pynna B59

MEXTOCYALAPCTUBEHHUEGB R CTAHAOAPT

PEAKO3EME/NIbHBIE METAN/IbI 1 X OKUCWU

MeToabl onpefeneHna HaTpusa, Kanusa u Kaibuus OCT

238626-79

Rare-earth metals and their oxides. Methods of determination of sodium, potassium
and calcium

MKC 77.120.99
OKCTY 1709

MoctaHoBncHHCY ocygapcteeHHoro komuteta CCCP no ctaHgapTam oT 19 oktabps 1979 r. Ne 3988 gata BBefeHWs
yCTaHoB/NEHa
01.01.81

OrpaHuyeHne Cpoka ACACrBNA CHATO HO mpoTokony Ne 7—95 MexrocyfapCTBeHHOr0 CoBeTa Mo CTaHAapTM3aLmu,
meTponorum u ceptudmkaym (MY C 11—95)

HacToswwmii cTaHfapT yCTaHaBIMBaeT 3MUCCUOHHbIA W aTOMHO-abCOP6LNOHHbIA MeToAbl NiaMeH-
HOW (hOTOMETPUM ONpPeAeNneHuns HaTpus, Kanusa 1 Kanbuusa (Mpu MaccoBOii fone Kaxgoro ot 5% 10-4 % go
5¢10-2%) B peAKo3eMenbHbIX MeTannax u ux oKncax (Kpome Lepus W ero ABYOKWUCHK), a TaKXKe KaibLua
(o1 5- K)-4 % po 1101 %) B naHTaHe, nMpaseofuMMe, HeOAMME, camapuu, eBponuu, ragoMHUN U UX
OKMCAX.

(N3meHeHHasa pegakuyma, N3m. Ne 1).

I. OBWWMNE TPEBOBAHUSA
1.1. O6wue TpeboBaHMs K meTogy aHannsa —no FOCT 23862.0—79.

2. ATIMAPATYPA, PEAKTVBbLI 1 PACTBOPHI

YcTaHOBKa A4N11 BO3BYXXAEHWUA U perncTpauumn CnekTpoB WU3NyYeHUs, BKKOYaloLas ropenky-pacnbl-
nuTenb. obecneynBaloLLy0 NaMUHAPHOE NaaMs, MOHOXPOMAaTop, NpefHa3HAYeHHbIR A9 NOAYyYeHUs MO-
HOXPOMAaTUYECKOro N3NyyeHna B AuanasoHe AnuH BoAH oT 400 f0 800 HM. D OTO3NEKTPOHHbIA YMHOXN-
Tenb (Tuna ® 3Y-100), poTo3aneKTpoHHaA npuctaska (Tuna ®3I1-4).

CnektpogotomeTp MepkuH — 3nmep 300 unn CPIMA-4A.

Namna nonoro katoga (JIMK) Ha HaTpuii naM namna BbICOKOYACTOTHas Tuna BCB-2 Ha HaTpuid.

Namna nonoro katoga (JIMK) Ha Kanuii nan namna BbiCOKOYacToTHas Tuna BCB-2 Ha Kanwuii.

Namna nonoro katoga (JIMK) Ha Kanbumii.

MaHomeTpbl no FOCT 2405-88.

PotameTp Tuna PC-3A.

BblCOKOBONLTHbIN cTabunuzatop BC-22 (B5-2M).

MoTeHLMOMETP BbICOKOOMHbI JTMM-60M 3.

Kucnopop B 6annoHax ¢ pegyktopom no MFOCT 13861—89.

Bogopog B 6annoHax ¢ pegykropom no MOCT 13861—89.

CnupT 3Tunosbii no MOCT 17299—78.

Bata meauuuHckasa rurpockonunyeckas no NOCT 5556—381.

Konbbl MmepHble BMecTUMOCTbi0 50 1 1000 cm3

CTakaHbl CTEKNSHHbIE XUMMYecKue BMeCcTMMOCTbio 50, 100 cm3.

