TOCYIAPCTBEHHBH CTAHJAAPT COIO3A CCP

TEJLUTYP BBICOKOH YU CTOThI

rocCT
CnexkTpanbHblii METOR onpeesieHHs MbIIbAKA, CYPbMBI,
PTYTH H KaJMus 24977.3—81*

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

OKCTY 1709

INocTanonnennem I'ocynapcreennoro komurera CCCP no cramnapram ot 30 cen-
T0pa 1981 r. Ne 4486 cpox BBegenus ycraHoBaeH
¢01.0]1.83

ITocranoBnennem [occranaapra ot 07.09.92 Ne 1123 cHATO orpaHHYeHHe CpOKa
AeiicTBHA

Hactosiunit cTaHaapT yCcTaHaBIMBAET CIIEKTPAIbHBIA METON OIpene-
JICHUSI MBILLBAKA, CYPbMBbI, PTYTH M KaJIMUSl B TEJUIype BbICOKOMH YUCTOTHI
MpH MAaccoBOM AoJjie npUMeceil B MpolieHTax: '

MbIIIbsIKa § - 107> — 2. 10—3;

cypbMbl 2 - 1073 — 1. 107%;

prytd 2 - 1073 — 1,5 - 10~3;

kaomus 11073 —1,5. 1073

OnpenencHue npumeceil B TeJUType BbICOKOW YUCTOTHI NMPOBOASRT MO
METOJY «TPEX 3TAJIOHOB» C MPUMEHEHHUEM IS HCNIapeHUsT U BO30YXNeHHUS
CIIEKTpa AYrd NEpeMEHHOro TOKA.

(U3menennan peaakuus, Mam. Ne 1).

1. OBIIME TPEBOBAHUA
1.1. O6ume tpe6oBanuss — no F'OCT 22306—77 u TOCT 24977.1—81.

N3nanne odpHuMaIbLHOE | IlepeneyaTka BocnpemeHa
*

* [Tepeuzdanue (mapm 1997 2.) ¢ Hamenenuamu Ne 1, 2, ymeepxucOeHHbIMU 6 UIOHE
1987 2., cenmabpe 1992 2. (HYC 1187, 12—92)
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2. AITIIAPATYPA, PEAKTHBbBI H MATEPHAJIbI

2.1. Cnekrporpad ¢ xBaplieBOil ONTUKOI CpenHei AUCIepCHH THIIa
MCI-30 mwau cnekrporpad co ckpewieHHoi onrtukoit tTMvma CT3-1 ¢
TPEXJIMH30BOM CUCTEMOM OCBEILEHUS LIETHU U TPEXCTYNeHYaTsIM ocnabu-
TeNEM.

MukpodoromeTp, NpeaHa3HAYECHHBII WIS K3MEPEHUSA TUIOTHOCTH 10~
YEepHEHUS CNEKTPAIBHBIX JUHHMA.

I'eHepaTrop aKTMBU3UPOBAHHOI AYTH NEPEMEHHOTO TOKA 1I060ro THIA.

CraHOK M1 3aTOYKM YrOJIbHBIX 3JIEKTPOIOB.

Becel naGopatopHble obluero HasHavyeHHUs 2-ro Kjiaacca TOYHOCTH ¢
MOrpeLIHOCTBIO B3seliuBaHUA He Gonee 0,0002 r no TOCT 24104—88.

Becsl Topcuonnsbie Tuna BT ¢ norpeuniHocTsio B3BeLIMBaHWs He Goiee
0,001 r mo 'OCT 13718—68.

[MTunueTsl U3 HepxaBelolueit ctanu MmeauuuHcekue mo F'OCT 2124189,

Tupu I'-2—210 o I'OCT 7328-82.

Jlamna undpakpacHas n106oro THIIA € JaGOPATOPHBIM aBTOTPaHCHOP-
matopoM Tuna [THO-250—2.

Yamxu xsapuessie o FOCT 19908—90, sMecTtumMocTbio 50 cm3.

Crynka 13 OpraHMYecKoro cTeKJia ¢ MecTUKOM.

Onektpoast M3 yrieit mapku C-3IM wiu C-2M no TY 16—88
WUIIEA 757 nuametrpom 6 MM ¢ auamerpoM KaHana (4,010,1) MM, rny6ou-
Hoil kaHana (10+1) mwm.

KoHTpanekrponbl u3 yraeit mapky C-3M wim C-2M no TY 16—88
WUJIEA 757 nuameTpoM 6 MM LiMHO#M 30—50 MM.

Kucnora azorHas no 'OCT 4461-—77.

Kucnora sunxaa no F'OCT 5817—77.

Q@orornnacTHHKU «crniekTporpadpuyeckue», Tuna I wim YOILII.

Tennyp BbicOKOit uncToThl Mapku T-B4 o TY 6—04—65—82 wau
Mapku «3kcrtpay» 1o TY 48—0515—028—89.

