FOCYAAPCTBEHHDBIN CTAHAAPT COO3A CCP

CBUHELI BBICOKOH YUCTOThI

CrexTpassuniit MeTon onpeneneﬁus HATPHS, 22 51;(8)(;’1‘ 77
KANbIMA, MariHns, ATIOMHHMA,. JKeJle3a H TAJLIHA i

Lead of high purity. Spectral method for the determi-
nation of sodium, calcium, magnesium, aluminium,
iron and tallium

OKCTY 1709

Jara sBesenus 01.01.78

HacTosiumil cTaHaapT ycTaHaBIMBAaEeT CHEKTPANbHBIA MeTo. orpele-
JIEHHSI MAacCOBOM OJIM ATIOMHUHUS, Xee3a, KaJbLMsl, MarHusl, HaTpUs H
TAJUIUS B CBUHLE BbICOKON YHUCTOTHI Mapok COOOO C000, CO0 B uHTED-
Bane ot 5-107% no 1-107* %.

MeTox OCHOBaH Ha M3GHpPATEIbHOM XJIOPUPOBAHUM NpUMECE IyTeM
- IPEIBAPHUTEJILHOTO CIUIABJICHUS CBMHLA C XJIOPUCTBIM CBUHLIOM B KpaTtepe

YIOJILHOTO 3JIEKTPOJA ITPY HAarpeBaHHUH H MOCJEAYIOILEM CIIEKTPAIBHOM
aHaJiM3e TMOAroTOBJAECHHBIX NMpod.

1. OBUIME TPEBOBAHUA

1.1. O6uire TpeboBaHus K MeToay aHatH3a — o TOCT 22518.1.
(Msmenennas pepakumus, Mam. Ne 2).

la, TPEBOBAHMA BE3OITACHOCTH

la.l. TpeGoanus GezonacHocty — no F'OCT 22518.1.
Paan. 1a. (Bsenen nonoamurensuo, Mam. Ne 1).

2. AIITIAPATYPA, MATEPUAJIBI U PEAKTUBBI

Cnekrtporpad nudpaxuronnsnit Tuna IPC-8 (kommiekTHas ycTa-
HOBKaA).

MukpodoroMeTp M060ro THNA, NO3BONASIOMIMIA HIMEPATb TUIOTHOCTD
NOYEPHEHUA aHATUTUYCCKUX NTUHMIA,

Hananne opuunampnoe Ilepeneuarka BOCHIpEIeHa
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1 CHEPATOP NMOCTOSAHHOIO TOKA, MO3BOJAIOLNMA NONYYUTDb HATIPSDKEHHE
200—400 B u cuny Toka 20 A.

DJIeKTPOIUIMTKA HarpesatensHas o FOCT 14919.

CTaHOK ANs 3aTOYKH YTOJIbHBIX 3/IEKTPOJOB.

OnexTponeys TpybyaTas BepTUKanbHasg Ha 300 Bt (cM. yeprex).

Becbl aHanuMTHYECKHE C MOrpPeUIHOCTBHIO B3BELIMBAHUS He Oosiee
0,0002 r 1 Bechl TOPCHOHHBIE ¢ MOTPELLHOCTbIO B3BELIMBAHUS HE GoJee
0,001 r.

Kon6st mepusbie mo TOCT 1770 sMectumMocThbio 100 oM.

[Mumetku BMecTUMocThiO 1, 2, 5 1 10 eM? mo TOCT 29169—91.

CrakaHb! KBaplieBbie BMECTUMOCTBIO 50, 100 1 500 cm3.
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1 — anextpon ¢ npoboif; 2 — ksapuesas Tpybka; 3 — Harpepatesb Ha 300 Br;
4 — xopnyc neyu; 5 — Tonkatenp; 6 ~ puxcarop

Yamku BbelnapuBaTeSbHbIe KBaplLeBble BMecTUMOcTbio 75, 100
200 cm3.

