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TOCYIZIAPCTBEHHB Y CTAHJIAPT COIO3A CCP

CILTABBI MEJHO-IAHKOBBIE
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Copper-zinc alloys.
Methods for the determination of antimony

OKCTY 1709

Hara ppenenus 1978—07—01

Hacrosiiuit cTaHmapT yCTaHABIMBAET 3KCTPAKIIMOHHO-(OTOMETpH-
YEeCKH METOJ OIpeNeeHNs] CYPbMbl ¢ KPUCTALIMUECKUM (PHOJETOBEIM
(nipu MaccoBoit xone cypbMul oT 0,001 mo 0,3 %), 3xcTpakKuoHHo-GOoTO-
METPUYECKUI METOX OTpeNe/IeHUs] CypbMbl ¢ OPWIIMAHTOBBIM 3€JIeHBIM
(ripu MaccoBoii xoe cypsMbl ot 0,1 5o 0,3 %) 1 aToMHO-a6CcOpOIIMOHHBLI
METO[I orpeleseHUsT cypbMbl (IIpy MaccoBor mone cypbMbl oT 0,001 mo
0,2 %) B MenHo-uMHKOBBIX cruiasax o I'OCT 15527, TOCT 17711 n
I'oCT 1020.

(Aamenennasn penaxkumsi, Fam. Ne 2).

1. OBIIME TPEBOBAHUA

1.1. O6umwue TpeGoBanua K Meromam aHanu3a — no I'OCT 25086 c
jgornonHenneM 1o 1. 1.1 TOCT 1652.1.
(M3menennas penakums, Vizm. Ne 2).

2. DKCTPAKIIMOHHO-®POTOMETPUYECKU METOJL
OIPENENEHNA CYPbMBI C KPUCTAJLINYECKUM ®HOJETOBBIM

21. CymHoOoCcTsr MeTO[IA

MeTon 0CHOBaH Ha SKCTPAKUMM MSTUBAJICHTHOMN CYyppMbl TOJYOJIOM B
BUJIE reKcaxiopcTdara KpUCTALTMYECKOTO (HONETOBOIO M M3MEPEHUH
ONTHYECKO IUIOTHOCTH SKCTPAKTA NMOCHE BBIIENECHUS CYPbMBI C OCAXMIE-
HHMEM ee C NBYOKMCBbIO MapraHlila M pacTBOPEHUU Ocafika B COJSTHON
KHCIIOTE.

HN3panue opuunamsHoe IepeneyaTka BocHpeneHa
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22. AnnapaTtypa, pPeakTHUBB KM pPacTBOPH

DOTOEKTPOKONOPUMETP WM CIEKTPOhOTOMETP.

Kuciora azorHas o T'OCT 4461 u pas6asnenHas 1:1 u 1:100.

Kuciora consHasa mo 'OCT 3118 u pas6asiennas 7:3, 3:1 u 1:1.

Kucnora dropucrosopoponnas no 'OCT 10484.

Kucnora cepras mo TOCT 4204 u pas6baenennas 1:1 u 1:5.

AmMmuaxk Bonssli o TOCT 3760 u pas6asieHHbrit 1:1.

Kanuit MapranuoBokuchbtit 1o TOCT 20490 u pacrsop 10 r/m>.

Maprane11 cepHokucibiit o TOCT 435, pactsop 50 r/am>.

O1noBo aByxIopHcToe, pactBop 100 r/mm> B consiHOl KUCTOTE, pa36aB-
JieHHoit 1:1.

Harpuit asotucroxucasiit no FOCT 4197, pacrsop 100 r/om3.

Movuesuna o F'OCT 6691, HachILEHHBI PAaCTBOP; TOTOBAT CIIEAYIO-
mum obpasom: 100 r MoueBHHEI pacTsopsiior B 100 cm>ropstyeit BoabI.

Kpucrannnueckuii ¢huoeTopbiit, pacteop 2 r/ome.

Tonyosx mo TOCT 5789.

Harpuii ceprokucbiit 6e3Bonubiit o TOCT 4166.

Cypbma o IT'OCT 1089, mapku Cy00.

PacTBOpBI CypbMBI

PactBop A; rorossiT cregyromumM obpasom: 0,1 r cypeMBI pacTBOPSIIOT
npu HarpeBaHuM B 50 cM> KOHIIEHTPHPOBAHHOM CepHOI KMCIOTH. Pac-
TBOP MEPEHOCAT B MEpHYI0 Konly BMectuMmocthio 1 aM°, monmsaior
175 cM® cepHoit xucaoTHl, pa3baBneHHol 1:1, OXJIAXOAIOT, JOJHMBAIOT
BOZIOI IO METKM U IMEPEeMeILNBAIOT.

1 eM? pactBopa comepxur 0,0001 r cypBMsL.

Pacreop B; rotopsit cnemyrommuM o6paszom: 10 cM? pactBopa A rmome-
AT B MepHyIO Koiby BMectumoctbio 100 cm?, npwmsaior 70 cm?
KOHLEHTPUPOBAaHHOM COJISIHOM KHUCJIOTHI, Pa30aBIsIOT O METKHM BOIOW U
[epeMeILKBAIOT.