W3paHne odmumanbHoe MepeneyaTka BOCMpELLEHa

W3paHue c UryeHenvamn M /. 2, yTBep>KaeHHbIMK B anpene 1985r., mae 1990r. (MYC 78S, 8—90).
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AueTuneH B 6annoHax TexHuyecknii no FOCT 5457—75.

Boga gevoHnsoBaHHas.

Hatpuit xnopuctbiii no FTOCT 4233—77, x. u.

Kanwuii xnopuctblii no TOCT 4234—77, X. u.

Kanbywnii yrnekucnblii no FOCT 4530—76, x.u.

KucnoTa conaHas no FOCT 3118—77, x.4., pa3baaneHHas 1:1.

CTaHpapTHbIA pacTBOp HaTpua, cogepxawmnii 1 mr/cm3 HaTpua: 2.542 r X10pUCTOro HaTpus, npea-
BapUTE/IbHO BbICYLIEHHOTO 0 NOCTOAHHOM Macchl npu 100—110 *C, nomeLaloT B CTaKaH BMECTUMOCTbHHO
100 cm3, pacTBOpAOT B 10 M3 CONAHON KUCNOThI, pa3baBneHHoW 1:1, nepeHOCAT B MePHYI0 Konby BMec-
TuMocTblo 1000 cm', 4OBOAAT BOAOW A0 METKM M MepeMeLlnBatoT.

PactBopbl HaTpusa (pabouwne), cogepxawme 5- 1()-J. 1¢10-J. 2- 10-3. 6- 10~3 u 1+10-2 mr/cm3
HaTpus, roToBAT MOCNefoBaTeNbHbIM pasbaBneHnemM CTaHAapPTHOrO pacTBOpa HaTpuUs BOAON.

CTaHpapTHbIN pacTBOp Kanus, cogepxawnin 1 mr/cm3 kanua: 1,91 r XxnopucToro Kanus, npeasapu-
TENbHO BbICYLUEHHOrO A0 MOCTOSAHHOW Maccbl npu  100—110 *C, nomMeluatT B CTakaH BMECTUMOCTbLHO
100 cm3, pacTBopstoT B K) cm3conaHoi kucnotel (1:1), nepeHOCAT pacTBOP B MEPHYHO K06y BMECTUMO-
cTbto 1000 cmM3 A0BOAAT BOAON A0 METKU M NepemelLnBatoT.

PacTtBopbl kanusa (paboumne), cogepxawime no 5- 10~4. 1+10“\ 2 -10~\ 6- 10“5mn 1+10~2 mr/cml
Kanus W HaTpus, rOTOBAT NOCNeA0BaTeNbHbIM pas3baBneHMemM CTaHAAPTHOrO pacTBOpa Kanus BOAOW C
fobaBneHnem B KaXAbl pabounii pacTBOp Kanus COOTBETCTBYHOLLEr0 KO/MYECTBA PaCTBOPOB HATpus.

BydepHbIin pacTBop, cogepxawimnit 0.05 mr/cm3 kanusa: 95,5 Mr xn1opucToro Kanus, nNpeaBapuTeNibHO
BbICYLLEHHOTO 0 MOCTOSHHOW Macchl npu Temnepatype 100—120 *C. nomeLLaloT B CTakaH BMECTUMOCTbIO
100 cM3 cMaumBalOT BOLON, pacTBOPAOT B MUHUMANbHOM KOMMYECTBE BOAbl, MEPEHOCAT B KONBGY BMeCTH-
MocTbto 1000 cmM3 A0BOAST BOAOM [0 METKM WM MepemMellnBatoT.

