNy4YeHHble

|PSTI

BHUUM

vm. [1. V. Menpeneesa

c y4etom (96,11 %) u 6e3 y4eta MOHHON hOPMbI NPUCYT-
cTByOWMX npumecen (97,9 %), CBMLETENLCTBYIOT 0 HEOO-
XOAWMOCTHN Y4eTa MOHHbIX (DOPM AJ18 OLIEHKWU MAacCOBO
[0/ OCHOBHOr0 KOMMOHEHTA B COMU KOCBEHHbLIM CMOCO-
6om. [pu aToM cnpaBegnBOCTb KOCBEHHOTO cnocoba 6e3
yyeTa MOHHbIX (POPM ANA OLEHKW MacCOBOW [ONU OCHOB-
HOr0 KOMMOHEHTA B YUCTLIX MeTannax, rae npumecu npu-
CYTCTBYIOT B BU/E 3/IEMEHTOB WM HENOHHbIX COEANHEHWI,
aBTOPbI HE 0CNapuBatoT.

PeaynbTatbl U3MepeHUA MacCoBOW A0MAM OCHOBHO-
ro KOMNOHeHTa (XNopuaa Kanus) B xnopuae kanus gno-
TALMOHHOM, MOSTYYEHHbIE NMPAMbIM U KOCBEHHbIM CMOCO-
60M (C y4eTom n 6e3 y4eTa WOHHbIX hOpM NpuMmeceit),
C YKa3aHnem abCoNOTHOM pacLUMPEHHO HeonpeaeseH-
HOCTM Npu k=2 npuBe/eHbI B Ta6N. 4.

Mo maHHbIM Tabn. 3 1 4 BUAHO, 4TO pacLUNpPEHHAs He-
OnpefeNieHHOCTb pe3ysbTata U3MepeHui, NMosTly4eHHOro
MEeTOOM KYNOHOMETPUYeCKOro TuTpoBanus Ha AT 176
6e3 Koppekuuy Ha npumecn, coctasueian 0,03 %, He3Ha-
4/Ma B CPABHEHUN C PaCLUIMPEHHON HeonpeeeHHOCTbI
pe3ynbTata U3MepeHuin, CKOPPEKTUPOBAHHOIO Ha COAep-
)KaHne MelwarwLwmx KomnoHeHTos, 0,17 %. HanbonbLuni
BKNaj B PaclUMPEHHYI HeonpeaeneHHOCTb pesynbTa-
Ta U3MEPEHUI A MAcCOBON JONIM OCHOBHOIO KOMIMOHEHTA
B Xn0puae Kanusg roTauMoHHOM BHOCUT paclunpeHHas
HeonpeeNieHHOCTb pe3ynbTata M3MepeHnin CoaepXKaHus
HaTpms, nofny4eHHoro Ha MB3T 196-1 metogom A3C UCH
(0,168 %). Pe3ynbTathl, N0ny4eHHbIE NPAMbIM CMOCO60M
Ha OCHOBE KY/IOHOMETPUYECKOro TUTPOBAHMA (C MONpas-
KO/ Ha KOMMOHEHTbI, TUTPYEMble COBMECTHO C Onpenens-
eMbIM) 1 npeLnaraemMbiM KOCBEHHbIM CMOCOOOM, XOPOLUO
cOorniacytoTca Mexay co6oil. Heocnopumsim npenmyLle-
CTBOM MpAMOro cnoco6a (Npu Mcnosib30BaHNN NePBUYHO-
ro MeTofia — KyJlOHOMETPUYECKOro TUTPOBAHNS) ABASETCS
YCTQHOBJIEHWE MPAMON NPOCIIEXNBAEMOCTU K eUHNLAM
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CW, Torga Kak KOCBEHHbIN ¢Noco6 4acTo No3BONSAET A0-
CTUYb MEHbLUMX 3HAYEHWIA PACLUUPEHHON HEeOonpeaereH-
HOCTW pe3ynbTaToB U3MEPEeHUA NpK NCNONb30BAHNK NOJ-
X0Aa K OLIEHKE HeonpeaeneHHOCTN, PEKOMEHA0BAHHOr0 A0-
poXxHom Kaptoii [19].

Mo pesynbTatam NpoBeLEHHOr0 UCCNeA0BaHNs aBTo-
pamu pa3paboTaHbl PpeKOMeHAaLUM N0 NOPAAKY AENCTBUIA
npu M3MepPEHUN MaccoBOM AONN OCHOBHOrO KOMMOHEH-
Ta B COJIAX METaNI0B NPAMbIM U KOCBEHHbIM CMOCOBOM.
[TopsAnoK AeicTBUIA NPU U3MEPEHMIU MACCOBOIA 0K OC-
HOBHOr0 KOMMOHEHTA B CONAX METaNMN0B C MOHHOM XUMU-
4eCKOW CBA3LIO NMPeACTaBIeH Ha puc. 4.