ITvHLIETHI XPOMUPOBAHHBIE ¢ HAKOHEUHUKAMH K3 GTOPOILIACTA.
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linareau U3 opraHH4YeCcKoro cTeksa.

[ToactaBku WIS 3IEKTPONOB U3 HEPXKABEIOLLIEH CTall¥ 1 OPraHUYECKOro
CTeKJa.

Hox w3 TuTaHa WaM TaHTaxa.

banouyxu nonna'rwleuonme WM IU1IACTMACCOBBIE C KPBILIKAMH BMeC-
TuMocTbio 50—100 cm3.

CekyHnomep.

ONeKTPONbl YroibHble 0cO00i YUCTOTHI AUAMETPOM 6 MM: C KparepoMm
nuametpoM 4,5 MM, rrybuHoit 10 MM K KkpaTepoM AuaMeTpoMm 4 MM,
rybuHoO 4 MM, a TaKKe KOHTP3NAEKTPOAL! JUTUHOM 50 MM, oqmi KOHELL
KOTOPBIX 3aTOYEH HA YCEYEHHBIH KOHYC.

QPoTortacTUHKH crekTporpaduyeckue tvros I, 111 win YOUI- 3 U
«TTAHXPOM».

Bopa nucrwuiuposanHasa no 'OCT 6709, neperHaHHas B KBapueBOM
[eperoHHOM armnapare, CBeXeNnpHIroTORIEHHAS.

Kucnora azorHas no I'OCT 11125 (npu Heo6xoamMocTH HBaXKIbl
MEpPEeroHsIOT B KBApLIEBOM armnapare).

Kucnora constnast no FOCT 14261, oc. u.

CsuHel Bbicokoit yucToTsl no FOCT 22861.

X10puCTBIi CBUHELL; TOTOBAT CIEAYIOLIMM o6pa3oM: 15 r cnekTpans-
HO-YUCTOI0 HUTPATA CBHHILIA pacmopsuo'r B 150 cM3 qucTuLIMpoBaKHOi
Boanl. K pactBopy npuwiuBaior 3 cM® CONSIHOM KHCIIOTHI. Ipu sTOM
BBIMANAET XJIOPUCTHIA cBUHel. PactBop mexkanTHpyioT. OcanoK aBaabl
npoMbiBaiot 30 cm3 AMCTUJUIMPOBAHHOM BOABI M BBICYLIMBAIOT. XJIOpHC-
ThIii CBUHEL, XPaHSAT B MOJUITHACHOBOI GaHOUKe.

Hurpar cBuH1a; roTosaT crenyiommM ofpaszom: 40 r cBMHLIA MapKu
C0000, HapesaHHOrO Kycoukamu Mmaccoii 50—500 mr, nomeraior B kBap-
LeBblli cTakaH BMecTHMOCThIO 500 cm?® (Ha craxaHe NpeABAPUTEIbHO
AenaioT MeTKy Ha 200 cm?), npunusaior 150 cM® a30THOM KMCIOTHI,
pa3bapieHHoif 1:2, n Npy HarpeBaHUM pacTBopsIOT. K ropsueMy pactBopy
nobasnsior 150 cm? KOHLICHTpHpOBaHHOH a30THOM KUCNOTHI, HATPETOMN 1O
KurneHus, mopuusiMu o 10—30 cm’. TMonyyeHHsl# pacTBOp BMecTe ¢
00pa3oBaBIIMMCA OCaiKOM HUTPATa CBHHLA BHIMAapUBAIOT A0 o6beMa
200 cm?. Crakan oXJIaXAAIOT B IPOTOYHON BOJE U OXJIa)K,[ICHHbIH pacTBop
AeKaHTHpYIoT. Ocafiok ABaXasl NPoMbiBaioT B 30 cM? KOHUEHTPUPOBAH-
HOI a30THOI KHCJIOTHI, TIOCJIE YEro BHICYIIMBAIOT M HATPEBAIOT HA IUTHUTE
IO NpeKpalleHus BoiaenaeHus napos NO,.

