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FTOCYRBRAPCTBEHHBN® CTAHABAPT COK3IA CCP

5POH3bl BE3ONOBAHHDIE

MeToasl onpeaenerns cypsmsi rOCT
Non-tin bronze. 15027.9—'77

Methods for the determination of antimony

(CT C3B 1542—79})
OKCTY 1709

Cpok fgeicrans c 01.01.7¢
Ao 01.01.94

Hecobniogenne cTaHpapra npecneayercs No 3aKoHy

Hacrosuwnit craniapr ycranaBIHBEeT 3KCTPAKIHOHHO-POTOMETPH-
SECKHA METO;t ONnpejieels CYPbMbl ¢ KPHCTALIHUECKHM (IHOJIETOBBIM
(npn MaccoBoR aode cypbmut ot G00F 10 0.6% ). 9xCtparinonio- go-
TOMETDHUECKHH MeTOL onpeilenetus cypbmbl ¢ OPHAJIHAHTOBbBIM 3e-
JleHBIM  {N1pH MaccoBol Jode cvpbmbl o1 0,1 10 0.65%) u atomRo:
40copOUHOHHLIH MeTol onpeiledieHHst CypobMbl (IPH MAcCOBOR jpone
cypbumbl o1 0.001 10 0,00% u o1 0,05 10 0,6%) B Opousax 6eso.o-
sanHblX 110 FOCT 18175—78 TOCT 17328—78 u TOCT 493—79..

(HU3menennan pepakuusa, Ham, Ne 1),

1. OBUWIME TPEBOBAHMS

1.1. O6ne tpeGoBanuda K Metroaam ananusa—iuo [OCT 25086—87
¢ gonosdednem no pasa. 1 FOCT 15027.1--77.
(Usmenennas pepakuns, Usm. Ne 1),

2. SKCTPAHLLMOHHO-DOTOMETPUYECKUK METOL] ONPEAENEHMA
CYPbMbl C KPUCTANNHMHECKMM OHMONETOBBIM

21. CymHocTbhr MeTORA

Meroa 0CHOBAH HA 3KCTPAKILMM NATHBAJIEHTHON CYypPbMbl TOJIYOJOM
B BHle rekcaxJopctHbara KpHCTaAJHUecKOoro (HOJIETOBOIG H H3Mepe-
HHH ONTHYECKOH IIOTHOCTH 3KCTPAKTa NoOCAe Bblledeins CypbMbl CO-
OCaXKAEHHEM €e C 1BYOKHCHIO Maprauild v pacTBOpenHs ocaaka B CO-
JSHON KHCJIOTE,

Hapanuue ouumansHoe MNepeneyarka socnpeuiexs
121



C. 2 TOCT 15027.9—77

22. Aunapartrypa, peakTHBBH M PacTBOPH
D0T03/1eKTPOKOJIOPHMETP HJIH CIEKTPOPOTOMETP.

Kucnora propucrosonoponuas no TOCT 10484 —78.

Kucnora asornas no TOCT 4461 —77 & pas6apaennas 1:1 u 1:100.
| 1Kuc.nom conaraa no F'OCT 3118—77 u pasGassennas 7:3, 3:1 u

Kucnora cepuas no T'OCT 4204—77, pas6asaennas 1:1 u 1:5 u
pactBop 0,25 Moab/am3.

Ammuax Bogubiit o FOCT 3760—79 u pas6assienusiit 1:1.

Kanuit maprannosokucamii no FTOCT 20490—75, pacteop 10 r/am3.

Mapraunen ceprokucasiit no T'OCT 435—77, pacteop 50 r/am?.

OnoBo asyxnopucroe TY 6—09-—5384-—88, pacrsop 100 r/am3 B co-
JisiHO# Kucaore, pasbasaenuost 1:1.

Hatpuii asorucrokucawiit no F'OCT 4197—74, pacteop 100 r/amd.

Mouesuna no I'OCT 6691—77, macbiieHHbifi pacTBOP; TOTOBSAT
crenyowum obpasom: 100 r moyeBusnl pactBopsitor B 100 cm3 rops-
iefi BOJHI.

Kpucrannuueckuit GpHoMeTOBHIH, pactop 2 r/am3,

Tonyon no TOCT 5789—78.

Hartpuit cepHokucablit 6e3pogusiit no TOCT 4166—76.

Hepuit (IV) cepuokucanii, pactsop 0,4 r/amé 8 0,25 wmosan/am3
CepHOH KHCJoTE,

I'napokcunamun coastnokucabit no T'OCT  5456—79, pacrsop
1 r/am?,

Cypema no TOCT 1089—82 mapku Cy00.

PactBopbl cypbMBI.

PactBop A; rortoBaT cneaytwoiium obpasom; 0,1 r cypbMul pacTpo-
PAIOT NpH HarpeBan#d B 50 cM® KOHUEHTPHPOBAHHOH CEPHON KHCJIOTHI.
PacrtBop nepeHocAT B MepHYI KOAGY BMecTHAMOCTBIO | aM3, npuiiHBa-
ot 175 cM® cepHoil KHC/I0TH, pa36asieHHo#t 1:1, oxmamxaaor, KOJAH-
BaIOT BOAOH /10 METKH H NepeMemIHBaioT,

1 cm3 pacrtBopa coaepxkut 0,0001 r cypbMBI.

‘PacrBop B; rotosaT caeayiowum obpasom: 10 cm? pacrsopa A
noMelalT B MepHYIO Kojuby BMmectumocTbio 100 cMm®, npuausaior
70 cM® KOHIEHTPHPOBAHHON COJSIHOH KHCJOTHI, pa3baBisiiOT A0 METKH
BOJOU H NepeMelIHBaloT.