CTaHfapTHbIA pacTBop Kanbuus, cogepxawmin 1 mr/cm3 kanbumsa: 2,497 r yrnekncnoro Kanabuus,
npefBapuTe/bHO BbICYLLIEHHOrO A0 MOCTOAHHON Macchl Npu 100—110 "C. nomeLatoT B CTakaH BMECTUMO-
cTbto 100 cm’, cmMaumBatoT BogoM, npunmeatoT 10 cm3 consHoi kucnotel (1 : 1), pacTBopsitoT. PacTeop 13
cTakaHa NepeHOCAT B MepHyto Konby Ha 1000 cm3, [0BOAAT BOAON A0 METKU, NepemeLlnBatoT.

PactBopbl Kanbuua (pabouue), cogepxauime 5’ 10~4, 1 10-3, 2- 10°3, 5- 10~3 1¢10“2 mr/cm3
KanbLms, roTOBAT NOCNeA0BaTeNbHbIM pa3baaneHneM CTaHAAPTHOrO pacTBOpa KabLus BOLOWA.

PacTtBopbl Il Kanbumsa (BogHbIe), cogepxawmne 2« 10“*, 5¢10~4, 1«10 3, 2+ K)-3, 5+ 0“3, 1 10~2,
2- 10-r, 1-10-1mr/ cm3 Kanbumsa, roToBAT pasbaaneHmem CTaHAapTHOrO pacTBopa Kanblus BOAONA.

Pactsopbl 11l kanbuua (pabouwne), cogepxawme 1le K) 4, 2,5*10-4, 5-10~\ 1« HO*3, 2,5*10~3
5- 10~3, 1 10~2 mr/ cm3 KanbLmns, roToBaT pa3baaneHMeM COOTBETCTBYHOLLMX BOAHbIX pacTBopoB Il Kasnb-
unsa 6ydepHbIM pacTBOPOM B COOTHOLWEHNUN 1:1.

Bce ncxogHble pacTBOpbl, a TaKXKe BOAY, NPUMeEHAEMYI0 ANA UX NPUTOTOBNEHUSA, XPaHAT B NONNITH-
NEHOBOI UMM KBapL,eBoi mnocyge.

Pa3g. 2. (M3meHeHHasa pepakumus, M3m. Ne 1,2).

3. MPOBEAEHWE AHANN3A

3.1. MeTopg nnameHHoi HOTOMETPUMN

MeTof 3MUCCMOHHOW NNaMeHHOW DOTOMETPUM OCHOBAH Ha BO3BYXAEHUWM 3MUCCUOHHOTO CMeKTpa
npo6 B BO3AYLIHO-aLETUIEHOBOM MAaMeHn W POTO3NeKTPUYECKOl perucTpauum pe3oHaHCHbIX NUHWIA
HaTpus, Kanua n KanbLus.

Cofiep>xaHue HaTpus, Kanmsa 1 Kawuusg Haxo4aT MeTofoM J06aBoK.

[JonyckaeTcs ncnonb3oBaHWe BO3AYLLIHO-BOLOPOAHOrO NAaMeHn Ans onpeAeneHns HaTpus U Kanus
N KUCNOPOAHO-BOLOPOAHOIO MNiamMeHW AN OnNpefeneHuns KanbLuUs B NaHTaHe, npaseognme, HeoguMme,
camapuu, eBponuu, rafonvHUM 1 nx okucax. CogepxaHune KanbLms HaxXo4AT METOAOM OrpaHuyYmMBaloLmnx
pacTBOpOB.