Pactsop xnopucroro Harpus, comepxaumit.0,01 Mr HaTpust B 1 oM.

PactBop xnopucroro kanpuusg, coaepxawuii 0,01 Mr kanbuus B 1 cm3.
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PacTBOp XJIOPUCTOrO MarHus, coxepxaumit 0,01 Mr maruus B 1 cm’.

PactBop xn1opuctoro anioMunuus, cogepxawui 0,01 Mr anioMuHusa B
1 M3,

PacTBOp xnopuctoro xenesa, conepxamuﬁ 0,01 mr xene3a B 1 cM°.

PacTBop xJopHcTOro Tawtus, coaepxauuit 0,01 mr Tasims 8 1 cm?.

[TepeyncieHHble paCTBOPb TOTOBAT PaCTBOPEHUEM PACCYUTAHHBIX KO-
JIMYECTB METAIOB, MX OKHMCJIOB WIM XJIOPUCTBHIX COJieif B CONSTHOM KHC-

- JIoTe. | | -

ITosiyueHHble pacTBOphl pa30aBNgOT BOAOM, INMEPEHOCAT B MEPHBIE
KOJIOBbI, IOBOIAT KO METKU BOAOH U MEPEMEIIMBAIOT. -

PactBop 1; roToBsiT cneayiouiMmM o6pasoM: B MEPHYIO KO0y BMECTH-
mocThio 100 cM® orbupaior nunerkoit no 10 cM? pacTBOpPOB XJIOPHCTOrO
HATpWsl, KAIbLMS, MArHUs, aTOMUHHS, XEJIe3a, TAUIMA U NOBOLAT 10
METKH BOIOMH. o

PactBop 2; roronm C/eayloluM oﬁpasoM B MEPHYIO KOJI0Yy BMECTH-
mocTbio 100 cm® otbupator nunerkoit 10 cm? pacTeopa 1 u-nmoBoasAT o0
METKHM BOJIOM.

~ITposiBUTENb METOJNTUAPOXHHOHOBDIN.
Dukcax KMCabI.
O6pa3inbl cpaBHEHUS.

ITpuMeuaHne. Jonmyckaerca npUMeHEHHe NMpUGOPOB ¢ (HOTO3NEKTPH-
YeCKOH perucTpallueil criekTpa W APYrMX CHeKTpalibHbIX MpHGOpPOB, MaTepHasoB,
peakTHBOB U (GOTOIIACTHHOK, 06ccrneynBalolIMX MOMyYeHHE ToKa3areiei Toy-
HOCTH, periaMeHTHPOBAHHbLIX HAaCTOSIIUM CTAHIAPTOM..

(U3menennan peraxkunn, sm. Ne l,-_2, 3).

