YK 669.777:543.869:006.354 pynna B59

FTOCYOLAPCTBEHHbBIN CTAHALAPT COK3A CCP

TENNYP BbICOKOW YACTOThI

CI'IeKTpaJ'IbeIVI MeTOoN onpejeneHHa MbillbsKa, CypbMbl, rocr
PTYTU W KagMus 24977.3- 81+

Tellurium high purity.
Spectral method for the determination of arsenic,
antimonic, mercury and cadmium

OKCTY 1709

MNoctaHoBneHnem IocypapcTeeHHoro komuteta CCCP no craHgaptam ot 30 ceH-
TA6ps 1981 r. N? 4486 cpok BBeAEHWS YCTaHOB/EH
cnwn3

MocTtaHoBneHnem occtaHgapta ot 07.09.92 N? 1123 CHATO OrpaHv4eHve Cpoka
[encTeus

HacTtoAawnini ctaHfapT ycTaHaBNMBaeT CNeKTpanbHblli MeTOf onpefje-
NEeHUS MblWbAKA, CYPbMbl, PTYTU U KaAMUSA B TeNNype BbICOKON YNCTOTbI
npn MaccoBOW fone NpUMeceli B NpoLeHTax:

MbllWbsAKa 8 ¢ 10“5— 2 « 10“ 3,

CypbMbl 2 ¢ 10“5— 1+ 10“%

pTyTV 2 m10“5— 15 10%3;

kagmua 1 10“5— 1,5 10“3.

OnpegeneHne npumeceil B Tennype BbICOKOW YMCTOTbl NMPOBOAAT MO
MeTOAY «Tpex 3TaN0OHOB™* C MPUMeEHEHWEM ANA ucnapeHuns v Bo3byxaeHns
CneKkTpa Ayrn nepeMeHHOro Toka.

(M3meHeHHas pegakuusa, N3m. Ne 1).

1 OBLWWE TPEEOBAHUA
1.1. O6bwue Tpe6osaHna - no FOCT 22306-77 n TOCT 24977.1-81.

M3paHne oduumansHoe MepeneyaTka BocrpeLLeHa

*Mepensganve (MapT 1997r.) ¢ Vi3ameHeHnsmu M |, 2, yTBEP>KAEHHbIMU B UIOHE
1987r., ceHTAbpe 1992r. (WYC 11-87, 12-92)
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FOCT 24977.3-81 C. 2

2. ATIMAPATYPA, PEAKTVBbI 1 MATEPUAJIbI

2.1. CnekTporpag ¢ KBapLeBoi ONTWUKOW cpefHelt gucnepcuu Tuna

MCMN-30 nnn cnekTporpa co CKpeweHHOW onTtukoi Ttmna CTI-1 ¢
TPEXIMH30BO CUCTEMOI OCBELLEHNA LWENN U TpexcTyneHyaTbiM ocnabu-
Tesem.

MuKpodoTOMETp, NpeAHasHaueHHbIN ANa U3MepPeHns NAOTHOCTK No-

YepHeHNA cneKTpanbHbIX NVHWA.

IeHepaTop aKTUBWU3MPOBAHHOM AyrM NepeMeHHOro ToKa N0 60oro Tuna.
CTaHOK /15 3aTOYKN YrO/bHbIX 3/1€KTPOAOB.
Becbl nabopatopHble 06l Ero Ha3HauyeHWs 2-ro Knaacca TOYHOCTU C

norpewHoOCTb0 B3BeWBaHMA He 6onee 0,0002 r no FOCT 24104—388.

Becbl TOPCMOHHbIE TNa BT ¢ NOrpewHOCTLIO B3BELW NBAHUSA HE 6onee

0,001 rmo FOCT 13718-68.

MWHLeTbl U3 HepXaBetoLl el ctanm MeguumHckme no FOCT 21241—89.
Mvwpn M-2-210 no FOCT 7328-82.
Namna nHgppakpacHas no6oro Tna c nabopaTopHbIM aBTOTPaHcHop-

matopom tuna NMNHO-250—2.

Yawkn ksapuesble no TOCT 19908—90, BMecTUMOCTLIO 50 cM*.
CTynKa M3 OpraHM4yeckoro cTeksia ¢ MecTUKOM.
JnekTpoabl 13 yrneidi mapku C-3M wunm C-2M no TY 16—88

WNEA 757 gnameTpom 6 MM Cc gnameTpom kKaHana (4,0+0,1) mm. ray6u-
HOW kaHana (10£1) mm.

KoHTpanekTpoabl u3 yrneid mapku C-3M uam C-2M no TY 16—88

WNEA 757 gpnametpom 6 MM gnnHoii 30—50 mMM.

Kucnota azotHaa no NOCT 4461—77.

Kucnota BuHHaa no FOCT 5817—77.

doTonNacTMHKK «cnekTporpaguyeckue», tuna K nan YO L.
Tennyp BbICOKOW 4YMCTOTbI Mapku T-B4 no TY 6—04—65—82 wunu

MapKun «3kcTtpa* no TY 48—0515—028—89.