1 cm? pactBopa B conmepsxut 0,00001 r cypbMBL.

23. lpoBeneHue a”Hanusa

2.3.1. Hasecky cruiaBa Maccoit 0,5 r pacTBOPSIIOT IIpH HarpeBaHWU B
5—10 cM® a30THO} KMCIOTHI, pa3GaBiaeHHoit 1:1, B cTaKaHe BMECTHMOC-
ThI0 250 cM?, HAKPHITOM YacOBbIM CTEKIOM. PacTBOp OXTaXIaIoT, 4acoBoe
CTEKJIO OITOJACKMBAIOT Bodoil M pasbamisioT Bomod mo 50 cm®. TMpu
aHAIM3e KPEeMHMCTOH JIaTyHu HaBecKy cruiasa 00,5 r noMeiawoT B miaTu-
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HOBYIO YalluKy, npu6assiior 10 cM> a30THO# KMCIOThI, pa36asienHow 1:1,
2 cM? PTOPUCTOBONOPONHON KHCHOThI M HArpEBAIOT A0 DACTBOPEHHS.
Iocne oxnaxXnaeHUs CTEHKH YalIKid 0OGMBIBAIOT HEGONBLIMM KOJIMYECTBOM
BOJIb1, NOGABIAIOT 3 ¢M® KOHLEHTPUPOBAHHOMN CEPHOM KNCIOTHI M BhINA-
PUBAIOT HO Hayaja BbLIENEHHUS] Oejioro ObIMa CepHOM KMCIOThL Yaruky
OXJ1aXKHAIOT, OOMBIBAIOT CTEHKY HEOONBIHUM KOJIMYECTBOM BOJBI ¥ TIOBTO-
PSIIOT BbIIIapMBaHUE A0 HAa4ajIa BbIAEAEHUS 6eToro piMa CepHOI KCAOTBI.
TMocre oXIaxneHust PACTBOPSIOT CONM B 5 cM> a30THOM KUCIOTHI, pa3bas-
neHHO! 1:1, MepeBOmST pacTBOp B CTaKaH BMECTMMOCTBIO 250 cM® u
pa36aBnsior Boo# 1o o6bema 50 cm’. Jdanee, KaK 1S O6BIYHOM, TAK U
IUIS. KPEMHUCTOM JIATYHH IONy4EHHBIH pacTBOp HEUTPAIM3YIOT aMMHUAKOM
IO TOSIBJICHHUS Ocaika MMIPOOKUCU MENH, HE HCYE3AIOMIEr0 BO BpeMs
nepeMeLIMBaHuUsl, U JobaBusroT muneTkoi 0,5 cM® a30THOM KMCIOTHI,
pasbasiernoii 1:1, mobapmsiror 1 cM? pacTBOpa MapraHIOBOKMCIOTO
KaJus, CTAKAH HAKPHIBAIOT YACOBBIM CTEKJIOM M PACTBOD HATpeBAIOT ITOYTH
110 KuTeHns. 3ateM no6asnsior 1 cM> cepHOXUCIOro MApraHUa U KMISTST
2 MuH. PacTBOp OcTaBAsIOT Ha 1 4, rociie 4ero ocanok oT¢huIbTPOBBIBAIOT
Ha IUIOTHBIA GunbTp. CTakaH M 0CafoK NMPOMBIBAIOT 4—5 pa3 ropsiueit
a30THOU KHCIOTOM, pa3baeneHHoi 1:100, mo MCYE3HOBEHMSA OKpPaCKH
a30THO-KHUCIOH MEIH.

DUIBTp C 0CaIKOM NEPEHOCAT B CTAKAH, B KOTOPOM INPOU3BOAMIOCH
ocaxieHue, npubasismor 10—15 cM> KOHUEHTPUPOBAHHOM CEpHOI KHc-
nothl, 20—25 cM? KOHIIEHTPUPOBAHHOM a30THOI KHCIOTHI Y BHITAPUBa-
IOT pacTBOp IO Hayaja BBHIEIEHUS rycToro 6enoro nsiMa CepHoi
kucnoTsl. Ecay pacTBop okpailieH, JoSanistior ele 5—10 cM3 KOHIEHT-
pPUPOBAHHOM A30THON KHCJIOTHI U TOBTOPSIIOT BhImapuBaHue. CrakaH
OXJIAXXKAAIOT, CTEHKHM CTAKAHA OOGMBIBAIOT BONOM M BBIMAPUBAIOT PaCTBOP
IO TIOJTyyeHUsT BIaxHbIX coneil. [locie oxnaxkmaeHus! K OCTaTKy JoGABIIIOT
7 cM>colsIHOM KUCIOTHI, pasbasieHHo# 7.3, u HarpesaioT mpu 80—95 °C
JIO TMOJHOTO PacTBOpeHHs cojieii. PacTBOp MEepeHOCST B ACIUTENbHYIO
BOPOHKY BMeCTMMOCTh0 150 cM?, obMbIBaloT crakaH 3 cMm® consgHOI
KUCJIOTHI, pa3bablieHHo# 7:3, 1 HoBoIAT €10 06beM pacTsopa o 10 cm3.
TIpu MmaccoBoit none cypsmbl cBbiue 0,005 % pactBop mepeHocst B
COOTBETCTBYIOILYIO MepHylo Koily (1abGn. 1) M pa3baBASIOT OO METKU
COJIIHOM KMCIOTOM, pa3baBieHHoM 7:3.
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Ta6auua 1