3.1.1. HaBecky aHanu3upyemoli npobbl Maccoil 1r (npu MaccoBOii fjone HATPUS, Kanus, KanbLus oT
5 ¢ 10“3% po 5* 10~2%) nomellardT B CTakaH BMeCTMMOCTbO 50 cM3 cmauMBaloT BOAONM, NepemellmBa-
10T, NnpunueatoT 10 cM3CONAHOW KUCNOThI, HarpesatoT npu 60—70 “"C 40 NONHOr0 pacTBOPeHUs, ynapmea-
0T 40 06beMa 3—4 cM3, oxnaxaaloT. PacTBop W3 CTakaHa NepeHOoCcAT B MepHYHo Konby Ha 50 cM3 f0BOAAT
BOJON [0 MeTKW, nepemelinsaoT. OAHOBPEMEHHO FOTOBAT PacTBOP KOHTPONILHOTO OMbITa, NPOBOASA €ro
Yyepes BCe CTa/MK aHanusa.
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[na onpegeneHuns Kanbuus B KUCNOPOAHO-BOAOPOAHOM MniameHu (Mpu MaccoBOil Aone KanbLus OT
1¢10-2% go 1+ 10-1%) HaBeCcKy aHanu3npyemoi npobbl maccoit 0.5 r momelwlaroT B cTakaH BMeCTUMOC-
Tbto 50 cM3 cmaumBatoT BOAON, MPUANBAKOT 2 CM' CONAHOM KWCNOThbI, HarpesawT npu 60—70 *C po
NOMHOrO pacTBOPEHMS, ynapmeatT go ob6bema 1—2 cm3 oxnaxgatoT, fobaanaoT 5—10 cm3Bogbl. PacTBop
NepeHoCsAT B MEPHYH K06y BMECTUMOCTbiO 25 cM3, 4OBOAAT BOAOW A0 MeTKU. OfHOBPEMEHHO FOTOBAT
pacTBOp KOHTPOJ/ILHOTO OMbITa, NPOBOAA €ro Yepes BCe CTaAuW aHanmsa.

3.1.2. Tpu HaBecku aHann3mpyemoin npobbl maccoi no 2 r (Mpu MaccoBOW [oNe HaTpus, KaT4,
Kanbumns ot 5-10"4% fo 5- K)-3%) nomewarT B cTakaHbl BMECTUMOCTbIO 50 CM, CMauuBatoT BOAON,
nepeMellnBatoT. BBa cTakaHa BBOAAT 06aBKM pabounx pacTBOPOB HATPUA, Kanus, KanbLua: B nepsblii —
NPYMepPHO panHyl npeanonaraeMoMy COAEPXaHWIo OnpejensemMbiX 3eMeHTOB B Npobe, BO BTOPOW cTa-
KaH — B fiBa pa3a 60/ble. K cogepXXnMomy ctakaHoB npuansatoT no 10CcM3consHOl KUCNOThI, HarpesatT
npu 60—70 *C [0 NONHOrO pacTBOPEHUA, ynapusarT 4o 06bema 3—4 cmb5, oxnaxgatoT. PacTBop nepeBoasT
B MepHYI0 Konby BMeCTUMOCTbIO 50 cM5, 40BOAAT BOAONM A0 MeTKU. O HOBPEMEHHO FOTOBAT PacTBOP KOH-
TPONbLHOIO OMbITA, NPOBOAA €r0 Yepes BCe CTafMM aHanu3a.

[ns onpefeneHuns KanbLua B KNCIOPOLHO-BOLOPOAHOM NaameHu (Npu maccosoli gone oT 5+ K) 4%
80 |+ 10-2%) HaBecKy aHanu3nMpyemoi npobbl mMaccoil 1 r nomewaroT B CTaKaH BMeCTUMOCTbIO 50 cm3
CMauyMBaloT BOAOW, MPUNMBatOT 5 CM3CONSHON KNCNOThI, HarpesatoT npu 60—70 *C 4o NONHOro pacTBope-
HUA. ynapusatoT A0 obbema 1—2 cm3, oxnaxgatoT, fo6aBnsoT 5—10 cM' BOAbl, NEPEHOCAT B MEPHYH
K0N6y BMECTUMOCTbIO 25 CM3 1 OBOAAT BOAON A0 MeTKW. O fHOBPEMEHHO rOTOBAT pacTBOP KOHTPO/MbLHOIO
onbITa, NPOBOASA €r0 Yepes3 BCe CTafMM aHanusa.