3. HOATOTOBKA K AHAJIN3Y

3.1. OcHoBoii IIst NPUTOTOBJIEHUS 00pa3LIOB cpaBHeHm CIIYXMT XJIO-
PHUCTBIA CBHHELL

B xBapuesyio wauiky BMectuMocThio 100 cM? momelnaior HaBecky
XJIOPMCTOTO CBMHIA ¥ BBOJSAT ITOJydE€HHbIe pacTBOpLI. LISl NPUroTOBIIE-
HHUs1 06pa3LIoB ¢ MaccoBoit noneit npumMeceit 1.107° 1 3-107° % Ha Kaxblik
1F XJIOPUCTOro CBHHLA 6epyT coorBeTcTBEHHO 1 U 3 CM3 pacTBopa 2.
JIna mnpurotoBieHUuss oOpa3LioB C MaCCOBOM Joneit npumeceit 1.10~% u
3 -10™* % Ha kaxuplit 1 T XJIOpHUCTOro CBMHLA 6epyT cooTBeTCTBEHHO 1 H
3 cM? pacTtBopa 1. JlonyckaeTcss roToBHTb 06pasibl CpaBHEHMS, colepXa-
lI[i€ TOJbKO OTAC/NbHbIE OlNpene/siemMble NMpuMecd. B 3aBucuMocTH OT
YUCTOTHI AHATU3UPYEMOTO CBMHLA JOMYCKAETCSH M3MEHATH COflepXaHue
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npuMeceit B obpasuax. CojepxaHue npuMeceid B OCHOBE ONpPEAesioT
'METOAOM A0GaBOK K BBOAAT MOMPAaBKY B PacyYeTHYI® MAacCOBYIO AONIO
npuMeceii. st aToro ot NoAroToBAEHHbIX 00pa3L0B CpaBHEHHS OTOUpaA-
IOT Ha TOPCUOHHBIX Becax HaBecKH Maccoi rno 50 Mr u rmoMeuaoT Ux B
KpaTephbl YTONbHbIX 31EKTPoIOB (pasMepbl Kpatepa 4 x 4 MM). DneKTpobl
npeaBapUTEAbHO OOXHIalOT BMECTE C YroJbHBIMH KOHTDP3JEKTPOAAMH.
Crnextpsl ¢pororpadupyloT, Kak yka3aHo B pasi. 4.
(N3meHennas pepakumnn, Mam. Ne 3).

4. NTPOBEJEHWE AHAJIN3A

4.1. YronsHble 35€KTpo/bl ¢ pa3MepoM kpatepa 4,5 x 10 MM nipezsa-
PUTETBPHO OGXMIAIOT B Jiyre MOCTOSHHOrO Toka cwioi 15 A B Teuenue
30 c. -

OnpeneneHue npuMeceil senperca merogoM Ao6aBox. Ot obpaslos
cpaBHEHHS oTOMPAIOT HA TOPCHOHHBIX BecaX HaBeCKH Maccoii o 50 mMr u
NMOMELLAIOT UX B KpaTepbl YrofbHbIX 3NeKTpomoB. B nepsyio rpymny
3JIEKTPOIOB (6 LUT.) TIOMEIAOT CMEeKTPANbHO-YMCTBII XIOPUCTbIN CBU-
Hell, BO BTODYIO TPYMIy 3jeKTpoaoB (6 wr.) obpazel ¢ MaccoBoil aonei
npuMeceit 1-10~° %, B TpeTbio — 06pa3el] ¢ MaccoBoO KoNei npUMeceit
3.10—3 %, B yeTBepTYIO — O6pasel; c MaccoBoit Joeil mpumeceit 1-10—* %.
B xparep Kaxporo 3A¢KTpoaa NOMeNaioT CBepXy Nno 1 r aHanuzupyeMoro
CBMHLIA B BUIEe KycoukoB. [ToAroToBjieHHbIE 3NEKTPOAbI HArpeBalOT B
BEPTUKAJIbHOM Tpybyaroii rieuu (cM. yeprex). [IpeasapuresbHo ee BKIIG-
Yal0T B CETb Yepe3 ABTOTPAHCHOPMATOD M HArpeBAIOT AO TEMIEpaTyphl
500—600 °C. Toakarteap MOAHUMAIOT B BEPXHEE MOJOXEHHE. DIEKTPOL, C
npoGoil MUHLETOM YCTaHABJIMBAIOT B OTBEPCTHE W OIYCKAIOT BMECTE C
TOJIKATeJIEM B HWXKHEE nonoxeHue. Bolnepxusaior 1-—2 muH. [TonHuMa-
IOT 3JIEKTPOJ, BBEPX, YOUPAIOT B MOJCTABKY.

(Mamenennan pepakuma, Usm. Ne 1, 3).