I ¢M? pacrBopa b coaepxur 0,00001 r cypbMbl.

(H3menennas pepakuus, Ham. N 1).

23. [lpoBenenune ananusa

2.3.1. Hasecky 6poH3bl Macco#, ykasaHHo# B TabJa. |, pacTBOpAIOT
nupu HarpesaHud B 5—10 cM?® a30THOM KHCJAOTHI, pasbas.aendoi 11
B cTaKaHe BMECTHMOCThiO 250 cM®, HAKPHITOM 4acoBbiM cTekJaoMm. Pact-
BOP OXJaXK1alOT, YacoBOE€ CTEKJIO OMOJacKHBaloT BoJoH. Pactsop pas-
GasasiioT Bosot 1o o6bema 50 cm?. [lpu avanu3se xpemHHCTOH Opon-
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FOCT 15027.9—77 C. 3

b HaBeCKy cnsaBa 0,5 r nomemaioT B NIaTHHOBYIO YaluKy, npuban-
Jis710T 10 ¢M3 a30THOM KHCJIOTHI, pas6asiennoit 1:1, 2 cM3 dpropucToBO-
TOPOJHOH KHCJIOTH H HAarpeBaloT 10 pacTBOpeHHs. Ilocie oXnaxaeHus
CTEHKH YallKH OOMBIBAIOT HeGOJbLIHM KOJHUYECTBOM BOAbl, nobaBag-
10T 3 cM® KOHUEHTPHPOBAaHHOM CepPHOH KHCJAOTH H BHIIAPHBAIOT J0
Hayasna BbileNeHHs 6esoro abiMa cepHoil KHcnoThl. YaliKy oxaaxia-
I0T, OGMBIBAIOT CTEHKH HEGOJBbIIHM KOJHYECTBOM BOJAB H MOBTOPSIOT
BLINAapHBAaHHE 10 Havyasa BblAeNEHHs 6esloro AbiMa CepHON KHCJOTHI.
Tlocne oxmampenns pacTBOPAIT cofM B 5 cM® a30THOI KHCJIOTHI,
pasGasneHHoM 1:1, nepeBoAsiT pacTBOP B CTAKAH BMECTHMOCTBIO
250 cm® u pasGaBisiior Bojoi 10 o6bema 50 cM3, nanee (a5t 06bIY-
HOH H JJI KPEMHHCTOH GPOH3bl) MOMYyYEeHHBIH pacTBOp HeATPaJH3YIOT
4MMHAKOM [0 MOSBJEHHS OCajKa THAPOOKHCH MEJH, He HCue3alollero
BO BpeMs nepeMewlHBaHHdA, H Ao6aBasoT numetkoil 0,5 cM3 asorHoM
KHCJIOTH, pasbasiienHod 1:1, 3atem go6aBasior 1 cm? pacrmopa Mmap-
FaHUOBOKHCJIOTO KaJIWf, CTAKaH HaKPbIBAIOT YacoOBHIM  CTEKJOM H
PacTBOp HArpeBalOT NOYTH N0 KHNEHHA. 3atem poGasasiior 1 cmd
pacTBopa CEpHOKHCJIOTO Maprabua H KHNataT 2 MuH. PactBop ocras-
JS10T Ha 1 9, nocjae yero 0cagok OTHHALTPOBHIBAIOT Ha MJOTHMI
$HILTD, NPOMBIBAA CTaKaH H 0CaAo0K 4—5 pa3 ropsiueil asoTHOM KHc-
sl0ToH, pas6asnennodt 1:100, 10 HCYE3HOBEHHS OKPAaCKH a30THO-KHC-
JI0# Meau.

QuibTp C 0CaAKOM NEPEHOCSHT B CTaKaH, B KOTOPOM MPOBOLHJIOCH
ocaxjenue, npu6asasior 10—15 cM? KOHUEHTPHPOBAHHOM! CepHOM KHC-
Jotbl, 20—25 cM® KOHUEHTPHPOBAHHON a30THOH KHCJOTH H BhINApHBA-
10T PacTBOp N0 Hauajla BblAEJEHHS I'ycTOro 6esoro AbiMa CepHOil KHC-
stothl. Ecain pacTBop okpamen, go6asasior eme 5—10 cM3 KOHIEHTpH-
POB2HHOH a30THOH KHCJOTHl H TMOBTOPAIOT BhinapusBaHue. CTakaH ox-
JIaXJal0T, CTEHKH CTaKaHa oOMLIBAalOT BOJOH M BHINMApHBAIOT pacTBOp
A0 MoJyueHHsl BJaXHHIX cojel. [Tocne oxnaxnenua X ocraTky Aobas-
as10T 7 cM® colsiHON KHMCJOTHI, pa36aBiieHHON 7:3, H HarpeBaioT NpH
remneparype 80—95°C mo nosHoro pacrBopenus coJell. Pactsop ne-
PeHOCAT B AENHTENBHYIO BODOHKY BMecTHMOCTbio 100—150 cM3, 06MH-
BalOT cTaKaH 3 cM® COJITHOM KHCROTHI, pa36aBjeHHOH 7:3, H JOBOAST
el o6bem pacteop a0 10 cm3. Ilpu maccoBo#l aosie cypsMbl CBHIINE
0,01% pacTBOp nepeHOCST B COOTBETCTBYIOLLYI0 MEDHYIO  KOJ6Y
(tabn. 1) u pa36aBasAIOT OO METKH COJSHOH KHCJAOTOH, pa3baBJie-
Ho# 7:3.