MpumevyaHwune. [onyckaeTcd NpuMeHeHWe NpuMBOPOB C (POTOINEKTPU-

YEeCKOW peructpauueid cnekTpa u Apyrux cnekTpanbHbIX NpUbopoB, ApYrux peak-
TUBOB U MaTepuanoB, (OTOMNACTUHOK, O06GECMeYMBAKOWMX  MOMYyYeHue
nokasatesell TOYHOCTH, HC YCTYNAIOLLMX HACTOALMM CTaHAapTam

MblIWbAK 31eMeHTAPHbIA WAN aHTUAPUA MbILLIbAKOBUCTbIA.
Cypbma no NOCT 1089—382.
PTyTn okcmg xentblii no FOCT 5230—74.

29



C. 3TOCT 24977.3-81

Kagmusa okeng no NOCT 11120—75.

Cnupt 3TUNOBbI TEXHUYECKNA PeKTU(NKOBAHHbI I no
FOCT 18300-87.

(M3meHeHHas pegakuusa, Nam. Ne |, 2).

3. NOoAroToBKA K AHANNZY

31 O6pasybl cpaBHeHUA

[oTOBAT fABa KOMNAeKTa 06pasuoB cpaBHeHus. And NpUrotosneHus
nepBOro rofloBHOro o6pasla cpaBHeHNs, cogepxalero 6 % As, 1,5 % Sb
n 15 % Hg, s3sewnsatoT 9,088 r metannnyeckoro tennypa, 0,600 r mbl-
WhAKa 3nemeHTapHoro, 0,150 r cypbMbl MeTanauyeckoid, 0,162 r okcmpaa
pTyTW, NOMeLWaT B CTYNKY U T aTe/IbHO MEpPeTMparT B TeyeHue 1u.

[na npurotoBneHWa BTOPOro rosnoBHOro obpaslia cpaBHeHWA, coaep-
xawero 1,5 % Cd, B3sewwuBatoT 0,172 r okcuga kagmus n 9,828 r metan-
NWYecKoro Tennypa, NMoMewalT B CTYNKYy W TUWiaTe/NIbHO NepeTuparT B
TeyeHne 60 MUH.

Pa3baBneHnem ronoBHbIX 06pasL0B CpaBHeHWA B CTO pa3 (3a ABa
npuema), a KaKAoro BHOBb MONYYeHHOro B 2,5—3 pasa Tennypom nony-
yaloT fBa KOMMNaeKTa pabounx o6pas3L0B CpaBHEHUA, COAepXKalLuUX cre-
Jytolne MaccoBble 4ONN NPUMECEN.

oggaﬂeug | Maccosas fons npuveceit, % Oggg";fa '\Egﬁg?%?:
CpaBHeHWA CpaBHeHUs
(1 KOMNIEKT) ;  MbILbAK cypsma, pryts (I KoMnneKT) Kagmuii
0,006 0,0015 1 0,0015
5 0,002 0,0005 2 0.0005
3 1 0,0006 0,00015 3 0,00015
4 0,0002 0,00005 4 0,00005
5 0,00008 0,00002 5 0,00002

MprumMeyaHue. B 3aBUCMMOCTM OT COCTaBa Te//lypa, NOCTYNAIOLLEr0 Ha
aHann3, foNyCcKaeTCs MeHSITb MaccoBY!O 1010 TOW UM UHOW NpUMecK B 06pasLax
CpaBHeHus.

MpuroToBneHHble 06pa3Lbl CPaBHEHUSA XPaHAT B 6IOKcax Wan B 4pyroi
nocyfie ¢ NOTHO 3aKPblBAOLWMMUNCA KPbILLKaMMU.

MpefenbHo gonyckaemoe 3Ha4eHWe NOrpeLwHOCT YCTaHOBNEHUS 3Ha-
YeHWii aTTecTyeMblX XapaKTepucTMK 06pa3LoB CpaBHEHUA He MpeBblllaeT
0,03 % o0T aTTecTyemMoro 3HauyeHUs cofepXaHus KOMMOHEHTA.

(N3meHeHHas pepakuusa, N3m. Ne 1).
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FOCT 24977.3-81 C. 4
4. NMPOBEAEHWNE AHATN3A

4.1. Mpo6bl 1 06pa3sLbl cpaBHEHNA HabUBAKOT B YrONbHbIe 3NEKTPOAbI
(nonHbIA KpaTep). M3 Kaxgol npobbl roTOBAT No BoceMb, o6pasua cpas-
HEHWA — MO YeTbIpe 3NeKTpoja.

CnekTpbl hoTorpagupytoT npyu Nomowm cnektTporpada Ha poTonnac-
TUHKY.

WcnapeHne npobbl 1 BO36GYX/JeHWe crnekTpa NpoBOAAT B Ayre nepe-
MEHHOro ToKa cunoli 18 A>akcnosnymns —60c. Ha ogHy oTonNNacTUHKY
thoTorpadupytoT No YeTblpe CleKTpa Npobbl W Mo fBa cnekTpa 06pasLos
CpaBHeHMWA, CXUras no fiBa 3NeKTpoda, HC nepemellas Kaccety.