4.2. Jlna onpeneneHUst KAIbLMA W MarHusa ciiekTpbl doTorpapupyior
Ha ruracTUHKY THna | npu nmmpude wenu cnexrporpada 0,01 mm. Wenb
OCBEILIAIOT TPEXJUH30BBIM KOHAEHCOPOM, TpOMEXYTOuHast guadparma
3,2 MM. ' '

HAasi onpepencHUst aNIOMUHMS, Xeje3a, TaNJIMS W HATPUA CIEKTPbI
dororpadupyior Ha rtactHKY THNa (11 u «[Tauxpom» (st HaTpus) npu
wypuHe wenu cnekrporpaga 0,02 mMm. Lllenp cniextporpacda ocpeluaoT
INBYXJIUH30BbBIM KOHAeHcOpoM. HeaxpoMaTH3WpPOBaHHBIMN KOHAEHCOP
F =75 ycraHaBnuBaloT OT UCTOUHUKA CBeTA HA paccToAsHuK 100 MM U oT
wenu — Ha 316 mm. Bpems skcnosuuuu — 30 c. McnapeHue npobbr 1

19



BO30OyXIeHHe CNeKTpa NPOU3BOAAT B AYTe NOCTOSIHHOTO TOKA CHJION 15 A.

Ha Te xe doromnactuaku dororpadupyioT cnexTp CBMHLA 4epe3 IeBs-

TUCTYNIEHYATBIA WIH TPEXCTYNEHYaTblii ocaburend 111 NOCTPOEHHUS Xa-

PAKTEPUCTHYECKOH KPUBOH MIACTHHKH. ‘
(Mamenennan penaxuma, U3m. Ne 1, 2).

5. OBPABOTKA PE3YJIbTATOB

5.1. CnexTpbl Kaxaoi npo6sl U 06pa3LoB cpaBHeHHs1 dboTorpadupy-
10T MO TPU pa3a Ha oAHOM IacTUHKe. C nomoibio MUKpodOTOMETpA HA
MIOJTYYEHHBIX CIIEKTPOrpaMMax U3MEpSIOT NOYepHEHHs JMHUI onpeaes-
€MBbIX 3JIEMEHTOB U MMHUMAabHOE NoYyepHeHHe (POHA CripaBa M CJieBa OT
Hux. Cpepnee U3 ABYX H3MepeHM (oHa NMPUHHUMAIOT 32 UCTHHHOE |
noyepHeHue poHa. CTpPoAT XapaKTepPUCTHUYECKYIO KPUBYIO (HOTOMIACTHH-
KU. Tlo Heil HAXOAAT COOTBETCTRBYIOIUME MIMEPEHHBIM MMOYEPHEHUSAM
3HaueHUs JorapupMoB MHTEHCHBHOCTH Ig(l, + Iy) u lgly, 3atem npu
MOMoWIM Tabauu sorapudmMos WK NUHEHKM Haxonat I, + I, u Iy u
Beruucasior I, = (I, + Iy) — Iy. I'panynpoBodHble rpadmKH CTPOAT B
koopauHatax [, C, rae C — MaccoBas fons NpUMecH B obpasitax cpaBHe-
HUS B MNpoueHTax. I'padukd MpoAoKalOT OO TiepecedyeHUs C OCBIO
abeuyce. Ynciopoe 3HaYCHUE MONYYEHHON KOOpPAMHATBI Ha ocH abcluce
(MaccoBas gonsa npumeceii) ymensiaoTt B 20 pas:

_ Macca CBHHLA _1,0r 20
Macca XJIopucToro cevnua 0,05 r |

@oToMeTpHPYIOT CleNYIoIME aHATMTHYECKHE IMHUHM (JUTHHA BOJHBI B
HAaHOMETpax): '

Hatpu#t . . .. ... o Na I 588,99

KUIBLIAMA . . . .. .. e - Ca Il 396,85; C1422,67
MarHHM . ...... .. ..., Mg I 285,21

p. () [ 1+ 2 Fe I 302,0

QAMOMHUHMI .. ... .. ... Al ] 308,21

TAUUIMA .. .. .. s et TI I 276,78.

