®ENEPANBHOE AFEHTCTBO

MO TEXHNWYECKOMY PErYJIMPOBAHUIO N METPOJIOT N

HALUVWOHAbHBI TOCTP
CTAHOAPT 57652
POCCUNCKOWN 2017

PEAEPAL UM

MbINN METANNYPIMYECKUX MPEANPUATUN
LIBETHOW METAINTYPIW

MeToabl M3MepeHuii MaccoBOi 40N Kagmus

N3paHne ourymanbHoe

Mocksa
CtampapTuHdopm
2017


https://www.stroyinf.ru/ispytaniya-stroitelnyh-materialov.html

FOCT P 57652—2017

Mpepgucnosune

1 PA3PABOTAH TexHu4eckMum KoMUTETOM Mo cTaHgapTnsaunm TK 368 «Mefb»
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3 YTBEPX/[EH VI BBEJEH BAEVNCTBVE Mpukasom ®efepansHOro areHTcTaa No TeXHUYECKoMy pery-
NMpOBaHMIo U meTposiorum ot 12 ceHTsi6psa 2017 r. No 1069-cT

4 BBEJEH BMNEPBbIE

Mpasuna npYMeHeHns HacTOSILLEro cTaHAapTa ycTaHOoB/EeHbl B CTaTbe 26 ®efjlepanbHOro 3akoHa
0T 29 nioHA 2015T. Ne 162-93 «O cTaHgapTusauumn B Poccuiickoih ®egepauun». MHdopmaums 06 usmeHe-
HWAX K HACToALeMy CTaHAap Ty Ny6nKyeTCs B eXXerogHom (Mo coCTOAHMI0 Ha 1aHBaps TekyLiero roga)
MHoOpMaLMoHHOMYKasaTene «HaunoHanbHble CTaHAapTbi», a opuumanbHbIi TEKCT N3MeHeHuii nnonpa-
BOK — B eXeMeCcsiMHOM MH(hopMaLMOHHOM ykasaTene «HaunoHanbHble cTaHaapThi». B ciyyae nepecmMoT-
pa (3aMeHbl) WAM OTMEHbl HacTOsWeEro cTaHgapTa COOTBeTCTBYyWLWee YyBefjoMmMieHne 6yaeT
ony6/MKOBaHO B G/vKalilleM BbIMyCKe eXeMeCcAYHOro MHMOPMaLMOHHOIo ykasaTens «HauuoHanbHble
cTaHgapTbi». CooTBeTCTBYyWWaa VHopMaums, yBefoMNeHne W TeKCThbl pasMelialoTca Takke B
MHOpPMaLMOHHON cucTeme obLLero noNb3oBaHa — Ha ohuumanbHoOM cariTe defepanbHOro areHTcTBa
N0 TeXHNYeCKOMY perynmpoBaHuto u MeTponorum B ceTu MIHTepHeT (wmv.gost.ru)
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HacToswuii cTaHAapT He MOXEeT GbITb NO/IHOCTLIO UM YACTUYHO BOCMPOU3BEAEH, TUPAXKMPOBAH 1 pac-
MPOCTPaHEH B kKayecTBe ohuLManbHOro Usganus 6e3 paspelleHns ®efepasbHOIO areHTCTBa N0 TEXHUYECKO-
MY perysiupoBaHuio 1 MeTposiorum
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HALWOHA/NbHBLINR CTAHAAPT POCCUWNCKOWN GENLEPALUMN

MbINY METANTYPINUYECKNX MPEANPUATU
LLIBETHOW METANNYPTUN

MeToAbl M3MEPEHUIA MAacCOBOI A0NW KagMus

Dusts of non-ferrous metallurgy enterprises. Methods of cadmium mass content measunng

[arta BBegeHus — 2018— 04—01

1 O6nacTb NpUMeHeHus

HacTosAwuii ctaHaapT pacnpocTpaHAeTcs Ha NblAy MeTannyprayeckux npeanpuaTuii LBeTHOW meTan-
Nypruv n ycTaHaBnmBaeT METO/bl U3MEPEHUIA MaCcCOBOW f0/IM KaAMUs: aTOMHO-a6Ccop6LMOHHO CNekTpoMeT-
pun B grnanasoHe oT 0.0050 % go 1,00 % n aTOMHO-3MWCCUOHHOW CNEKTPOMETPUN C MHAYKTUBHO CBA3aHHOM
nnasmolii B AnanasoHe ot 0,0010 % go 1.00 %.

