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FTOCYRAPCTBEHHDBH CTAHAAPT COK3A ccp

PERKO3EMEJIBHBIE METAJUIbI U MX OKUCH I_OCT
MeTtoasl onpefeneHss HATPMA, Kanus M Kanbums

Rare-earth metals and their oxides. 23862_6—79

Methods of determination of sodium patassium, calcium

flocratosnensem TocygapcreenHoro komurera CCCP no crangapram ot 19 okrabps
4979 r. Ne 3988 cpok feiHcTBMS yCTAHOBNEH

¢ 01.01.1981 r.
Ao 01.01.1986 r.

HecoSmoneHue craHpapTa npecnegyercs no 3aKoOHY

Hacrosmuii cranfapr ycraHaBaHBaeT 3MHCCHOHHBIH H aTOMHO-a6-
COPOLHOHHLI MeTOJbl NJaMeHHOH (POTOMETpPHH OmpejeseHHs HaTpPHS,
KaJiust ¥ Kaabliusi (IPH MaccoBoil foJe KaxaAoro oT 5-10—% go 5:10-29;)
8 pelKO3eMeJbHBIX MeTaNiax H HX OKHCAX (KpoMe UepHs H ero ABY-
OKHCH) .

1. OBLLHUE TPEBOBAHMSA

1.1. O6myue Tpe(’)oséﬂnﬂ K Meroay aHanusza—uo 'OCT 23862.0—79.

2. ATIMAPATYPA, PEAKTUBbBI 1 PACTBOPbI

CrnektpodoroMerp miaaMeHHbIH Ha ocHoBe cnextporpada HCII-51]
¢ orosaexrpuyeckoii apucraBkoit ®3I1-1.

®doroymuoxkuTe M THHA PIY-17 1 DIY-22.

lopesnka, ofecneunBalomas JaMHHAPHOe [JIaMs.

Pacnelinrens NHEBMaTHUYECKHH.

Cnekrpodporomerp Ileprkun—3Iamep 300 unu COIIA-4A. .

Jlamna nosoro karoza (JIITK) Ha HaTpuil uam jnaMma BeICOKOYAcC-
-rotHas tuna BCDB-2 na narpufl.

Jlamna monoro xaroza (JIITK) Ha xanu#éi miu samna BrlcOKogac-
rotHas Tina BCbH-2 na xaaui.

Jlamna nosoro karoza (JII1K) Ha xanenui.

Manomerpn no TOCT 8625—77.

‘Magaune odpuumaneHoe Mepeneuarka socnpeuyexa
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Crp. 2 TOCT 23862.6—79

Poramerp tuna PC-3A. |

Kon6el Mepubie BMecTuMOcThbio 50 1 1000 M.

CrakaHsl CTeKJAsSIHHbIE XHMHYeCcKHe BMecTHMOcTbio 50, 100 muJ.

Auyerunen B Ganjonax texuudeckuit no I'OCT 5457—75.

Bona neuonnzoBanHas.

Harpu#ft xnopucteii no 'OCT 4233—77, x.u.

Kanuit xaopucteiit mo FOCT 4234—77, x.u.

Kaapuu#t yraexucasiit no 'OCT 4530—76, x.u.

Kucnora consunast no FOCT 3118—77, x. u., pasGasjenHas 1:1.

CraHpapTHBIA pacTBOp HaTpud, colepxkamui 1 mMr/ma  HaTpus:
2,542 r XJIODHCTOrO HATpHs, MPeIBaPHTEJbHO BBICYWUEHHOTO 10 IOCTO-
sHHOH Mmaccel npd 100-—110°C, nomemiaroT B cTakaH BMECTHMOCTbIO
100 ma, pacropsior B 10 MJ cOJIAHOH KHCJIOTH, pasbasienHoi 1:1,
nepeHocaT B MepHylo KoJ0y BMecTuMocTblo 1000 ma, posoasT BOJOK
J0 METKH U NepeMenInBaloT.