OTHOCUTENBHOE CpelHee KBaJpaTUYECKOe OTKIOHEHHE, XapaKTepu-
3yIollee CXONUMOCTD pe3yJIbTaTOB NMapaiieIbHBIX ONpeacIeHHit U BOCNIpO-
M3BOAUMOCTb pe3y/JbTaToOB aHanu3a, He npesbiltaer 0,1. 3a
OKOHYATEJIbHBIA pe3yabTaT aHAIM3a NPUHUMAIOT cpefHee apupMeTHYEC-
KO€ pe3yJbTaTOB ABYX MapajUle/ibHbIX ONpeaeaeHH, MoJydeHHbIX Ha ABYX
doTonnacTUHKaX.

(U3menennan penakumnsa, Uam. Ne 1, 2, 3).
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5.2. PacxoxzeHus pe3ynbTaToB ABYX NMapajUle/IbHbIX onpeneneHuit (d)
¥ pe3ynbTaToB ABYX aHanu3os (D) npu noseputenbHol sepostHocTH 0,95
HE JOJDKHBI MpEeBbLIlIATH HOTMYCKAEMbIX PACXOXACHUNM, YKa3aHHbBIX B Tab-

Juue.

MaccoBas aons npumecu, %

PacxoxaeHue

pe3yabTaToB NapauiejibHbIX

Pacxoxnenue

pe3ynbTaTOB ABYX aHalM30B

onpeaencHuit d, % D, %
5.10° 2.10° 2:107
1.107 0,3-1073 0,4:107
2.10°3 0,6:1073 10,8107
4.1073 1.107 1.1073
8.10°3 2.10°3 3107
1.10° 0,3-107 0,4.10°¢

~ JlofryckaeMble pacXoXIOeHHsT A1 MPOMEXYTOYHBIX MACCOBBIX XOJeit
NpUMeceil pacCYMTBIBAIOT MO PopMynam

d=03C:D=04C,

tme- C — cpennee apudMeTHUECKOE PE3YNLTATOB NAPALIEAbHBIX onpe-

- JEeNeHUi;

C - cpenHee apU(PMETHHECKOE ABYX PE3yILTATOB AHAIU3A.

(A3menennan penaxumsa, Ham. No 3).
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HHOOPMAINOHHBIE JAHHBIE

1. PASPABOTAH U BHECEH MuuHCTepCTBOM UBETHOH MeTAJLTYPIHH
CCCp |

PASPABOTYUKH
JI.C. I'etkun, JI.K. JIapuna

2. YTBEPX/EH M BBEIEH B JEVCTBHUE Ilocranosnensem Tocy-

AAapCTBEHHOro Komurtetra cranaaproB Cosera Munpctpos CCCP or
10.05.77 Ne 1170

3. BBEAEH BIIEPBBIE

4. CCbBUIOYHBIE HOPMATHBHO-TEXHUYECKUE JOKYMEH-
Tbl |

O6o3nayenne HT/,
Ha KOTOpbIfl JaHa ccxl}mxa Howmep nywka, pasnena
Ir'oCT 1770—74 Pasn. 2
IFOCT 6709—72 Pa3j. 2
FroCT 11125—84 Pasa. 2
FOCT 14261—-77 Pa3g. 2
[OCT 1491983 Pasn. 2
[OCT 22518.1-77 1.1, la.l
I'OCT 22861—93 - Pazn. 2.
I'OCT 29169—91 - { Pas3pn. 2

3. Orpannyenue cpoka aeiicTeus cuaTo IlocTanosiennem T'occranaapra or
08.04.92 Ne 377

6. IEPEN3/IAHUE (nekabps 1996 r.) ¢ Hamenenmamu Ne 1, 2, 3, yT-
BepXIeHHbIMH B sHpape 1983 r., mone 1987 r., anpere 1992 r.
(UYC 5—83, 9--87, 7—92)
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