3.1.3. Bo36yx/eHune CNeKTpoBs

PacTBop npo6bl, KOHTPOILHOIO ONbITa U paboyne pacTBOPbI NOCNef0BaTeNIbHO (B MOPALKe BO3pacTa-
HUA COAepXaHus OnpeaenseMoro 3NeMeHTa) BBOAAT B MNiaMs ropenku (Npu onpefeneHnn Kanbuus B
KWUCNI0POAHO-BOAOPOLHOM MaameHu UCNonb3ytoT paboymne pacTsopsl 111). Mpoueaypy NOBTOPAIOT ABaXAbI.

3.1.1—-3.1.3. (N3meHeHHan pegakums, M3m. Ne 1).

3.1.4. flaBneHmne Bo3gyxa 1,7+ 10' MNa, pacxop aueTtnneHa 40—50 gm3y (hrkcupyeTcs Mo WKane poTa-
meTp:» PC — 3/1). HaTpuii onpefensoT npyu ANvHe BOMHbI aHANUTUYECKOR AuHUM n = 589.0—589.6 Hm,
Kanbuuii npu \ = 422,6 Hm. LLnpuHa BXOAHOW W BbIXOAHO Lieneit npubopa nNpu onpeaeneHnn HaTpus,
kanna un kanouus 0,03—0,04 mm.

Mpu onpegeneHnn onpefensieMoro 3/ieMeHTa B KMCNOPOLHO-BOLOPOAHOM NaamMmeHun ycTaHaanmBaloT
faBneHune sogopofa 2-10' lNMa, 3ateMm — Kkucnopoga 2« 10' Ma, ¢ No.MOLWbLIO poTaMeTpa MoCTeneHHo noja-
10T B ropenky sogopof (pacxog ~ 0,003 mM34), Ha BbIXO4e W3 FOPeNKM 3aXurarT nnams. YcraHaBAuBawT
pacxog Bogopoga u kucnopoga no 0.05—0,06 m3u. WnprHa BxogHol 1 BbixogHoi weneit 0.03—0.04 mMm.
Hanps)xeHve Ha poTtoymHoxuTene 500—1000 B. Ha peructporpamme M3MepsOT BbICOTY NMUKa aHaNnTu-
YeCKol NMHUKN OnNpesensieMoro afemeHTa.

(M3meHeHHasa pepakumns, Wam. Ne 1, 2).

3.2. MeTtog aTomHoln abcopbuun

MeToa aTOMHO abcopbLMM OCHOBAH Ha aTOMH3auMK NPobbl B BO3AYLIHO-aLETUIEHOBOM MAaMeHun
1 POTO3NEKTPMYECKON PerncTpauumy nornoweHns pe3oHaHCHbIX TMHUIA HaTpus, Kanusa u Kanbuus.

CofiepXaHue HaTpus, Kanusa U KanbLus HaxogaT MeTofoM J06aBOK.

3.2.1. Pa3noxeHune nNpobbl 1 BO3OYXAeHWEe CNeKTpa NPOBOAAT Kak ykasaHo B nn. 3.1.1. 3.1.2, 3.1.3.

3.2.2. AHann3 npoBogAT Ha cnekTpodoTtomeTpe lMepkmH — dnmep 300 nau cnekTpodoTomeTpe
CO®MA-4A c ogHowenesoli Hacagkoi 10 cwm.

WwnpunHa wenn npubopa MepknH — Inmep Ana Hatpua u kanua 0,3 MM. ana kanbuma 1 mm.

WHpw»a wenn npuéopa CPIMA-4A ana HaTpua u kanmsa 0.040 mm, gna kanbuus 0.080 mm.

Pacxop Bozgyxa 16 aM3IMUH. pacxog auetuneHa 3,3 gMIMHH.

CHMMAIOT NOKasaHMs LMGppoBOro BOSbTMETPA UM MUNIMAMIEpPMeTpa (3HaYeHUs ONTUYECKMX N0T-
HOCTeli) Ha annHe BOMHbI aHaNMTUYECKOW NMHUKM onpegensemoro aneme»na (cm. n. 3.1.3).