PactBopbl HaTpusi (paboune), cogepxauue 51074, 1.10-3, 2.10-3,
6.-10-3 u 1.10~2 Mr/mJj HaTpuUdA, TOTOBAT NOC/JAEA0BATEIbHBIM pa3baBie-
HHYEM CTaHAapTHOTO PacTBOpa HATpPUsS BOAOH.

CraHzgapTHBIH pacTBOp Kajud, cofepxawui 1 mr/ma kanua: 1,91 r
XJOPUCTOrO KaJjHsl, TPeABAPUTENbHO BBICYUIEHHOTO A0 MNOCTOSIHHOR
maccol npu 100—110°C, nomewmaior B crakan BmectuMmocTtbio 100 ma,
pacrsopsitoT B 10 M coastHoit kucaotsl (1:1), mepeHoesaT pacTBOp B
MepHY10 K016y BMecTHMocTbio 1000 M, 10BOASIT BOAOH AO METKH H Ile-
peMemuBaloT.

Pacteopnl kaaus (paboune), copepxamue 1o 5.1074 1.10-3
2.10-3, 6.10-% u 1.10~2 mr/mJj Kajusi U HATpHHA, TOTOBAT MOCJAeLO0Ba-
TeJbHBM pas3GaBieHHeM CTaHZAPTHOTO pacTBOpa Kajusg BOJAOH ¢ Jo-
GaBjieHHeM B KaXABH paGoumil pacTBOp KaJHS COOTBETCTBYIOLIErO KO-
JHYeCcTBa PACTBOPOB HATPHSI.

CrangapTHB PacTBOp KaJjbls, COAepxamui 1 Mr/mia kajbLus:
2,497 I YIJEKHCJOTO KaJAblHs, NMPeABapHTe/NbHO BBHICYIIEHHOTO X0 MO-
cToaunoi maccnl npu 100—110°C, noMeaioT B CTakaH BMECTHMOCTbIO
100 mJ1, cMauuBaloT, BOAOH, npuausawT 10 Ma coasiHol kueaoTsl (1:1),
pactsopsiior. PacTBop M3 cTakaHa MepeHOCAT B MePHYH KoJa0y Ha
1000 mu1, ROBOAAT BOAOH A0 METKH, Ne€DEMENIHBAIOT.

Pacteopnl Kaablus (paboune), comepxamue 51074, 1.10-3, 2.10-3,
5.10-3, 1.10—2 ™Mr/Ma KadblUusi, TOTOBAT MOCJEN0OBAaTEJbHLHIM pas3bas-
JeHHeM CTaHJapTHOTO PacTBOpa KadbLHsa BOAOH.

Bce ucxXOAHBIE PacTBOPHL, 4 TaKXKe BOAY, NDHMEHAEMYIO AJA HX
NPUrOTOBJAEHHS, XPaHAT B NOJHMITHJIEHOBOH HJHM KBapIEBOX MOCYyIe.

3. NPOBEQEHUE AHANU3A

3.1. Meron nnaMeHHOH (GOTOMETpPHUH
MeTox 3MHCCHOHHOH IIaMeHHOH (OTOMETpPHH OCHOBAH HA BO30YX-
JEHHH 3SMHCCHOHHOrO CHeKTpa Npob B BO3AYILHO-ALETHJICHOBOM TLIa-
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FOCT 23862.6—79 Crp. 3

MeHH 1 HOTOS/EKTPHUECKO PErHCTPALHH PE3OHAHCHBIX JHHUE. HATPHS,
KaJHA U KaJbLus.

Cofepxanve HATPHS, KaJdsi M KaJbLHsd HAXOAAT METOAOM p00a-
BOK.