O6bem pacTsopa O6BeM Cl:l:;c;;:mma,ﬂ
MaccoBas nons cypsmet, % nocne , aIIMKBOTHO;‘;[ am ylg;x
pasbamyieHus, cM YJacTH, CM qacmar, r
Or 0,001 mo 0,005 Bxmioy. 10 Bech 0,5
Cs. 0,005 » 0,025 » 50 10,0 0,10
» 0,025 » 0,1 » 100 5,0 0,025
» 0,1 » 0,3 » 100 2,0 0,01

B 31OM Ciiyyae oTOMpalOT yKa3aHHYIO B Tabn. 1 ajJHKBOTHYIO 4acThb
pacTBOpa B JIEJIUTENLHYIO BOPOHKY BMeCTHMOCTBIO 150 cM® u moymsalor
COMSTHOM KUCIIOTOM, pasbarneHHol 7:3, 1o obveMa 10 cm?. Jlobasnsior B
IENUTENbHYIO BOPOHKY 1—2 Karuid pacTBopa ABYXJIOPHCTOIO OJIOBa IO
obecLBeyMBAHUS PACTBOpPA, MEPEMELIMBAIOT U OCTAB/SIIOT Ha 1 MMH.
3arem mo6asnsior 1 cM? pacTBopa a30THCTOKUCIOIO HATPUS, BOPOHKY
3aKphIBAIOT MPOOKOM M BCTPAXHUBAXOT 2 MHUH. Ilocjie 3TOro OTKpBIBAIOT
BoporKky. Uepes 2 MuH 106aBIstiOT 1 cM pacTBOpa MOYEBMHBI U TIEpeMe-
umBatotT 30 c. 3atem gobamnmioT 68 cm® Bomel, 10 Kamems pacTBopa
KpHUCTAJUIMYECKOrOo (PMOJIETOBOro, IepeMelInBaioT, nobasusior 25 cm?
TONYOJIA YU SKCTPArupylOT B TeYeHHe 1 MUH.

Mocne paspencHus da3 HIKHMI BOIHBIA ciioi oTOpackBaloT, 2 opra-
HUYECKMI CJIOM IEepeivBaloT B CYXOM CTakaH BMeCTHMMOCThIO 50 cM?,
coxepxaiiuit 0,2 r 6e3BOIHOrO CEPHOKHUC/IONO HATPHS, U U3MEPSIOT OI-
TUYECKYIO ILUTOTHOCTb ITOJYYEHHOTO 3KCTpakTa Ha (OTOINEKTPOKONOPH-
METpe C KPACHBIM CBETOQWIBTPOM INPH IIHMHE BOJHEI 590 HM B KIOBETE C
TONLIMHOM CJIOST 2 €M WM Ha CHEKTPO(OTOMETpe B KIOBETE C TONLIHHOIM
cnost 2 cM npu JumiHe BoJHBI 610 HM. PacTBOopoM cpaBHEHHS CIIYXWUT
TONYO.

ConmepxaHue CypbMBI HAXOAT MO TPATyMPOBOYHOMY IpaduKy.

NNpumeuanue Ecnmu aHanus He OymeT 3aKOHUYCH B TeHMeHWE AHA, OH
MOXeT ObiTb MPEpBaH Nocie OCAKACHUS CYPHMBI C ABYOKWCHIO MapraHua uiu
TIOCNe BBIMAPHBAHMA PACTBOPA CEPHON KUCNIOTOM.

2.3.2. Ilocmpoenue epadyupoeounozo spaguxa
B nenuTenpHbIe BOPOHKK BMecTHMOCTBIO To 150 cm? BBomst 0; 0,5;

1,0; 1,5; 2,0; 2,5; 3,0 u 3,5 cm® pactBopa B M HoaMBAaIOT CONSHOR
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KHCJIOTOH, pas6asrennoit 7:3, no 10 cm>. ITpubasssior 1—2 Karum pac-
TBOpA JBYXTOPUCTOTO OJIOBA, NMEPEMEUIMBAIOT W OCTABAKIOT HA 1 MMH.
Janee aHanu3 BenyT, KaK yKasaho B 1. 2.3.1.

Tlo HAfZEeHHbIM 3HAYEHUSIM ONTHYECKUX TUIOTHOCTEH DACTBOPOB M
COOTBETCTBYIOINM UM KOHLEHTPALMAM CypbMbl CTPOSIT TPaflyMpOBOYHELH
rpaduk.