B stom cayuae or6upaior ykasannyio B Ta6a. 1 aJHKBOTHYIO 4aCTh
PacTBOpa B JNEJIHTE/IBHYI0O BODOHKY BMeCTHMOCTbIO 150 cM® u noquBa-
IOT COJISIHOH KHCJOTOH, pa36asiaenuoit 7:3, 1o o6bema 10 cm3. Ho-
0aBIAIOT B Je/HTE/bHYIO BOPONKY 1—2 Kamiu pacTBOpa ABYXJOpPHC-
TOrO 0J10Ba 10 obGecuBeuMBAaHHS PacTBOPa, NMePeMEIIHBAT H OCTAaB-
J10T Ha 1 MuH. 3atem go6aBasior 1 cm3 pacTBopa a30THCTOKHCJAOTO
HaTpHsi, BOPOHKY 3aKPHIBAalOT NPOOGKOH H BeTpsxuBamot 2 MuH. OT-
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C. 4 1OCT 15027.9--77

Ta6auuat

MaccoBas 1047 CYDBMbL, Macca Hagec- O6bem aAMKBOTHOA
% KH, € 4ACTH PacTBOPa. cM? OGbem pactsopa, cM*

Or 0,001 zo 0,005 1 BCCh —

Cs. 0,005 » 0,01 0,5 BOCH —_

» 001 » 0,05 I 10 100

» 0,05 » 0.1 1 5 100

» 0,1 » 0,2 0.5 10 250

» 0.2 » 04 0.5 5 250

» 0,4 » 0,6 0,2 5 250

kpbiBaloT BopouKky. Yepes 2 muu 106aBasiior 1 cm3 pacTBopa MOueBH-
sty nepemewnsalor 30 c¢. 3atem ao6asasiior 68 cm? Boab, 10 Ka-
neJb PacTBOPa KPHCTAMNHYECKOro (DHONETOBOro, NepeMeilnBalor, Jo-
faBasior 25 ¢M3 TOJY0Ja B 3KCTPArHPYIOT B Te4eHHe | MHH.

Ilo apyromy Bapxanty po6aBasior k 10 cM3 consiHOKHCAOrO pacr-
Bopa B JdesauresbHoH Boposke 0,5 cm® pacrBopa uepusa (IV), nepe-
MeiuBapT, dyepes 1 MHH po6asasor 1 cM® pacrBopa COJIAHOKHCIOrO
FHAPOKCH/IAMHKHHA, NepeMEIIHBAIoT H COYCTH MHUHYTY a06aBisitor 60 cm3
Boibl. PactBop nepemewwusaior, npubasasior 50 cm3 tonyona, 10 ka-
f1lesib  KPHCTaAdHYeCKoro GHOJeTOBOTO M JKCTPATHPYIOT B  TedeHHe
| MuH.

[Tocne pasaenenus a3 HHKHHE BoAHBIA cjo#i or6GpachiBaioT, a
OpraHHyYecKHit c¢J0fl nepesiMBalOT B CYXOH CTaKaH BMECTHMOCTbLIO
50 cm?, conepxauiuit 0,2 r 6e3BOAHOTO CEPHOKHCIOTO HATPHS.

3amepsiiorT onTHYeCKY0 MAOTHOCTh MOJMYYEHHOTO 3KCTpakKra Ha ¢o-
TOKOJIOPHMETPe ¢ KpacHbiM cBetoduabrpom (A=590—610 uM) B Kio-
Bere AJMHOH 2 cM WM Ha cnekrTpodoromerpe B KioBeTe AJHHOH | cM
npu aauHe BoJHb 610 M. PacrBopoM cpaBHEHHHA CJAYNKHT TOJYOJ.

Npumeuanne B roMm cayuae, ecnu aHanaua He 6yjeT 3aKOHYeH B TedeHHe JHA,

OH MOXeT OGLITh NpepBaH HOCAe OCaXACHHUA CYPbMbl C JBYOKHCbIO  Mapranua HJH
nekde BHNAPHBAHHA PacTBopa € CEPHOH KHCAOTOH.

ConepXaHHe CypbMbl HAXOANAT MO FPadyHpPOBOUYHOMY rpadHKy.
2.3.2. Jlocrpoenue epadyuposounoeo epapuxa

B nennTesibHbie BOPOHKH BMecTHMOocThio no 150 c¢M? BBoast 0; 0,5;
1,0; 2,0; 3.0; 4,0 u 5,0 cM3 pactBopa B u f0NUBaIOT CONSHON KHCJIOTOH,
pas6aBaentou 7:3, no 10 cm?. TlpubaBasior 1—2 kamiu pacrBopa
ABYXJOPHCTOTO 0JI0Ba, NEPEMEUIHBAIOT H OCTABASIOT Ha | MHH, panee
aHaJiu3 BeyT, KakK ykasaHo B n. 2.3.1.

[To HafigeHHBIM BeJMUHHAM ONTHYECKHX MJOTHOCTEH DAcTBOPOB H
COOTBETCTBYIOLIHM HM KOHUEHTPAUHSM CYPbMbl CTPOAT rPaayHpoBOY-
t'blf rpadHK.