3aknoyeHne
[poBeAEHO 9KCMEepUMeHTanbHOE COMOCTaBEHME
pe3ynbTaTtoB U3MepeHUin MaccoBON LOSM OCHOBHOIMO

KOMMOHEHTA — XJ10puaa Kanus B XJI0puae kanus rorayu-
OHHOM, NMOJTY4EHHbIX MPAMBIM (C UCMNONbL30BaHNEM METOA
KYNOHOMETPUYECKOro TUTPOBAHMSA C KOPPEKLIMEN HA aHMO-
Hbl, TATPYEMblE COBMECTHO C ONpeaensiemMmbIM Xn0pnua-no-
HOM, U N36bITOK KATUOHOB) 1 KOCBEHHBIM (110 cxeme «100 %
MUWHYC CyMMa NPUMECeli» C y4eTOM UX (hOpM NPUCYTCTBUS)
cnocob6amu. okasaHo, YTO NPeAsoXeHHble NOAXOAb
No OLEHMBAHMIO MAcCOBOW AONU OCHOBHOrO KOMMOHEHTA
B Xn0puae Kanusg roTauoHHOM XOPOLLO cornacytTcs
MeX[y CO60M U C aTTeCTOBAHHbIM 3HAYEHUEM, NONYYeH-
HbIM Ha OCHOBE MeX/1abopaTopHOro aKcnepruMeHTa B Ja-
6opatopusx, BbINoAHA0LWMX n3mepenns no FOCT 20851.3.
Xnopupa kanus noTaunoHHbIA B AAHHOM CNy4aeM Bbl-
CTYNW B Ka4ecTBe 00beKTa UCCIIeA0BaHUsA, UHTEPECHOTO
CBOMM CJT0XKHbIM, MHOTOKOMMOHEHTHbIM COCTABOM, KOTO-
PbIil MO3BONUN BbIABUTL 3HAYUMbIE pacxoxaeHus (1,9 %)

KauecTBeHHbIi aHanus
XMMMYECKOro CoCTaBa CoM MeTanna
(naeHTudukauma)
(peHTreHoba3oBbIM U PEHTrEHOCTPYKTYPHbIN MeToz,
aHanM3a, MOHHAA XpomaTorpadums, KanMANAPHbLIA
anektpodopes, TI/ACK/MC un ap.)

\

/

l

CocraBneHue mogenn
XMMMYECKOro cocTaBa Conu meTansa
(Ha ocHoBe anpuopHo MHPOpMaLKn
W pesy/bTaToB KauecTBEHHOro aHau3a)

~

l

WU3mepeHue copepKaHma
KOMMOHEHTOB COrNIacHO MoAenun
XMMUYECKOrO COCTaBa conn MeTanna

Mpamoli cnocob
1. YpaneHune copbrpoBaHHOM BOAbI MK
M3MepeHue ee cofepiaHna
(TepmorpaBumeTpus n ap.)
2. U3mepeHue MaccoBow A0 OCHOBHOTO
KOMMOHEeHTa (KyJIOHOMeTpUaA, TUTPUMETPUA,
rpaBUMeTpUA 1 Ap.)
3. 3amepeHue cogepikaHna MeLIatoLmx
KOMMOHEHTOB (Npu HeobxoaMmocTH)
(oHHasa xpomatorpadua, MC UCM, ASC UCN
v Ap.)

KoceeHHsili criocob
1. YpaneHue copbrpoBaHHO BOAbI MU
n3mepeHue ee coepKaHus
(TepmorpasumeTpua u ap.)
2. UsmepeHue cogepaHua
KPUCTaNNN3aLUOHHOM BoAbl. M3mepeHune
coziepKaHnA OpraHMYeCcKUX KOMMNOHEHTOB
(npu Hannuuwm) (Tr-ACK/MC m ap.)
3. i3mepeHne maccoBoit 40U BCex
KOMMOHEHTOB, KpOMe OCHOBHOTO.
OnpegeneHune 3HaueHunii Nnpegena
0BHAPYKeHUA ANA HeOBHAPYKEHHbIX
anemeHToB (TBepaoTenbHas MC, MC UCH,

A3C UCM m ap.)

Onpepenexue nsbbiTka
cofiepKaHnsA KaTUOHOB UK
aHWOHOB A/191 BbINOHEHUA

MPUHLMNA 31EKTPOHENTPabHOCTH

|

Pacuer pe3ynbTata UsmepeHuna MmaccoBom £0/1M OCHOBHOIO KOMMNOHEHTa
n ero HeonpeaeseHHOCTHN

Puc. 4. TTopsaok LeiAcTBNiA NPy M3MePeHn MaccoBOM [0 OCHOBHOIO KOMMOHEHTA B CONIAX METa0B C MOHHON XUMUYECKON CBSA3bIO
Fig. 4. The procedure for measuring the mass fraction of the main component in metal salts with ionic chemical bonds
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MeXJy pe3ynbTaTamu U3MepeHuii 0CHOBHOIO KOMTMOHEH-
Ta Ha 0CHOBE NPUMECHOr0 COCTaBa C Y4eTOM U 6e3 y4eTa
NOHHBIX POPM NPUCYTCTBYIOLLMX NPUMECEN.