3. BKCTPAKIIMOHHO-®OTOMETPUYECKUI METO]L
ONPEJENIEHNA CYPbMbI C BPUJUIMAHTOBBIM 3EJIEHBIM

31. CymsocTbh MeTO[a

MeTon OCHOBaH Ha 3KCTPaKUMH TOAYOJOM OKPAHIEHHOrO B CHHE-3e-
JICHBIM L{BET reKCOXJIOPOCTHOATA OPMLIMAHTOBOTO 3€JICHOTO ¥ U3MEPEHUH
ONTHYECKOM TUIOTHOCTH SKCTPaKTa.

32.AnnapaTtypa, peakKTHUBB M PacTBOPH

DoTOIEKTPOKONOPUMETP WIM CIIEKTPOPOTOMETD.

Kucnota azornas no TOCT 4461, pas6apnennas 1:1.

Kucnota conanas mo 'OCT 3118, pasbasnennas 3:1 u 1:1.

Kucnora cepnast no TOCT 4204 u pasbasneHHas 1:5.

OJ10BO IBYXJIOPUCTOE, CBEXEIPUIoTORIEHHLI pactBop 100 r/mmM® B
COJISTHOM KucnoTe, pasoasneHHoi 1:1.

Harpwuit azorHokucisrii 1o TOCT 4197, pactsop 100 r/mm3.

Mouesuna mo I'OCT 6691, HachILIeHHBI PaCTBOP; FOTOBSAT CJEMYIO-
wuM ob6pazom: 100 r moueBHHEI pactBopsioT B 100 cM? ropsdeit Bojbl.

BpwuivaHTOBEIN 3eeHBIi, pacTBOp 2 I/aM?.

Toayox no T'OCT 5789.

Cypbma o 'OCT 1089, mapku Cy00.

CraHgapTHEIE PACTBOPHI CYPbMBbI

PacTBop A; rotoBaT cnegywolium obpaszom: 0,05 r cypbMbI pacTBOPSIOT
IIPU HArpeBaHMU B 25 ¢M? KOHLEHTPUPOBAHHOM CEpHOM KHUCIOTHI. Pac-
TBOP OXJIAXTAOT, [IEPEHOCST B MEPHYIO KOOy BMeCTUMOCThIO 500 cM3,
LOJUBAIOT JO METKH CEPHOM KUCIOTOE, pa3basieHHOM 1:5, u mepemelun-
BAIOT.

1 cm? pacTBopa A comepxuT 0,0001 r cypbMbI.

PactBop B; roroBar ciaenyioumm obpasom: 10 cm® pactBopa A mepe-
HOCAT B MepHyH Kon0y BmectuMocThrio 100 cM?, MONUBAIOT DO METKU
COJISTHOW KHUCNOTOM, pasbaBneHHOH 3:1, 1 rmepeMelrBarorT.

1 cM3 pactBopa B comepxur 0,00001 r cypsMmul. Pactsop B rotosdar B
IeHb MIPUMEHEHUS.

Harpuit ceprokucnniii 6e3sogunii mo F'OCT 4166.



r'OoCT 1652.6—77 C. 6

33. lpoBemeHune aHaxmsa

0,1 r cruiapa pacTsopsioT B 10 cM> a30THO# KHCJIOTHI, pa3baBieHHOM
1:1, B cTAKaHE BMECTHMOCTBRIO 250 cM>, HAKPBITOM YaCOBBIM CTEKIJIOM, TIpH
HarpeBaHun. IJocae pacTBOpeHMS HABECKM YacOBOE CTEKIO M CTCHKU
CTaKaHa OIOJIACKMBAIOT BOIOH, JOGARIAIOT 3 cM® KOHLIEHTPHPOBAHHOM
CepHOM KUCIOTE! ¥ BBIITAPUBAIOT IO MOSBJICHUS MTAPOB CEPHOI KUCIOTHL.
Oxuranus pacTBop, 0OMBIBAIOT CTEHKHM CTaKaHa HeOONbLUIMM KOJIMYECTBOM
BOJIBI M TTOBTOPSTIOT BhinapuBaHue. K ocratky npuusaiot 20 cM3 coNsIHOM
KUCJIOTHI, pa36aBieHHO 3:1, pacTBOPSAIOT COMU U PAacCTBOP HEPEBOIASAT B
MepHYIo Konby BMecTUMocThIo 100 cM>, mociie Yero HOMMBAIOT A0 METKH
COJSTHOM KMCIOTON, pa3banneHHoi 3:1, U IepeMeNIUBaIOT.

B menurtenbHYIO BOPOHKY BMecTMMOCTbIO 150 cM? BBomsiT S oM ana-
JIU3UPYEMOTO pacTBopa, NO0aBISAIOT [OBe KAIUIM PAcTBOpPa XJIOPHCTOTO
00Ba, MeEpeMeIIMBAIOT W OCTABIAIOT Ha | MuH. 3ateM BBomar 1 cm’
PacTBOpa A30TUCTOKMUCIIOTO HATPHSI, XOPOUIO NEPEeMEIUBAIOT M OCTABJIS -
0T Ha 5 muH. ITocre 3Toro mo6asnsior 1 cM® HACBIIEHHOrO pacTBopa
MOYEBHHEI, NtepeMelInBaloT 30 ¢ ¥ pasbasisiorT Boxoit no S50 cm>. ITpu-
6apmsiior 1 cM? pacTBopa GpriuUIHaHTOBOTO 3esieHoro, 30 cM® Toxyona M
3KCTPArMpyloT, BCTPSIX¥Basi B TEUeHUe 1| MUH.