3.1.1. Hapecky aHanu3npyemodl npo6ui Maccofi 1 r (mpH MaccoBoi
JoJle HATpHUs, Kaaud, Kaablusa oT 5:1072 go 5.10-29) momemalor B
CTaKaH BMECTHMOCTBIO 50 MJI, CMauHBaIOT BOJOH, IepeMeNInBaoT, IpU-
JuBawT 10 MJI cONAHOH KHCJIOTH, HarpesaloT npu 60—70°C go moJaHo-
fO pacTBOPEHHs, ynapupamT Ao obbeMa 3—4 Ma, oxjaxpawoT. Pacrt-
BOp U3 CTdKaHa MEPEeHOCAT B MepHYI0 K00y Ha 50O MJ, J0BOASAT BO-
IOH 10 METKH, TepeMemnBaloT. OAHOBPEMEHHO TOTOBSAT PACTBOP KOHT-
POJBHOTO OIBITA, IPOBOAS €r0 uepe3 BCe CTAAHM aHaJH3a.

3.1.2. Tpu HaBecKH aHAJIH3UPyeMOH mpo6ul Maccolt mo 2 r (npu mac-
COBOM jposie HaTpHs, Kasus, kKaapuus ot 5-10~* no 5.107%9%) nomema-
0T B CTaKaHBl BMECTHMOCTBIO 50 M., CMauHBAIOT BOAOH, MepeMellnBa-
0T. B aBa crakaHa BBOAAT 106aBKH pabouHX paCTBOPOB HATPHSI, KAJHS
KanblUusl: B TepBBII — IIPHMEPHO DaBHYIO HPEANOJaraeMoMy COAep-
JKAHUIO OTIpefie]fAeMblX 3JeMeHTOB B 1pobe, BO BTOPOH CTakaH — B
XBa pasa OGoabme. K colepKHMOMY CTaKaHOB TpuaxBaioT mo 10 M
COISTHOA KHCJOTH, HarpesatoT npu 60—70°C po mosiHoro pacrBope-
HHA, yOnapusamoT g0 obbemMa 3—4 MmJj, oxJaxiaaior. PacTtBop mnepeBo-
AAT B MEpPHYI0 KOOy BMeCTHMOCTbi0 50 MJ, AOBOAAT BOAOH 1O MeT-
kn .OIHOBPEMEHHO TOTOBSIT PACTBOP KOHTPOJBHOTO OMNBITA, NPOBOAS
€ro uepes BCe CTAIUM aHaJH3a.

3.1.3. Bosbyxodenue cnextpos

Pactsop npGObl, KOHTPOJIBHOIO ONBITA H paboyre PacTBOPH MOCHe-
JOBATEJIbHO (B HOPSIAKE BO3PACTAHHS CONEPKAHUS  ONpPeeieMoro
3JeMeHTa) BBOAAT B BO3AYUIHO-aUeTHJEHOBOE maaMms ropeaxu. IIpo-
LeAypy NOBTOPSIOT IBaXKIHL

3.1.4. Nasnenue Bosayxa 1,7.10-%Tla, pacxoa  auerujena 40—
50 s1/u (duxcupyercss no imxajge poramerpa PC-3A). Tipu omnpenene-
HHY HaTpusl (AJIMHA BOJHBI aHAJJUTHYECKOH JUHHH A=>589,0-—589,6 1m)
A xajaouus (A=422,6 uMm) opumeHsioT GOTOyYMHOKHTEJbp BIY-17,
IpH clnpejejeRnn Kaang (A =766,5 um)—>PIY-22. Ulupuuwr sxoxuoi
1 BBIXOAHOH uleJsield npubopa npu onpegenennu Hatpus 0,020—0,025 mwM,
Kasqna 7 kaapuusa 0,040—0,045 mm. Ha perucrporpaMme U3MepsiioT
BLICOTY HHKa aHaJHTHYECKOH JMHHH ONpeJessieMOro 3JeMeHTa.

3.2. Meton artoMHOll aGcopbuuu

Metox aTomuOil a6copOUM OCHOBAH HA aTOMH3alMH MPOOBI B BO3-
IyMHO-aNeTHJIeHOBOM IJIaMEeHH H (HOTO3JEKTPHYECKOH perHcTpaluy
NOTIOUIeHHS De30HAHCHBIX JUHHI HATPHs, KaJdus U KaJdbIius.