OCHOBHOW TPYLHOCTbI NpU peannsauun npsmoro
1 KOCBEHHOr0 €noco6a, npeanonaratolux y4eT NOHHON
(bopMbl NPUCYTCTBYIOLLMX NPUMECEi, ABNAETCSH: HEOAHO-
3HAYHOCTb ONpeseNieHns NOHHON POPMbI ANEMEHTOB NPK-
MeCel, B KOTOPOIA OHU HAXOAATCA, a TakXKe AUCKYCCUOH-
HbllA BONPOC HEOOXOAMMOrO ANf U3MEPEHUI KONn4YecTsa
npumeceil. be3ycnosHo, yTO4HEHNE (DOPM, B KOTOPbIX Ha-
XOAATCH 3JIEMEHTbI NPUMECei 1 KOIM4eCcTBO onpejense-
MbIX PUMECEN, J0JIXKHO 6a3MP0oBaTLCA HA DyHAAMEHTasb-
HbIX XUMUYECKNX 3aKOHAX, HANpUMep, 0 BXOXLEHUN Tex
WAW VHBIX 3N1EMEHTOB B MUHEpansl (MU30MOpdmn3m), B3a-
VMHOM pacTBOPMMOCTH, KO3 (ML MEHTaxX pacnpenenieHus
W T. 4., @ TAKXe Y4UTbIBaTb NPUPOLY NMPOUCXOXKAEHNS UC-
XO[LHOTO BELLEeCTBa W onepauun no ee nepepaboTke. bonee
TOYHbIE NOHHbIE (DOPMbI MOTYT ObITb TaK)XXe MNOCTPOEHBI,
ecnu 6yayT namepeHsl cnefytowne anementsl: G, N, O, S,
F. Lnpokoe pacnpocTpaHeHne BbICOKOYYBCTBUTENbHbIX
WHCTPYMEHTANTbHbIX METO0B NO3BONIAET HALEATLCA, 4TO
UX pe3ynbTaTbl NO3BONAT B NEPCMEKTIBE CHUKATL HEOMpe-
LENEeHHOCTb, CBA3AHHYIO C HEOAHO3HAYHOCTLIO Onpeaene-
HUS NOHHOM (POPMbI 3NeMeHTa npumMecu. B obuiem Buse,
0151 BbINOMHEHNS 0C060 OTBETCTBEHHbIX paboT, rae Tpe-
OyeTcs BbICOKas TOYHOCTb M3MEPEHUI, HanpuMep, xapak-
Tepu3aumn cTaHgapTHoro o6pasua, Ans peanusalnm Koc-
BEHHOI0 Cnoco6a M3MepeHun AOJKHbI ObITb U3MepPEHbI
BCE 9JIEMEHTbI, UMEtoLLe CTabuNbHbIE N30TOMbI, NO3TO-
MY YUCIIO ONpenensfieMblX 371EMEHTOB AOMKHO CTPEMUTb-
€A K 92 MUHYC Y1UCNO 3NEMEHTOB OCHOBbI, BXOLAALLNX B aHa-
NN3Npyemoe BeLLECTBO.

MpencTaBneHHble 3KCNEPUMEHTANbHbIE AAHHbIE Ha-
rNASHO CBUAETENbCTBYHOT O TOM, YTO NMPEA0XKEHHbIE
B AaHHOM paboTe NoAX0[bl NEPCNEKTUBHbI U faXke Npu
nepesoM NpuONMKEHUN NO3BONAKOT NOSy4aTb COBMECTHN-
Mble Pe3ynbTaTbl U3MEPEHUA MacCOBOW [OAU OCHOBHO-
ro KOMMNOHEHTA NPAMbIM, KOCBEHHBIM W CTAHAAPTU30BAH-
HbiM (no TOCT 20851.3) meTopamu ansa xnopuja kanus
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hnoTaunoHHOr0, 0JHAKO TPEOYIOT AaNbHEMLIUX UCChe-
[NOBAHWUA 1 YTOYHEHWIA AN NPUMEHEHWUS NPU U3MEPEHN-
X C NMOBbILIEHHON TOYHOCTbI. ABTOPbI CHUTAIOT, YTO OMNN-
CaHHbIE MOAX0Abl MOTYT ObITb MCMOMb30BAHbI ONA aHann-
3a 1pyrux comnem v CNoXHbIX 06bEKTOB 1, BEPOATHO, ByayT
6onee BOCTpGﬁOBaHbI Aans nccnenoBatenibCKNX, Hay4HbIX
UNN METPONOTMYECKNX LieNeil, HEXENN B MPOMbILLINEHHO-
CTW, BBUIY BbICOKOW TPYLOEMKOCTN UX peannsauum.
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