Tocane paznenenust das HIXXHUI BOXHBIH CJT0i 0T6pachIBAIOT, a opra-
HUYECKHUH CJIOM IMepesMBaloT B CYXOM CTakaH BMECTHMOCTbIO 50 cM?,
comepxammmit 0,3—0,5 r 06e3BOXEHHOTO CEpPHOKHUCIOro Harpus. Yepes
10 MHH U3MEpSIOT ONTUYECKYIO TUTOTHOCTh Ha CIEeKTpodOTOMETPE MpH
UIMHEe BOJHBI 640 HM WiM Ha (OTO3TEKTPOKOJIOPHUMETPE C KPAaCHBIM
cBerobubTpoM Tipu JuiuHe BosiHbL 590—610 HM B KioBeTe ¢ TOJMLLUHON
ciost 1 cM PactBopoM cpaBHeHuUst ciyXuT Toiryo. CoaepXaHue CYypbMbI
HAXOIAT TI0 IPagyupOBOYHOMY IrpaduKy.

3.3.1. IHocmpoetue epadyuposournoco epaguka

B menurenbHBIe BOPOHKM BMECTUMOCTBIO 1o 150 cM® BBomar 0; 0,5;
1,0; 1,5; 2,0 u 2,5 cm? cranmapTHOro pactsopa b, mpuGaBIsIoT ABE KarUn
pacTBopa JBYXJIOPHCTOIO OJI0BA, MEPEMELIMBAIOT H OCTAB/ISAIOT Ha 1 MUH.
Ilocne aToro BBOAAT 1O 1 cM® pacTBOpa a30TUCTOKMCIIONO HATPYS H Jajlee
aHANMU3 BEMYT, KaK YKa3aHo B 1. 3.3.

[To HaiimeHHBIM 3HaYE€HUSM OINTHYECKUX ILUIOTHOCTE PacTBOPOB M
COOTBETCTBYIOIIMM MM COAEPXAHUSM CYpPbMBI CTPOSIT TPaZyHMpPOBOYHBIN

rpaduk.
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4.1. MaccoByio oo cypbMEl (X) B ITPOIEHTaX BRIYUCHSIOT 10 $op-

Myne

m; — Macca HaBeCKH, COOTBETCTBYIOLIAS aJIMKBOTHOM 4acTH pac-

r;

TBODA, T.

4. OBPABOTKA PE3YJIBTATOB

Xx=" 100
m

"

HUIA, YKA3aHHBIX B TaOI. 2.

TIle m — Macca CypbMbl, Hali/leHHas 10 rpafyMpOBOYHOMY rpaduky,

4.2. AGCOJIIOTHBIE PACXOXACHUS Pe3y/IbTaToB NapaJUIeNbHbBIX ONpene-
neHuit (d — cXOOUMOCTh) HE NOJDKHBI MPEBHIIATE JOMYCKAEMBIX 3HAYe-

Tat6nuua 2

Maccogast 1015 CypeMel, % d, % D, %
Ot 0,001 no 0,005 Bxmioy. 0,0005 0,0007
Cs. 0,005 » 0,010 » 0,001 0,0014
» 0,010 » 0,02 » 0,002 0,003
> 0,02 » 0,05 » 0,003 0,004
» 0,05 » 0,10 » 0,006 0,008
» 0,1 » 0,2 » 0,01 0,014
» 0,2 » 03 » 0,02 0,03

(A3menennas pepakums, V3m. Ne 2, 3).

4.3. AGCOMOTHBIE PACXOXACHHUS PE3YJIGTATOB aHAIN3A, [TOJyYeHHBIX B
JBYX Pa3sNUYHBIX JJaOOpAaTOpHSAX, WIK ABYX Pe3yNbTaTOB aHAIMU3A, TMOJIY-
YEHHBIX B ONHOW JabopaTopuy, HO TIpM PazUYHBIX ycnoBusx (D —
BOCIIPOM3BOAMMOCTb) HE NOJDKHBI MPEBBHILIATh 3HAYEHUH, YKA3aHHBIX B

TabJI. 2.