2.3.1—2.3.2. (HM3menennas pepakuus, Ham. Ne 1).
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TOCT 15027.9—77 C. §

24 O6paboTKa pe3yabTaToB
2.4.1. Maccosyw a0a10 cypbMbl (X) B nmpoueHTax BBHIYHCASIOT NO
dopmy.te
m, '
rae m-—Macca CypbMbl, HalileHHas N0 FPagyHpoOBOYHOMY rpadHky,
r;
Mm; — Macca HaBeCKH, COOTBETCTBYIOlLAN aJIHKBOTHON 4aCTH pacT-
BOpa, T.
2.4.2. A6conOTHBIE PACXOXKAEHHS Pe3yabTaTOB NapaJJieibHbIX On-

pegeneHuit (d — nokasarteitb CXOAHMOCTH) He JOJXKHB fpeBbiliaTh
NONyCKaeMblX 3HavyeHHM, npuUBeIeHHBX B TabJa. la.

Ta6auua la

Maccoras aons cypsmul. % g, % D, %
Ot 0,001 zo 0,005 skaou. 0,0005 0,001
Cs. 0,000 » 0,01 0,001 0,002
» 001 » 0,025 0,002 0,005
» 0,025 » 0,05 0,004 0,01
» 005 » 010 0,010 0,02
» 0,10 » 020 0,020 0.05
» 020 » 0,65 0,040 0,10

(H3meHennas pepakuns, Ham. Ne 2).

2.4.3. AGconoTHBle PACXOM/IEHHST Pe3yJbTaTOB aHA/Au3d, NOJyueH-
HbiX B JABYX PasJMuHBIX J1a60pPaTOpUAX, HIH ABYX pe3yJabTaToB aHa-
JIH34, NOJYYeHHLIX B OJHOH JallopaTOpHH, HO NPH PasjHYHbBIX YyCjaO0-
BuAX (L) — noka3saTesb BOCHPOH3BOAHMOCTH), He JAOJIKHBI MPEBLIIATH
3HaueHHH, npuBeleHHbx B Taba. la.

2.4.4. KOHTpOAb TOUHOCTU Pe3yA6TATOS AHAAU3A

KouTpoap tounoctu pesynbraTtoB aHastusa nposoasit no [ocynap-:
CTBEHHbIM CTAHAAPTHBLIM 06pa3laM 6e30/I0BAHHBIX GPOH3, aTTecToBaH-
HbhIM B YCTAaHOBJIEHHOM TNOPS/AKe, COMOCTABJEHHEM pe3yJbTaToB, NO-
Jy4eHHbIX (POTOMETPHUECKHM H AaTOMHO-abCOPOLHOHHBIM MeTodaMH
Had metoldom nobasok B coorserctBuu ¢ [OCT 25086--87.

243, 2.4.4. (BBenenn ponoauuteabuo, Uam. Ne 2).

3. SKCTPAKUMOHHO-®OTOMETPHYECKMMH METOL ONPEAENEHUS
CYPbMbl C BPMJUIMAHTOBbBIM 3ENEHBIM
3. CywHoCcTh MeTOAA

Meron oCHOBaH Ha 3KCTPAKUHH TOJYOJIOM OKDAUIEHHOTO B CHHe-
3ejieHbi LIBET rexcaxaopcrHbara GPHIJHAHTOBOTO 3€JEeHOro W H3Me-
PeHHM ONTHUYECKON NJOTHOCTH IKCTPAKTA.
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C. 6 TOCT 15027.9—77

Meron nossossier onpenensth cypbMy Ha ¢oHe BCeX KOMMNOHEHTOB
fipoH3bl 6e3 HX NpeiBapHTENbHOTO OTAEJTeHHS.

32. AnnapaTtypa, peakKTHBB H PacTBOpPH

POTO3AEKTPOKOJIOPUMETD HJH CNEeKTPODOTOMETP.

Kucaora azornas no 'OCT 4461—77, pas6asiennas 1:1.

Kucaora consinas no T'OCT 3118—77, pasz6asnennas 3:1 u 1:1.

Kucnora cepnas no FOCT 4204—77 u pas6apaennas 1:5.

OsoBo aByxjaopucroe no TY 6—09—5384—88, cBexenpHroToBJ/eH-
Hblil pactsop 100 r/aM3 B coasiHO# xHcsoTe, pasbasnaennof 1:1.

Hartpuit asotucrokucasiit no F'OCT 4197—74, pacrBop 100 r/am®.

MoueBuna no T'OCT 6691—77, HachilieHHbIH pacTBOp: TOTOBAT
caenywomuM ob6pasom: 100 r mMouesuHsl pactBopsior B 100 cm?® rops-
ved BOXBL

BpuannanToBhlil 3enenbifl, pacTBop 2 r/amd.

Toayoa no TOCT 5789—78.

Cypbma no TOCT 1089—82 mapku Cy00.

CraHpapTHbie PacTBOPbI CyPbMHI.

PacrBop A; rotoBsit caeayolwum o6pasoM: 0,05 r cypbMbl pacTBo-
PAIOT NPH HAarpeBaHHH B 25 cM® KOHUEHTPHPOBAHHOH CEPHOH KHCJIOTHI.
PactBop 0XJ1aXAalOT, NEPEHOCAT B MEPHYIO KO0JOYy BMECTHMOCTbIO
500 cM®, ZO/NHMBAIOT A0 METKH cepHOM KHcJoTo#, pa3baBiaesHoit 1:5,
TiepeMeLIHBaloT.

I c¢M?® pacrBopa A coaepxur 0,0001 r cyppMbl.

PactBop B; rotosaT caeaylowuM o6pasoM: 10 cm® pactBopa A
1lepeHocsAT B MepHyo KoaGy BMectHMocTbio 100 cM3, nosxBaloT 10
METKH COJISIHOH KHCJIoTOH, pa3baBiaeHHOH 3:1, H NepeMelIHBAIOT.