HpuMeuanne Jlonyckaercs npuMeHeHne npubopos ¢ GoOTOINEKTPH-
YECKOHN PErucTpauueil CnekTpa v Apyrux CeKTPANbHLIX NPpUGOPOB, APYIHX peak-
THBOB W MaTepuanos, (OTOMNACTHHOK, 0OeCNeyruBaOIINX TOJYUYeHHE
nokasartejlell TOUHOCTH, He YCTYNAIOLIMX HACTOALIMM CTaHAapTaM.

MplILibSIK 31€EMEHTAPHBI WIN aHIMAPHI MBILLILSIKOBUCTBIIA.
CypsMa o T'OCT 1089-82.

Prytu okcun xenteiit no N'OCT 5230—74.
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Kagmusa okcun no 'OCT 11120--75.

Couprt STUNOBLIA  TEXHUYECKUH
roCT 18300-—-87.

(U3menennas penakunsa, Usm. Ne 1, 2).

peKTH(PUKOBAHHLIK  TNO

3. TIOATOTOBKA K AHAJIN3Y

31. O6pasubl CpaBHEHHUA

l'oToBAT nBa XKOMIUIEKTA oOpa3iioB cpasHenus. [Lis npurorosneHus
MepBoOro rojloBHoro o6pasua cpaBHeHHs, coaepxautero 6 % As, 1,5 % Sb
n 1,5 % Hg, B3sewnsaior 9,088 r Mmerannnyeckoro teanypa, 0,600 r Mbi-
- wWwibsika anemMeHTapHoro, 0,150 r cypeMbl MeTautnyeckoif, 0,162 r okcuaa
PTYTH, MOMELAIOT B CTYNKY M TILATEIbHO MEPETHPAIOT B TeueHue 1 y.

JUist mpUroToBJeHUsT BTOPOTO rojioBHOro o6pasiia cpaBHEHUs, conep-
xauero 1,5 % Cd, s3sewtnBalor 0,172 r okcuna kagMus 1 9,828 r metan-
JIMYECKOro TeJUTypa, MOMELUAIOT B CTYINKY M TIUATEABHO NEpPEeTHPAIOT B
TeyeHue 60 MUH. ,

Pa3basieHueM ronoBHbIX 00Opa3lioB CpaBHEHHS B CTO pa3 (3a ABa
MpHEMA), 2 KAXIOro BHOBb MOJIydeHHOro B 2,5—3 pasa TeqypoM nosy-
4aloT JiBA KOMIUIEKTa pabouyux oOpa3loB CpaBHEHHS, COAEpXALLUMX CHe-
AYIOLIKME MACCOBBIE AONM NPUMeECEiA.

0%3;‘:1?3 MaccoBas aons npumeceii, % o%g::iﬂja bﬁzf;l?";ﬂ
CpaBHEHHSA CPaBHEHHSA

(I xomruIeKT) MBILIBSIK cypbMa, pryts | (11 KomnuexT) KaaMuit
1 0,006 0,0015 | 0,0015
2 0,002 0,0005 2 0,0005
3 0,0006 0,00015 k) 0,00015
4 0,0002 0,00005 4 0,00005
5 0,00008 0,00002 5 0,00002

[IpuMeuanue B 3aBucHMOCTH OT cocTaBa Tenaypa, NOCTYMAIOLIEro Ha
aHaJIM3, A0MYCKACTCst MCHATh MAacCOBYIO 1010 TOM WM HHOM NpyMecH B oGpasiiax

CpaBHEHMS.

[TpurotoBnerHbie 00pas3iibl CpaBHEHMst XpaHAT B O10Kcax WiMl B IPYTOi
rmocy/e ¢ IUIOTHO 3aKPbIBAIOUIMMHUCS KPBILLIKAMM.

[IpenensHo ponyckaeMoe 3HaYEHHE MOTPELLIHOCTH YCTAHOBAEHUA 3HA-
YEHUIA aTTECTYEMbBIX XapaKTEPUCTUK 00pa3lLlOoB CpaBHEHMS HE NpPeBbIlaeT
0,03 % ot arrecTyeMOro 3HaYeHUs COACPXaHUS KOMITOHEHTA.

(M3menennas penakumsa, U3m. Ne 1).
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4. IPOBENEHHE AHAJIU3A

4.1. TTpo6br 1 06pa3Libl cpaBHEHUST HAGUBAIOT B YTONBHbIE 3JIEKTPOIbI
(nonueiit Kparep). U3 kaxzaoit mpo6bl rOTOBAT Mo BoceMb, 06pa3la cpas-
HEHHUs — MO YEThIpe INEKTPOJA.

Cnextpsl poTorpadpupyior npu nomoluu crnexkrporpada Ha ¢otonnac-
TUHKY.

Hcnapenune npobsl U Bo3GyxneHue crekTpa NMPOBOAAT B Ayre mepe-
MEHHOTro ToKa cuoi 18 A, skcnosuumsi — 60 c. Ha oqHy doTtonnactunky
¢oTorpadupyioT no yerbipe cnekTpa npobsl ¥ MO JBa CHEKTpa 06pa3LoB
CPaBHEHMs, CKHMIas 0 ABa 3NEKTPOAA, He nepeMelliast Kaccery.