Ecnn B npo6ax He nosBuauch NuHuM As 234,9 Hm n As n Cd 228,8 HmM,
TO BbINUCbIBaOT As < 0,00008 %, Cd < 0,00005 %.

B cnyuae, ecnm nuHua As —234,9 HM He nossBufacb, a nuHus Cd
228,8 HM BUAHa, TO 4NA ONpefeneHnsa Kagmusa rotosaT u goTorpapupytoT
npo6bl 1 BTOPO KOMNNEKT 06pa3L0B CpaBHEHUS.

(M3meHeHHaa pegakuusa, N3m. Ne 1, 2).

5. OBPABOTKA PE3YJIbTATOB

5.1. Mpn nomowm MUKpOo(hoTOMeTpa U3MepAOT NOYEPHEHUS aHanw-
Tnyeckux nuHuii (5;.) u oHa (,5*) B6AN3N NUHUN (4AUHBI BOMH B HM):

pTyTb Hgl 253,6;

cypbma Shl 259,8;

MbllbAK Asl 234,9;

kagmuii Cdl 228,8.

Ha MukpodoToMeTpe M3MEPAIOT NOYEPHEHME INHUKN ONpefeNnseMoro
afeMeHTa B ChnekTpax 06pa3u0B CpPaBHEHWUS BO BCEX TpexX CTymeHbKax
ocnabutens (cm. npunoxeHue | FTOCT 24977.1—81).

CTpOAT XapaKTepuCTUYecKylo KpuBYK (OTOMNNACTUHKW U MO Hei
HaxoAAT COOTBETCTBYIOLME M3MEPEHHbBIM NMOYEPHEHUAM 3Ha4YeHus nora-
PU(HMOB UHTEHCUBHOCTU Ig/~d, Ig/ch.

BbluMCAAOT 3HaueHue Ig-"-, HaxXOAAT cpefHee apudmMeTuyeckoe pe-
3yNbTaToOB, MO/MYYEHHLIX MO TpeM CMeKTporpaMmamM Kaxpaoro o6pasua

cpaBHeHus (lg—)", u CTPOAT rpagynmpoBOYHble rpadMkn B KOOpAMHAaTax

AC A ~ maccoBas fons npumecy B o6pastie cpaBHeHus, %. Mo
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C. 5TOCT 24977.3-81

MO/MyYeHHbIM FPajyMpPOBOUHbIM Fpadimkam HaxOAAT COAEPXaHWUs MpuUMe-
ceii, COOTBETCTBYHOLLME BbIUMCNEHHBIM 418 NP06 3HauYeHUsMm () cp.

3a pesynbTaT aHanM3a NPUHMMAIOT CPeaHee apupMeTUUeCcKoe pesyb-
TAaTOB [BYX MapajsiefibHbiX OMpPeAeNeHuii, MOAYUYEHHbIX HA OfHOW (OTO-
niacTUHKe, MO ABYM CMeKTporpaMmmam Kaxpoe.

(M3meHeHHas pegakuns, Nam. N° 1, 2).

5.2. PacX0X[eHWUsa pe3ynbTaToB [BYX napannesbHbiX OnpeaeneHuin u
pe3ynbTaTOB [1ByX aHanu30B Npu [OBEPUTENbHOW BeposTHOCTM 0,95 He
[OMKHbI MPEBbIIATL 3HAYEH WA, YKasaHHbIX B Tabnuue.

PacxoxaeHve
OnpeaensembIii MaccoHax fonst pesyang%B,qux Pacxoxaerve
3MeMeHT 3NeMeHTa. % napanieNbHbIX PpesynbTaToB AByX
onpezeneHIii, % aHaJIN30B, »
MbILWbAK 8 10~5 2 10-5 4 0“5
1 Kr4 0.3 10“4 0.5 10-~
3 wr4 0.9 10~4 1.5 10“4
1 Krl 0,3 10-3 0.5 10~3
2 0 _3 0,6 10“3 1 103
Cyplama, pTYThb. 2 w0 -5 08.10"5 14-10"5
Kagmun 1 10~4 0.4.10-4 0,7-10"4
3 10-4 1. UT* 2 1074
1 103 0.4 10~3 0.7.10~3
3 10~3 1.1 -3 2.10~3

Lonyckaemble pacxoXAeHWUs AN NMPOMEXYTOYHbIX MacCOBbIX foNei
paccynTbiBalOT METOAOM NINHeliHOW WHTEpnonaynun mnum no (*)OpMyI'IaMZ

ana MbllWbaKa:

d«03C,0=05C,

ANa CYypbMbl, PTYTU U KafMuUS:

d=04cC,0-07C,

rae C —cpeaHee apuiMeTNYeCKOe pe3ynbTaToB napanienbHbiX onpe-
neneHunit;

C —cpepHee apugmMeTuyeckoe ABYX pe3ynbTaToB aHann3a.
(M3meHeHHas pegakumsa, N3m. Ne 2).
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