Conepikanue HaTpHs, KaJusi M KaJblHs HaXOAAT METOLOM  J0-
6aBOK.

3.2.1. Pasqoxenre npoful U Bo3OYK/IEHHE CHEKTpa MPOBOAAT K4K
ykasado B mm. 3.1.1; 3.1.2; 3.1.3.
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Crp. 4 TOCT 23862.6—79

3.2.2. Ananus npopoAsT Ha cnektpodorTomerpe [Tepkun—>3amep 300
uau cnekrpodoromerpe CPITA-4A ¢ ogHomeneBoli Hacamkoi 10 cM.

Hluprna wenu npudopa Ilepkun — Oamep Aas HATPHA M KaJHA'
0,3 MM, aas xanabuusa 1 mMwm.

I_HHpHHa meau npubopa COITA-4A npast vatpus u kKanus 0,040 mu,
Jasa kaabous 0,080 mm.

Pacxon Bosayxa 16 n/muH, pacxon aueruieHa 3,3 Ji/MHH.

CHAMAIOT NOKa3aHHS HU(GPOBOTO BOJLTMETPA HJIM MHJLIMAMIIEP-
MeTpa (3HaYeHHS ONTHYECKHX IJIOTHOCTeH) HA [JIHHE BOJIHBI aHAJHTH-
4eCKOfl JINHHK onpefessdeMoro sjgementa (cm. m. 3.1.3).

4. OBPABOTKA PE3YJIbTATOB

4.1. MaccoBylo momo omnpefensieMof HpHMecH B npoGe B jauana- -

3oHe 5-1073—5.10-29 HaXOAAT IO METOAY OrpaHHYMBAIOIIHX PACTBO-
poB. KommeHTpauus onpenesnsieMOro sJeMeHTa B OJHOM u3 pa6oymx
pacTBOpPOB NOMXKHa OBITH ‘MeHbIle, a B JPYrom GoJblie ueM ‘B npobe.

MaccoByw ponwo Hatpud, xanus, Kaabnusg (X) B OpPOUEHTaX BHI-
qUCASIOT TO dopMmyJie

—C)(A—A) 5
X=(Cp (=gl 2

rae Cyu Cy; — cofepkaHHe ONpeleNsieMOTo 3JeMeHTa B pabouux pa-
crBopax, mr/ma (C.>C,);

A,A,, Ay — cpelHne 3HAaYeHUsI BBHICOTHl NMHKAa HJH ONTHYECKOH HJIOT-
HOCTY AHAJHTHUECKOH JIMHHH ONpeNesieMOro 3JIeMeHTa&
st 1po6ul B pabounuX PacTBOPOB COOTBETCTBEHHO;

m — Macca HaBeCKH aHaJu3upyeMoil npolHl, T.
3a pesysnbTaT aHaJH3a NPHHHMAIOT cpejHee apHdMeTHUECKOe 3Ha-
YeHHe JBYX NapaJjijesJbHBEIX ONpelesieHHH, NPOBEJeHHbIX M3 OTAEIbHBIX
HaBecoK.

4.2. MaccoByio 1010 HaTpHUsl, KaJausl, Kaablusi B npobe (B Anana-

3one 5-10~4—5.10-3% ) HaxomsT no MeToAy J06aBOK.

MaccoBy1o [0J10 HAaTpHs, Kajud, kaibuus (X,;) B IpoueHtax om-

PenesiAIOT KaK cpeilHee apupMeTHyeckoe pesviapTaToB (X, Xo), BoI-
UMCJEHHBIX N0 JABYM Jo06aBKaM.