1 cm® pactBopa B comepxur 0,00001 r cypbMBbL.

PacrBop b roroBsiT B A€Hb NDHMEHEHHS.

‘"Hartpuit ceproxucantii 6essojusiit no TOCT 4166—76.

33. [lposenenne ananusa

3.3.1. Hasecky 6poussl maccoft 0,1 r pacteopsitor B 10 cM3 asoTHo#t
KHCJOTHI, pas3GapienHoét 1:1, B crakaHe BMecTHMoOCTbio 250 cM3, na-
KPHTOM 4acCoBBIM CTEKJIOM, Npu HarpeBanuu. Ilocie PacTBOPEHHs Ha-
BECKHM 4aCOBOE CTEKJIO H CTEHKH CTAaKaHa ONOJACKHBAKIOT BOAOH, A0-
GaBysitoT 3 cM3 KOHIIEHTPHUPOBAaHHOH CEPHOH KHCJAOTH H BbINAPHBAKWT
A0 mosiBjeHus Gejoro AbiMa cepHoft kHciaoTh. OxnaguB pactBop, 00-
MBIBAIOT CTEHKH CTaKaHa HeGOJbIUHM KOJIHUECTBOM BOABLI H MOBTOPS-
pstor BoinapuBaHHe. K ocratky npuauBaiot 20 cM® COJNAHOH KHCJOTHI,
paszbasnendoil 3:1, pacTBOPSAIOT COJIH H I€PEBOASIT B MEpPHYI0 KoA6y
svecTHMOCTbIO 100 cM3, nocse uyero AOJHBAIOT A0 METKH COJITHOWM
KucaoTolt, pazbasiaenHoit 3:1, H nepeMelIHBAIOT.

B nenurtesibHyl0 BOPOHKY BMecTHMocTbio 150 cM3 orbupator 5 cm?
aHaJH3HPYEMOro pactBopa, A06aBJSIOT ABe KamjaH pacTBopa XJOpPHC-
TOro 0J10Ba, MEPEeMELIHBAIOT H .OCTaBJsAIOT Ha | MHH. 3arem BBOAAT
| cM® pacTBopa a30THCTOKHCJIOTO HAaTPHs, XOPOIIO NEPEMENIHBAIOT H
octaBasioT Ha 5 muH. [Tocne sroro pobasasior 1 cm3 pactBopa Moye-
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BuHL, nepememinBaior 30 ¢ H pasbasasior Bogo# a0 50 cMd. 3atem
BBOAAT | cM® pactBopa GpuaaHaHTOBOro 3esneHoro, 30 cm® Tosyosna H
3KCTParupyiorT, BCTPAXHBAA B TeueHHe 1 MHH.

Tlocne pasnena ¢a3 HMKHHEA BOAHBIA cJaofi OTOGpachHBalOT, a Opra-
HHYECKHH CcJIOH TNepeNHBAlOT B CYXOH CTakaH BMeCcTHMOCTbi0 50 cM3,
copepxamui 0,2 r 6e3BoAHOTO cepHOKHcJoro Harpus. Uepes 10 MHH
H3MepsIoT ONTHYECKYI0 IJOTHOCTH Ha CNeKTpodoToMeTpe NpH JJHHE
BoJIHBL 640 HM HAH Ha (OTO3NEKTPOKOJOPHMETPE C KPaCHHIM CBETO-
¢dunbTpom npu A= 590—610 M B KioBete AsauHOil 1 cM. PactBopom
CpaBHeHHs CJYXKHT Toayoa. Conep:KaHHe CYPbMbl HAaXOAAT NO rpa-
AYMPOBOUHOMY rpacdHKy.

3.3.2. Mocrpoenue zpadyuposounoeo zpaguxa

B nenutenbHble BOPOHKH BMecTHMOCTbIO mo 150 cm?® BBoasr 0; 0,5;
1.0; 1,5; 2,0; 2,5; 3,0 u 3,5 cm?® pactBopa B u nonHBalOT cOJIAHON KMC-
JoTo#, pasbasaenHoit 3:1, 1o 5 cM3. [IpubaBisioT ABe KallJIH PacTBO-
pa JABYXJOPHCTOIO 0J10Ba, 3aTeéM INepeMeLIHBAIOT H OCTaBJAIOT Ha
1 muu. Tlocae storo BBOAST Mo 1 cM3® pacTBOpa a30THOKHCJIOTO HAT-
PHA ¥ Lajiee aHATH3 BEIYT, KaK yKa3aHo B m. 3.3.1.

{lo naligeHHbiM BeJHYHHAM ONTHYECKHX IJIOTHOCTEH DacTBOPOB H
COOTBETCTBYIOLIHM HM CONEPIKAHHAM CYPBMbI CTPOAT rpaiyHPOBOYHBIH

rpaduk.
4. OBPABOTKA PE3YJNbTATOB

4.1. MaccoByio aoaw0 cypbMbl (Xi) B NpoueHTax BHIYHC/ASIOT MO
dopmyae

m-100
Xy=——,
m;
rgje m — Macca CypbMHI, HalleHHas no rpaaydpoBOUHOMY rpatpn-
Ky, T;
m; — Macca HaBeCKH, COOTBETCTBYIOULAaA aJHKBOTHOH 4YacCTH pact-
BODA, T.

4.2, A6coal0THbBIE PACXOXKAeHHS pe3y/bTaToB NapaJjjieJbHbiX Of-
penenennit (d — mokasarteNb CXOLXHMOCTH) He MOJIXKHB MNpPEBLILIATh
JonyckaeMblx 3HaueHui, npuBeleHHBIX B Taba. la.