4.4. KoHTponb TOYHOCTH aHAJU3a MPOBOAAT Mo IocymapcTBEHHBIM
cTaHgapTHbIM obpasuaMm (I'CO) wiM no oTpaciaeBbIM CTAHAAPTHBIM 06-
pasuam (OCO), wm o cTaHEapTHEIM obpasuam npeanpustust (COII)
MeIHO-IIMHKOBBIX CIUIaBoB, yrBepxaeHHsIM [OCT 8.315, win MetonoM
I00aBOK, VI CPaBHEHMEM PE3yILTATOB, NOJYYCHHBIX APYTAM METOMIOM,

B cootBercTBuY ¢ TOCT 25086.
4.4.1—4.4.3. (Mcxmoyen, Azm. Ne 3).
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5. ATOMHO-ABCOPBHMOHHbBIVI METOJ,

51.. CymuocTbh MeTOxa

MeTo/1 0OCHOBAH HA PacTBOpeHUH MPoObl B CMeCH CONSHOU M a30THOM
KHCJIOT ¥ W3MEepeHMY aTOMHOM aGcopOLMM CYphbMBI B IUIAMEHH aleTH-
JEeH—BO3AYX, MCIOJb3ys UITyYeHue ¢ JUIMHOM BoNHB 231,1 M, wiu
U3MEPEHUM B TeX X€ YCIOBHMSIX aTOMHOM abGcopOuMu CYpbMbI U3 cpelbl
OPraHMYECKMX PacTBOPUTEIIEH ITOCITE MTPeXBAPUTEIBHOIO COOCAKICHHMS €€
Ha TMAPaTHPOBAaHHYIO JBYOKMCHh MapraHua.

52. AnnmapaTtypa, peakTHUBB M pPacTBOPH

ATOMHO-26COpPOIIMOHHBII CIEKTPOMETP CO BCEMM TIPUHAIIEXXHOCTS-
MH.

Be3anexTpoaHas JIaMIia Wik JiaMIIa ¢ TOMBIM KATOMOM JUISL CYPbMBbL.

Kucora conssnas no FOCT 3118 u pasz6aenennas 2:1, 1:1 u 1:5.

Kucnora azorrnas no TOCT 4461 u pas6asierHas 1:1, 1:2 u 1:100.

Cmech kucnor cosstHoit (1:1) u asorHoit (1:1) B cootHoeHuu 1:1.

Ammuak poausiii o FTOCT 3760.

Kanwuit mapranuoBokuchsiit mo FTOCT 20490, pactsop 30 r/oM>.

Mapranen cepHokucibiii mo TOCT 435, pactop 80 r/mm’.

Tepexucy Bogopona mo 'OCT 10929.

Criupt sTwioBslif pektuduxoBansbiid mo FOCT 18300.

MeTwIu300y THIKETOH.

CMech 3TIJIOBOTO CIIUPTA ¥ METWIN300yTHIKETOHA, B COOTHOMIEHUH
1:1.

CMech 3THIIOBOTO CIIMPTa, METWIH300YTHIKETOHA W KOHIUEHTPUPO-
BAHHOM COJITHOI KHMCJIOTHI B COOTHOlUeHuM 4,5:4,5:1.

Mapranen metauimgeckuit no F'OCT 6008, ¢ MaccoBoi fonei cypb-
Mel MeHee 0,0005 %.

PacrBop Mapranua: 10 r mapranua pactBopstoT B 40 cM® KOHIIEHTpU-
POBAHHON a30THON KMCJOTBI, YIAISIOT OKUCJIBI 430Ta KUIISTYECHHEM, JI0-
6aBwstior 250 cM? KOHIEHTPMPOBAHHOWM COJSHOM KHCJIOTBI, JIOJHUBAIOT
BOfIOM 10 1 1M? M MepeMEeNINBaIOT.

10 eM? pactBopa conepxwut 100 Mr Mapratua.

Menp MeTarmdeckas o FOCT 859 ¢ maccosoii foneii cyppMEI MeHee
0,0005 %.

PactBop Menu: 50,0 r mequ pactBopsior B 400 cM? a30THOM KUCIOTHI,
pa3bapyieHHOI 1:1, KUNsSTYeHHEM YAAISIOT OKHCABI a30Ta, PACTBOP OXJIaX-
JIAI0T, MEPEBOOAT B MEPHYIO K0jiOy BMecTUMOCThIO S00 cM?, TOJIMBAIOT 0
METKHM BOIOW U IIEPEMEIUNBAIOT.

1 cM3 pactBopa cogepxut 100 Mr meau.
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Cypsma 1o TOCT 1089, mapku Cy 00.

PactBops! cypbMBI

Pacrsop A: 0,5 r cypbMBI pacTBopsitot B 200 ¢cM? KOHIIEHTPUPOBAHHON
COJISHOM KUCJOTBI U 2 CM? KOHLIEHTPHPOBAHHOM a30THOM KUCIOTHIL.

[Tocne pacTBOpEHUS YW OXJIAXACHUS PAcCTBOP MEPEHOCAT B MEPHYIO
KoJI0y BMecTuMOCThI0 1000 cM3, HONIMBAIOT 10 METKU COJISTHOM KUCJIOTOH,
pazbaBieHHOU 1:5, U NEepPEeMELINBAIOT.

1 cm? pactBopa A comepxut 0,5 MI' CypbMBI.

Pacreop B: 20 cm?® pactBopa A oTOMparOT B MEPHYIO KOJIOY BMECTHU-
Mocteio 100 cM3, HoAMBAIOT O METKH COJITHOM KMCIOTBI, pa30aBIeHHOM!
1:5, ¥ mepeMelnBaloT.