X — Cy-A X, = C. A X+ X
17 A —A =744 2

rae Cyu C; — BeqnuuHBE NMEepBOf U BTOpPOR [N06aBOK  ONpefeNsseMOoro
anementa, %;

X,nXe — maccoBass [IOMS ONpEReNsieMOro 3JeMeHTa,  BLIYHCJEH-

Has 1O NepBOdl M BTOpON N06aBKaM, COOTBETCTBEHHO, Y% ;

A, A, Ay — 3HaueHHs BHICOTH IHKA HJH ONTHYECKOH IJIOTHOCTH ON-

pefefisieMoro 3jeMeHTa JAJIs MpoOnl, Npobu ¢ MepBOH A0

GaBKOH M HPOGH CO BTOPOH H06ABKOH, COOTBETCTBEHHO.

X=
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roCT 23862.6—79 Crp. 5

4.3. Pacxox/aeHns pesy/bTaTOB ABYX IapaJje/bHbX ONpeleieHHH
UMM ABYX @HaJH30B He JOJXKHBI NPEeBHIHATH BEJHUHH ONYCKAEMBIX
pacxoxAeHuH, yKasaHHBX B Tabauie.

MaccoBas noas HaTpus, xanaus, Kaabuus, % Jonyckaembie pacxomnesus, %

5.10—4 5-10—4
5.10—8 1.10-8
5-10—2 5-10—3
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>Henne Ne 2 TOCT 23862.6—79 PenkoszemeibHble MeTaddbl H HX OKHCH. MeToanl
AeJeHUsl HATPHA, KaJus H KaJdblUHus

pxaeHo u BeeaeHo B JaeictBue IlocranoBiaennem locypapcTBEHHOr0 KOMHTETa
P no ynpaBieHuio KauyecTBOM NPOAYKUMH H cTaHAaaprtam ot 17.05.90 Ne 1203

Jara ssepeuna 01.01.91

Pasgea 2. Ilepsoiit aG3ai H3.10:KHTb B HOBONl pejakUHH: «YCTaHOBKa AJs BO3-
1€HHS H perHcTPaluH CHEKTPOB H3.JydYeHHH, BKJIOYAKOIlasd [OPENKY-DPaclblIHTe b,
‘T€YHBAIOILIYI0 JIAMHHAPHOE NJaMsf, MOHOXPOMATOp, NpeJHAa3sHauYeHHBIH AJA NOJay-
1 MOHOXPOMATHYECKOrO H3JYYeHHS B 1Hana3oHe AJuH BoaH or 400 no 800 um.
'3.1eKTPOHHBIT YMHOXKHTeTb (tHma PIAY-100), ¢orosrekTpoHHas nNPUCTaBKa
a OII1-4)»;

3TOPOH—4eTBepTHIA, OJHHHAAUATLIH ad3alsl HCKIAIGUHTD.

Ilyuxr 3.1.4. Tlepsnit ab3al H3NOXHTL B HOBON pefakuuH: «JlaBieHne BO3Ayxa
1,7.10% Ila, pacxox aueruaena 40—50 am3/u (dukcupyerca nO LIKale pOTAMETPA
PC—3A). Harpu#i onpeaeastoT TnpH  JJHHE BOJHH  2HAJHTHYECKOH  JTilHHHK
2. =589,0—589,6 uM, xKanbuni npn A==422,6 um. Ulupuna BXo4HOH H BHIXOXHOH lie-
aefl npubopa HpH onpeleseHHH HaTpusa, Kaaug # kKanpuusa 0,03—0,04 M,

sTOpOil ab3al. 3aMeHHTb 3HaueHuss #u caoso: 0,05 M3y ma 0,05—0,06 M%/y,
260—1200 B na 500—1000 B; «xaapuusa» Ha «onpenessieMoro 3JeMeHTay.

Hvurr 4.1. Bropoil a6zau. Popmyay X H3I0XKHTb B HOBOH DelaKuyH:

e [ oo (GGl (A=) v
T 1 A,—A4A, 10-m
SKCILTHKANHIO JICHOAHHTL ab3aueM: «V — o6BeM aHAIM3HPYEMOro pacrscpa,

(YC Ne 8 1990 r.)