4. OBPABOTKA PE3YJ/IbTATOB

4.1. MaccoByto [J0N10 ONpeAenseMoin npumecy B nNpobe B gmanasoHe 5- 10-3—5- N)-2 %, a Takxke
MaccoBYIO 400 KanbLua Npu onpeaeneHnn ero ¢ UCNoab30BaHMeM KUCOPOLHO-BOLOPOLHOMO NaameHu
Haxo4AaT Mo MeToAy OrpaHWYMBalOLWMX pacTBopoB. KOHLUeHTpaumsa onpeaensieMoro afieMeHTa B O4HOM U3
paboymx pacTBOPOB LO/MKHA ObITb MeHbLUE, & B Apyrom 60nblie Yem B npobe.

K»



FOCT 23862.6-79 C. 4

MaccoByto fON0 HATPUsA, Kanus, Kanbuus (J1) B NPOLEHTax BbIYUCASIOT HO (hopmyne

«€2-c,)m-4)1 v
axZem-AL v

rgpe C, n C2 — cogep>aHvue onpefensemMoro afemeHTa B paboumx pactsopax. mr/icm3 (C2 > C,);

A. Ar A] —cpeAHMe 3HAYeHWS BbLICOTbI MUKA WKW ONTUYECKOW NAOTHOCTW aHANUTUYECKOW NUHUK
onpesensieMoro aneMeHTa ns npobsl M paboumx pacTBOPOB COOTBETCTBEHHO;
T — Macca HaBecku aHannaupyemoii npoGel, T.

V — 06bem aHanu3npyemoro pactsopa, cMm’.

3a pesynbTaT aHanM3a NpUHUMAKT cpefHeapuMeTMUecKoe 3HaUYeHNe ABYX napanfiefbHbiX onpeje-
NEeHUN, NpPoBefeHHbIX N3 OTAENbHbIX HABECOK.

(W3meHeHHas pegakumsa, Msm. Ne 1, 2).

4.2. MaccoByto OO HaTpUs, Kanus, Kanbuua B npobe (B gnanasoHe 5 ¢ 10*4—5 « K)-3 %) HaxogaTt
no mMetogy fio6aBoK.

MaccoByto fo/1t0 HaTpud, Kanus, Kanbuusa (/1) B npoueHTax onpefenatoT Kak cpegHeapudmeTmyec-
KOe 3HauyeHune pesynbtatoB (J,. JT'), BbIYMCAEHHbIX MO ABYM A06aBKaMm:

y CeA y Cj-A, y A+A)
X<-AAT X'-*¢ 1 -

rge C, 1 C2 — BennYMHbLI NepBoli U BTOPOIi [06aBOK ONpefensiemMoro afnemMeHTa, %;
V, n X, — maccoBas fons onpeensieMoro 3/ieMeHTa, BblYMCEHHasA MO NepBOi 1 BTOPOIi fo6aBKaMm,
COOTBETCTBEHHO, %;
A, A,, J2— 3Ha4yeHuUs BbICOTbl M1Ka UM OMTUYECKON NIOTHOCTM OMpesenseMoro aneMeHTa Ans npo-
6bl. Mpo6bl C NepBoil fo6aBKo 1 NPo6bl CO BTOPO [06aBKOM, COOTBETCTBEHHO.
4.3. PacxoxpaeHus pe3ynbTaToB ABYX NapannenbHbIX ONpefeieHnii unu pesynbTatbl ByX aHaNn30B He
[O/MKHbI NPeBbIWaTh 3HAYEHUI [ONYCKaeMbIX PaCX0XAEHWN, YKa3aHHbIX B Tabnuue.

MaccoBas JOAM HATPUA, Kanus, Kanbuus. % [lonyckaeMoe pacxoxpeHue, %
5+10~4 5-10-4
5-10 -3 1. }0 -3
5-10-3 1000-]
1 10-° 2+10~2

(U3meHeHHasa pefakuusa, M3m. Ne 1).
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