1 cm® pacteopa b comepxut 0,1 r cypbMBL.

53. IlpoBeneHue aHanlwusa

5.3.1. Hasecky cruraBa Maccoit 5 T (Tipu Maccosoit goste cypbmbi oT 0,001
no 0,005 %) wmi 2 r (npn maccosoit nore ceeiie 0,005 % no 0,05 %)
MOMEILAIOT B cTakaH BMecTuMocThbio 600 cM? u pactBopstioT B S0 wim 20 cm?
cMecH KUCNOT. PacTBop pasbasistior Bomoit no 150 cM?, HelTpanuayior
aMMUAaKOM O MOSIBJEHUSI HEMCYE3aloUEero Bo BpeMs IepeMeILuBaHus
ocajzKa, paCTBOPSIIOT €ro IO KAIUIIM a30THOH KMCJIOTOM, pa30aBIeHHOM
1:2, 1 mosmBaioT Bomoit mo 300 cm3.

3areM B pacTBop J00aBIAIOT 2,5 cM? pacTBOpa CEPHOKMCIIOr0 MapraH-
11a, HATPEeBAIOT A0 KUIeHus, To0aBIIOT 3 cM? pacTBopa MapraH[OBOKHC-
JIoro Kanus U KMIATAT pacTBop 1 MUH, Wi Koaryasiuy ocagka. Cnycts
30 MUH ocanoX OTGWIBTPOBHIBAIOT HA (PUNABTP CpejHEl TUIOTHOCTH W
MIPOMBIBAIOT TOpsSIMEeil a30THOM KHUCIOTOM, paszbasnenHoit 1:100.

OcaoK CMBIBAIOT BOIOM B CTaKaH, B KOTOPOM MPOBOAWIOCH OCAXKMAE-
HHE, ¥ OCTATOK Ha (UIbTpe pacTBopsaioT 30 cM’ ropsdeii constHoM Kuc-
JIOThI, pa3bapieHHOM 2:1, OMHOBPEMEHHO NOGABISIA HECKOJIBKO KaIlelb
nepekycy Bofopona. OUIbTP MPOMBIBAIOT TOpSYEil COMAHOM KUCIOTOM
(1:5), 1 pacTBOp BBIIAPUBAIOT HA BOISIHOM DaHe 0 BJIAXHOTO ocTaTka. K
OCTaTKy NpUOaBIAOT S cM’ KOHLEHTPHPOBAHHON COJISTHOM KHUCIOTH U
HarpeBaloT Ha BOISIHOW OaHe [0 pacTBOpeHMA OCTATKA, OXJIAXIAT W
MepeHOCAT PacTBOP B MEPHYIO KONGY BMECTUMOCTHIO 50 ¢M3, OmonacKu-
BAaIOT CTaKaH CMECHIO TUJIOBOIO CITUPTA M METHJIH300yTIIKETOHA, TOJIH -
BalOT JIO0 METKHU 3TOM Xe CMECHIO U MEPEMELINBAIOT.

H3MmepsioT atoMHYI0 abCopOIMIO CYphMbI B AHATM3HPYEMOM PAcTBOpe
[MapaJUTeIbHO C PaCTBOPAMH JUIsI IIOCTPOEHHMS IpafyHpOBOYHOrO rpaduka
U pacTBOPOM KOHTPOJIBHOIO ONBITA B IUIAMEHH ALIETHIEH—BO3IYX, KC-
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TONB3yA MaNMydeHue ¢ muHou Bonubl 231,1 HM. Hyns pubopa ycrasasiu-
BAIOT 110 CMECH. COJISTHAS KHCJIOTa, CITUPT 3TWIOBBIA W METHAM300YTUIKETOH.

5.3.2. Ilpu maccoBoii nojie cypbmbl cBbuue 0,05 go 0,2 % HaBecky
CIUTaBa Maccoii 2 T pacTBOPSIOT MPU HArpeBaHWHU B CTaKkaHe BMECTAMOC-
Thi0 250 cM? B 20 cM3 cMecH KUCIOT. PacTBOp oXnaxIaioT, MEpeHocsAT B
MepHYyI0 KoJIOy BMecTuMocTbio 100 cM?, HONUBAIOT 1O METKU CONSTHOM
KHCITOTOM, pa3GaeieHHoi 1:5, m mepemerumsaior. M3mepsioT aroMHYIO
a6CcopOLIMIO CYPEMBI B aHATU3UPYEMOM PACTBOPE MMAPAJUIENIBHO C PACTBO-
paMM JUIS TOCTPOSHHSI TPafyUpOBOYHOrO rpaduka U pacTBOpOM KOH-
TPOJIBHOTO OIIBITR, MCTIONB3YS H3TydeHHME C JUIMHON BOAHBL 231,1 HM.
Hyns npubopa ycTaHaBIMBAIOT 1O BOZE.