(U3meHennas penakumus, Ham. Ne 2).

4.3. AGcoJiloTHBIE pacXOX/AeHHs pe3yJbTaTOB aHaJiH3a, MOJyYeH-
HbIX B HBYX Da3J/IHUHBIX J1260paToOpHAX HJH JABYX pe3yJibTaTOB aHaJK-
3a, MONYy4eHHLIX B OAHOA /M1a60pPaTOPHH, HO NMPH PA3NHYHBIX YCIOBHAX
(D — nokasare/ib BOCIPOH3BOAHMOCTH), He JOJKHbI NPEBbILIATL 3HA-
qeHHii, npHBeleHHLIX B Tab.. la.

4.4. KOHTPOAbL TOHHOCTU PE3yAbTATOB AHAAU3A
KoHTpo/b TOYHOCTH pe3y/bTaTOB aHAJH3a NMPOBOJAT mo m. 2.4.4.
4.3, 4.4. (BBeaenn nonoaHHTeabHO, H3M. Ne 2).
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5. ATOMHO-ABCOPBUMOHHBIA METOA ONPERENEHMA CYPhMbI
(APM MACCOBOR ALONE CYPbMM ov 0,001 ao 0,05%]

5. CymHocTpb MeTOAa

Meron ocHoBaH Ha H3MepeHHH abCOpOUHH CBETA aTOMaMH Cypb-
Mbl, O6pa3sylOU{HMHCS MpH BBEAEHHH aHa/JH3HPYEMOro pacTBopa B
[J1aMs aueTH/JeH-BO3AYX MOC1e MNPeABapHUTEeNbHOTO BbLIEAEHHUSA CYpPb-
Mbl COOCaKAGHHEM ee C IBYOKHCbIO MapraHua.

52 AnnapaTypa, peakTHBB ¥4 pPacrsophl

ATOMHO-a6COPOUHOHHBIH CNEKTPOMETP C HCTOUHHKOM H3JAYUeHHS
AN CYPbMBIL,

Kucnora asorHas no [OCT 4461—77, pasb6asaeunan 1:1 u
1,5 mosib/aM? pacTsop.

Kucnora cepuas no TOCT 420477, pasbasaeunan 1:1, 1:4 #
pactBop 2,5 Mosb/aM3.

Kucaora consimas no FOCT 3118—77, pactBop | moab/amd.

Kucnora ¢propucrosogopoaunas no FOCT 10484—78.

Awmmuax soausiit no F'OCT 3760—79.

Mapranen  asorsokucasit no OCT 6—09—4011—75, pacrsop
20 r/amd.

Kannit mapranuosokucamii no FOCT 20490—75, pactsop 10 r/amd.

Bopopona nepexuct no OCT 10929—76.

Cypbvma no FOCT 1083—82 ¢ maccosoit qoseil Cypembl He metee
99,99,

CrannapTHBEE PacTBOPHLI CYPbMbL

PactBop A; rotoBat caeaywoutuMm obpasom: 0,25 r cypbMmbt pacrt-
BOpsilOT npH HarpeBaHdd 8 10 cM® cepHON KHCTOTHI, PACTBOP OXJAX-
HaloT, NepeHocAT B MepHY© KOoa6y BMectumoctbio S00 oM™ u goaHBa-
10T 10 M@TKH pacTBOpoM 2,5 M0o/b/AM? CepHO#l KHCAOTHI.

1 em® pacrBopa A conepikur 0,0005 r cypbmsl.

PactBop bB; roroBar caexywouium o6pasom: 10 cm® pacrsopa A
HOMELIalOT B MepHYI0 Ko/ab6y smectumocTsio 100 cM® 4 poausator go
METKH PacTBOpPOM 2,5 MOJIb/AM® CEPHOM KHCAOTHI,

1 cm? pactBopa b conepxkur 0,00005 r cypbMmsL

53. [Mfpopenenue adanusa

5.3.1. Aas 6pons ¢ maccosold doaei kpemuis do 0,05%

Hasecky 6poH3bl Maccoét 2 ¢ NOMeulaloT B CTaKAH BMECTHMOCTHIO
250 cM® u pacTBOpsOT npu HarpeBaHHH B 20 cM? 230THOH KHCJIOTH,
pa3basaennoii 1:1. Okucasl a30Ta yAa/1sAI0T KHOSYEHHEM H PAacTBOp
paabaBanioT Bogofi Ao ob6bvema 50 cm?®. [Jobasasior 5 cm’ pacrsopa
230THOKHCJIOr0 MapraHua, PacTBOp HEATPAIH3YIOT AMMHAKOM X0 N0-
ABJEHHs OCaJAKa THIPOOKUCH MedH, noGasasor (8 cm® a3oTHO® KHC-
Joth, pasGasaenuoit 1:1, u sogsi 10 o6vema 90 cm®. Pacrsop Harpe:
BalOT A0 KuneHws, AoGasyxioT 10 cM® pacTBopa MapraHuoBOKHEAOrO
Kaaug W Kupsatat 2 mun. Yepes 30 MuH 0catok OTPHAGTPOBHBAIOT
Ha TJIOTHHA QHALTD H NPOMBIBAIOT CTAKAH W 0CaAoK 4—5 pas ropu-

yuM pacteopoM 1,5 Monb/am® asotHo#t kucaorsl. Ocanok ¢ pasBepry-
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TOFO QH/IBTPA CMBIBAIOT BOZOH B CTAaKaH, B KOTOPOM NMPOBOLHAH OCAX-
AeHue, GHILTP npoMbiBaloT 10 cM3 ropsiyero pacTBopa CepHON KHCJIO-
Th, pa3baByieHHOA 1:4, colepxalllero HECKONbKO Kamedb pacTBOpa
NEePEKHCH BOAOPOAA, a 3aTeM BOAOH.