Ecnu B npo6ax He nosiBumuch AMHUK As 234,9 HM 1 As u Cd 228,8 M,
TO BbIMUCHIBAIOT As < 0,00008 %, Cd < 0,00005 %.

B cnyyae, ecnu auHua As — 2349 M He nosiBuiach, a auHus Cd
228,8 HM BUIHA, TO IIst OTIPENENEHUSI KAIMHUS FOTOBAT U (oTorpadupyoT
npo6bl K BTOPOi KOMILIEKT 06pa3lioB CpaBHEHHUSI.

(Mamenennas pegakumn, Mam. Ne 1, 2).

5. OBPABOTKA PE3VYJIBTATOB

5.1. Tlpu noMouuu MUKPOGHOTOMETPa UIMEPSIOT MOYEPHEHUS aHATH-
THYECKUX JIMHUM (S;+4) U PoHa (Sy) BOMM3N THHUK (IUIMHBI BOTH B HM):

pryts Hgl 253,6;

cypbMa Sbl 259.8;

MbILLIBAK Asl 234,9;

kaagmuit Cdl 228.8.

Ha mMuxpodoTtomerpe UaMepsioT mouyepHeHHE TMHUM OTNpPEAe/IieMOTO
NEMEHTA B CMEKTPax oOpa3suoB CpaBHEHHSI BO BCEX TpeX CTYMEHbKax
ocaaburens (cM. mpwioxeune 1 TOCT 24977.1—81).

CTposIT XapaKTepuCTHYeCKYi0 KpuBYI0 (OTOIUIACTMHKH M MO Heif
HaxXo4sIT COOTBETCTBYIOLIME U3MEPEHHBIM MOYEPHEHUSAM 3HAYEHMS JIora-
pU(pPMOB HHTEHCUBHOCTH 185y +¢, 1815

BbuHCASIOT 3HaYeHuUe lg—[—"-, HaxooAT cpeaHee apudmeTHdeckoe pe-
. ®
3Y/IbTaTOB, IOJYYCHHBIX MO TPEM CMEKTpOrpaMMaM Kaxioro obpasua

] .
CpaBHEHMS (lg—f‘-)cp, U CTPOSIT rpallyMpPOBOUYHBIE MPaPUKH B KOOPAMHATAX
o

I
lgz";, IgC, rne C — Maccosas nonst mpuMecH B obpasue cpaBHeHus, %. [o
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MOJYYEHHBIM IPanyvpOBOYHbIM rpaduKaM HAXOMAT CONEPXKAHUS MpUMe-

L I
CEH, COOTBETCTBYIOLLIME BBIYMUCACHHBIM IS MPob 3HAYeHUAM (lg—f‘-)cp.
b

3a pe3ynbTaT aHANM3a NPUHUMAIOT cpeHee apudPMETHYECKOE Pe3yJib-
TaTOB ABYX NMapaJUIe/ibHbIX OIpeReseHUH, MONyYEHHbIX Ha oAHOK ¢oTo-
MJIACTUHKE, 10 ABYM CIEKTpOrpaMMaM KaxJoe€.

(U3menennan penakuma, Ham. Ne 1, 2).

5.2. PacxoxneHus1 pe3yNbTaTOB ABYX MapajulebHbIX OMpencNCHUN U
PE3yNbTATOB JIBYX aHANAW30B MNpPU AOBEpUTENbHON BeposATHoctd 0,95 He
JOJIKHBI MPEBBILIATh 3HAYCHHH, YKA3aHHBIX B Tabauue.

PacxoxaeHue
Onpexnensiembiii Maccosas nons Pe3ynbTaToB ABYX Pacxoxnenue
3JIEMEHT 3/ieMeHTa, % MapaIebHbIX pe3ynbTaroB ‘;2“
onpenencuuit, % aHaT30B,
Mbiubak 8.103 2.10~° 4.10-5
1-10~* 0,3-10~* 0,5-10~*
3.10™* 0,9.10~¢ 1,5 10—¢
1. 10-—3 0’3 . ]0“3 0’5 . 10-—3
2.103 0.6-10~3 i 10-?
CypbMa, pTyTb, 2.107° 0,8 1073 1,4. 10~
KaaMu L1074 0,4- 104 0,7-107*
3.107* 1-10~% 2.10~4
1.1073 0,4.1073 0,7-1073
3.107° 1.1073 2-1073

HormyckaeMble pacXoXNeHUs ANS MPOMEXYTOYHBIX MACCOBBIX HOJEIk
PACCUMUTHIBAIOT METOAOM JIMHEHHOM UHTEPNONSALIMUY WIH o dopMynaM:
IUISL MBILLIbAKA:

d=03C.D=0,5C,
IUISL CYPbMBI, PTYTH H KaJMUS:

d=04C D=0,7C,
rae C — cpeaHee apudMeTHYECKOE pe3ybTATOB NapaUIeNbHLIX ONpe-
OEJIEHUH;

C — cpenHee apuhMeTHYECKOE OBYX pe3yIbTaTOB AHAIM3A.
(A3menennan pegaxkuusa, Mam. Ne 2).
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