5.3.3. Ilocmpoenue epadyuposourozo epaguxa

5.3.3.1. IIpu MaccoBoit noe cypsmal ot 0,001 no 0,005 % B cemp U3
BOCBMM CTaKaHOB BMecTHMOCTHIO 110 100 cM? orbuparor 0,5; 1,0; 2,0; 4,0;
6,0; 8,0 u 10,0 cM’ crannaptHoro pactBopa B, yro coorsercrayer 0,05;
0,1; 0,2; 0,4; 0,6; 0,8 u 1,0 Mr cypbMbl. Bo Bce cTakaHbl HAJMBAIOT 110
10 cm? pacTBOpa MapraHiia ¥ BhITIAPUBAIOT Ha BOASHOU GaHe IO BJIAXHOIO
0CTaTKa, KOTOPEII PacTBOPSIOT B 5 CM3 COJISIHOM KUC/IOThI M Aajiee IoCTy-
MalT, KaK yKasaHo B nyHkre 5.3.1.

5.3.3.2. Ilpu maccosoit none cypbMmsl cebiie 0,05 no 0,2 % B naTh U3
ecT MepHBIX Koyi6 BMecTuMocThbio o 100 cM? otbuparor 1,0; 2,0; 4,0;
6,0 u 8,0 cMm® craHmapTHOro pacTeopa A, uro cootserctayer 0,5; 1,0; 2,0;
3,0 u 4,0 Mr cypsMbl. Bo Bce KoObl HATMBAIOT PACTBOP MEIW B COOTBET-
CTBUM C ee¢ KOHLEHTpauveil B aHAJIU3UPYEMOM pacTBOpe, AOJUBAIOT
COJIAHOM KHUCJIOTbI, pazbaBieHHOM 1:5, mOo MeTKH, IMepeMelMBaOT U
MOCTYTAIOT, KaK YKa3aHo B IT. 2.4.2.

54, O6bpaboTKa pe3ynbTaToOB

5.4.1. MaccoByio momo cyppMbI (X;) B IIpOLEHTaX BBIYUC/IAIOT IIO

dopmyne
X, = G-% 100,
m

rae C; —KOHLEHTPALMS CYPbMBI B aHATU3UPYEMOM PacTBOpE NpoGhl,
HalleHHAs 10 TPaTy’pOBOYHOMY rpaduKy, r/cM’;
C, — KOHIEHTPALMsi CYpbMbl B PacTBOPe KOHTPOJBHOTO OMBITA,
HalIEHHas O TPaXyHPOBOYHOMY IrpaduKy, I/cM’;
V — o6beM MepHOIi KOJI6HI VISl IIPUTOTOBAEHHS OKOHYATEIbHOTO
pacTBopa npo6sl, cM;
m — macca HaBecKM IMpoOHI, T.
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5.4.2. AGCOMIOTHBIE PACXOXIEHUS Pe3yJbTaTOB MapaJUIEIbHBIX OIpe-
neneHuit (d — CXOOMMOCTDb) HE JO/IXHBI MPEeBBIUATH XOIMYCKAEMBIX 3HA-
YeHM#, yKa3aHHbBIX B Tabu. 2.

(M3menennas penaxums, Mam. Ne 2, 3).

5.4.3. AGCONIOTHBIE PACXOXICHUS PE3YIBTATOB AHAIM3A, HOMYYEHHBIX
B IBYX Pa3TA4YHbIX TAGOpaTOpUSIX, WM [BYX PE3yJIbTaTOB aHAJIM3a, MOy~
YEeHHBIX B ONHOM JIabopaTopuH, HO NpU pasNMHYHbIX ycrnoBusx (D —
BOCIIPOM3BOAMMOCTb) HE JNOJDKHBI MpPEBBIIATh 3HAYEHUM, YKA3aHHBIX B
Tabn. 2.

(Uamenennas penaxkuusa, Usm. Ne 3).

5.4.4. KoHTpOJIb TOYHOCTH aHAIM3a MMPOBOIAT Mo ['ocynapcTBEHHBIM
craHaaptHbiM obpasiam (I'CO) win Mo oTpaciaeBbIM CTAHZAPTHBIM 006-
pasuam (OCO), win nmo craHgapTHEIM oGpasuam npexmnpusitasa (COIT)
MeIHO-LIMHKOBBIX CIUIaBoB, yTBepXaeHHbIM I'OCT 8.315, mnu metomoM
106aBOK, WIM CPaBHECHUEM DE3Y/IbTATOB, IOTYYEHHBIX IPYTUM METOIOM,
B cootBercTBuM ¢ TOCT 25086.

5.4.4.1—5.4.4.3. (Ucxmouyenst, U3m. Ne 3).
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5. IMocranosiennem Foccrannapra ot 28.12.92 Ne 1525 cusaro orpanuve-
HUE CPOKa JeHCTBUS

6. IEPEN3JAHUE (uions 1991 r.) ¢ Vsmenennamu Ne 1, 2, 3, yreepx-
JeHHbIMA B oKTaOpe 1981 r., BosOpe 1987 r., nekadpe 1992 r. (MYC
12—81, 2—88, 3—93)
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