IlpoMuiThit ¢uaAbTp oTGpacwBaloT, a pacTBop BbITAPHBAIOT A0
BAaXHbIX conedl. [locne oxaaxnenuss nobaeasior 8 cM3 pactBopa
1 MOAb/AM? COJISIHON KHCJOTH, NPH MaccoBo#ft foJe cypbMu jgo 0,02%
PacTBOp NEpPeHOCAT B MEPHYIO KOJIOYy HJAH rpajyHPOBOUHYIO NPOGHPKY
BMecTHMOCTbI0 10 cM®, a npu MaccoBoii none cypbmbi cBuime 0,02%
pacTBOp MNepeHoCcsT B MePHYI0 KoJOYy BMeCTHMOCTbIO 25 cM3 H A0JTH-
BaIOT 0 METKH pacTBopoM | MOJb/AM3 CONAHOM KHCAOTH.

Hamepsiior atomHyio a6cop6uuio cypbMbl B MJIaMeHH aueTHJeH-
BO3AyX NpH AJHHe BoaHb 217,6 maum 231,1 M napaanenpHo ¢ rpa-
JAYHPOBOYHBLIME PacTBOPAMH.

53.2. daa 6pon3, ¢ maccosoi doreti xpemnun cesviwe 0,05

Hasecky GpoH3el Maccoit 2 r noMewaoT B MJIATHHOBYIO YalIKy H
pacTBopsloT npH HarpeBaHHH B 20 cM® a30THOM KHCJIOTH, pa3baBJiieH-
voit 1:1, u 2 cM3 ¢ropucToBoOpOoaHOR KHCNOTH. [locie pacTBopeHHs
ho6asasiior 10 cM® cepHofi KHCOTH, pa36asienHoit 1:1, u pactsop
BLIIAPHBAIOT A0 NOSBJIEHHA Gesoro AbiMa cepHolt Kucaotw. Ocrartok
UXJIaXKa10T, OMOJIACKHBANOT CTEHKH YallKH BOXOH H BHOBb BHIApH-
BalOT [0 NOABJAEHHA 6eJoro AbiMa cepHOl KHCIoTH. OCTaTok oxJaax-
JaloT, CTeHKH YalikH onoJackupaioor 20 cM® BOAB, HAarpeBalOT pacT-
BOD, NMEPEHOCAT B CTaKaH BMeCTHMOCThbIO 250 cM?, AOJHBAOT BOAOH
1o o6bema 50 cM3, go6aBasiorT 5 cM3 pacTBOpa a30THOKHC/IOIO Map-
raHua H jajiee aHaJIH3 NPOBOAAT, KAK YKa3zaHo B m. 5.3.1.

533. [TocTpoenne rpaayupoBoyHoro rpaduka

B ceMb H3 BOCbMH CTaKaHOB BMeCTHMOCTbIO o 250 cM3 noMewiaior
04, 1,0, 2,0; 4,0; 6,0, 80 u 10,0 cM® crangapraoro pacrsopa B. Bo
BCe cTaKaHbl J06aBjsioT BOAbW A0 oGbema 50 cMm3®, pob6aBaswor 0o
5 cM3 pacTBOpa a30THOKHCJOrO MapraHua W naJjiee aHaJH3 NMPOBOAAT,
Kak yxasaHo B n. 5.3.1. [lo noayueHHBIM XaHHBIM CTPOHT TPajyHpO-
pounnifi rpaduk.

54. O6pa6oTKa pe3ysbTaTtos

5.4.1. MaccoBylo 1010 cypoMbl (X;) B NpoueHTax BHIYHCAAIOT M0
dopmyae

X,=-Y 100,

m
rae C — KOHUEHTpauHA cypbMbl, HafileHHasg MO TrpaiyHPOBOYHOMY
_ rpadHky, rfcM?;
V —o6bem KoHeuHoro pactBopa npobbl, cM3;
m — Macca HaBecKH, I.

5.4.2. AGCOMIOTHBIE PACXOXKAEHHS De3yJbTATOB Mapa/iesibHBIX Ofl-
peaenenuit (d — mokasareib CXOAHMOCTH) He JOJKHH MpeBHINaTh JO-
nycKaeMuiX 3HaueHHH, npuBeAeHHBIX B Taba. la.

(Uamenennan pepaxuns, Ham. N 2).
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5.4.3. AGconoTHbIE DACXOKIEHH PE3Y/IbTATOB AHANH33, NOJYUeH-
HEX B JABYX Pa3/HuHbIX ;1a6OpaTOPHAX, HJIH IABYX pe3y/ibTaToB aHa-
JIH3a, NOJYYEeHHBIX B CAHOA NaGOPaTOPHH, HO NPH PA3JIHYHHIX YCJO-
suax (D — nokasatenb BOCNPOH3BOAHMOCTH), He HOJIKHB MPEBHIIATh
3Ha4YeHHR, NpHUBeJeHHLIX B Taba. 1a.

5.4.4. Konrpoaeo TounocTu pesyavraros anaausa

KOHTPOJIb TOYHOCTH Pe3yJIbTATOB aHaJH3a NMPOBOAST No n. 2.4.4.

5.4.3, 5.4.4. (Beenenn ponoanuteasto, Ham. Ne 2).

§. ATOMHO-ABCOPSLUMOHHDBIN METOR ONPERENEHMUA
CYPbMBI (NP MACCOBOR AONE CYPLMLI ot 0,05 a0 0,6%)

6.1. CymHocTh MeTORa

Meroz ocHoBaH Ha H3MepeHHH a6COPOUHMH CBETA aTOMAaMH CYpb-
Mbl, OGP43YIOIUHMHCA TNIPH BBEIleHHH aHANH3HPYEMOro pacTBOPa B
TJaMs aleTH/eH-BO3AYyX.

62. AnnapatTypa, PeakTHBH H PacCTBODH

ATOMHO-a6COPOLHOHHBII CNEKTPOMETP C HCTOYHHKOM H3Jy4YeHHA
AN CYPBMBbI.

Kucnora asotnas no FTOCT 4461—77.

Kuncnora consinas no F'OCT 3118—77 u pacrsopul 2 u 1 Moan/am3.

Cmech KHCJIOT, roToBAT CJaeaylOIHM o6pasom: obbeM a30THOR
KHCJIOTH CMEIUNBAIOT ¢ TPeMA oGbeMaMH COJIAHOA KHCJOTH.

Kucaora cepras no T'OCT 4204—77.

Cypbma no TOCT 1089—82 ¢ MaccoBofi nonefi cypbMbl He Menee
99,9%.

CraHaapTHHH pacTBOP CyPbMbl; TOTOBAT CAEAYIOWIHM OOPas3oOM:
0,25 r cypsMul pacTBOpRIOT npu HarpesaHuu B 10 cM3 cepHoft xuc-
JOTH, PacTBOP OXJaXAaloT, pa3GasiafioT PacTBOPOM 2 Moan/am? co-
JAHOM KHCJOTHI, NEPEHOCAT B MEPHYIO KOJOY BMecTHMOCTbio 500 cM® &
AOJIHBAIOT 0 METKH PACTBOPOM 2 MOJb/AM3 CONAHONH KHCJIOTH.

1 cM® pactBopa coaepautr 0,0005 r cypbMsL.

63. lpoBbenenne ananusa

6.3.1. Hasecky 6poH3u Maccofi | r noMemaloT B cTakaH BMECTH-
MocTbio 250 cM® 4 pacTBopAiOT NPH HarpeBaHHu B 10 cM3 cMmecH xuc-
A0T. PactBop 0xJ1axAaioT, nepeHocAT B MepHYIO KOGy BMECTHMOCTHIO
i00 cM® # AonHBAIOT A0 METKH PacTBOPOM 1 MOJaB/AM?® COJAHOH KHC-
JOTH,

Viamepsiior aTtoMHyio aGcopOusio CypbMB B NJaMeHH aUeTHJeH-
BO31yX DNpH AJNKHHe BoaHn 217,6 uam 231,1 nM napaajeibHo ¢ rpa-
AVHPOBOYHBIMH PacTBOPAMH.

6.3.2. Mocrpoenue zpadyuposounozo spaduxa

B neBaTts M3 aecATH MepHbX KoJa6 BMecTHMocTbio no 100 cm?
nomemalor 0,4; 1,0; 2,0; 4,0; 6,0; 80; 10,0; 12,0 u 14,0 cM3 cran-
JapTHOrO PacTBOPa CypPbMHl H JOJHBAIOT A0 MeTKH 2 Moabp/am® pacr-
BOPOM CO/IAHON KHCAOTHI.
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HNamepsior aToMhyo abcop6uuio cypbMbl Kak ykKasaHo B m. 6.3.1.
o nonyuennbiM AaHHBIM CTPOSAT rPajyHPOBOYHHA rpadux.

64. O6pa6boTka pe3yJabTaToOB

6.4.1. MaccoByo aomo cypsMbl (X;) B NpoUeHTax BBIYHCAAIOT MO
dropmyae

x3=—C”'lL -100,

rie C — KOHUEHTPaUHA CypbMbl, HalleHHas MO TPaayHPOBOYHOMY
rpadury, r/cm3;
V — o6bem xoHeunHoro pactsopa npobhl, cM3;
m — Macca HaBecKH, T.

6.4.2. AGco/IIOTHbIE PacXOXAEHHR pe3yJibTaToB NapaJjJefbHbix ofi-
penenennii (d — noxa3darenb CXOAHMOCTH) He JOJIKHH ApeBbllaTh
AONyCKaeMbli 3Hauenn#, NpuBeaeHHNX B Ta6y. la.

(Mamenennas penaxuns, Ham. M 2),

6.4.3. AGcoaioTHBIe pacXOMKAEeHHs pe3yJbTaTOB aHAJAH33, MOJIyyeH-
HBiIX B 1BYX Pa3JjiHunbiX JaGopatopHax, HIAH ABYX pe3y/abTaToB aHalH-
23, NOJNYYeHHBIX B OJXHON J1abopaTOPHA, HO NMPH Pa3JIHUHbLIX YCIOBHAX
{D — noka3sareib BOCNPOM3BOAHMOCTH), He XOJIKHB ApEBbIAaTh 3HA-
YeHnil, npuBeseHnbix B Tabn. la,

6.4.4. KonTpoab TOHHOCTU pe3yabTaTo8 anasu3a

KonTpoas TOYHOCTH pe3yJbTaTOB aHaJH3a NMPOBOAAT no n. 2.4.4.

6.4.3, 6.4.4. (Beenen nonoanureanto, Hsm. Ne 2).
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