O6Lwwne TpeboBaHNs K MeToAaM 3MepPeHUi 1 TpeboBaHMs 6e30MacHOCTY NP BbIMOSIHEHWN N3MEPEHWA,
KOHTPOJ1t0 TOYHOCTUN pe3ynbTaToB usMepeHuii — no FTOCT 32221, TOCT P 53198. oT60p 1 NoaroToBka npo6
AN U3MepeHnii — no HOpMaTUBHbIM AOKYMEHTaM Ha KOHKPETHYIO NPOAYKLMIO.

2 HopmaTuBHbIE CChINKN

B HacToAwem cTaHfapTe UCMO/Ib30BaHbl HOPMAaTUBHbIE CCbIJIKU Ha cneaytolme cTaHaapThbl:

FOCT 1467 Kapmwii. TexHnyeckue ycnosus

FOCT 1770 (MCO 1042—83, NC0 4788—80) lNocyna MepHas nabopaTopHas cTeknaHHas. LlnnuHapel,
MEH3YPKU, KONbbl, NPo6upKn. O6LLMEe TEXHNYECKNE YCNOBUSA

FOCT 3118 PeakTtuBbl. Kucnota consiHas. TexHuveckme ycnosums

FOCT 4204 PeakTtuBbl. Kucnora cepHas. TexHuyeckue ycnosus

FOCT 4461 PeakTtuBbl. Kucnora asotHas. TexHUYeCKune ycrnosus

FOCT 4518 PeakTvBbl. AMMOHMWI (PTOPUCTLINA. TEXHUYECKUE YCOBUSA

FOCT 5457 AueTuneH pacTBOPEHHbIV 1 ra3006pasHbIii TEXHUYECKUIA. TeXHUYeCcKue ycrioBums

FOCT 6709 BogapguctunnmposaHHasa. TeXHUYeCcKue ycnosus

FOCT 10157 AproH ra3oo6pasHblii N XXUAKNiA. TeXHUYeckue ycnoBus

FOCT 10484 PeakTuBbl. Kucnota hTopuctoBogopoaHas. TeXHUYeckne ycnosmus

FOCT 11125 KucnoTta azoTHast 0c060ii YUNCTOThI. TEXHMUYECKME YCIOBUS

FOCT 14261 Kwucnota consiHasi 0c0601 YNCTOTbI. TeXHUYECKNe yCroBums

FOCT 20448 Tla3bl yrneBoAOPOHbIE CXMKEHHbIE TONMBHbIE A8 KOMMYHa/IbHO-6bITOBOrO NnoTpe6ie-
HUA. TeXHnYeckme ycrnosus

FOCT 25336 [llocyaa n o6opypoBaHme nabopaTopHble CTEKNAHHbIE. TuMbl, OCHOBHbIE napameTpbl 1
pasmepbl

FOCT 29169 (MCO 648—77) Mocyna nabopaTopHas cTeknsiHHas. MNuneTkn ¢ 04HOW OTMETKO

FOCT 29227 (MCO 835-1—81) [lMocyga nabopaTopHas cTeknsaHHas. MuneTkn rpagyvpoBaHHbIe.
YacTb 1. Obuwue TpeboBaHus

FOCT 32221 KoHueHTpaTbl MeHble. MeTofbl aHanm3a

FOCT P52501 (MCO 3696:1987) BoganabopaTtopHas g9 aHannsa. TexHu4eckue ycrosus

FTOCT P 53198 Pygabl 1 KOHLEHTPaThI LBETHbIX MeTannoB. O6uine TpeboBaHNS K MeTogam aHanusa

M3paHne ouynanbHoe



FOCT P 57652—2017

FOCT P 53228 Becbl HeaBTOMaTMyecKkorogeincTems. Yacte 1. MeTponormyeckme n TexHmyeckue Tpe6o-
BaHuA. cnbitanua

FOCT P NCO 5725-6—2002 TOYHOCTb (NPaBUIbHOCTb U MPEUN3NOHHOCTb) MEeTOA0B U pe3y/bTaToB
nsmepeHuit. Yactb 6. icnonb3oBaHne 3HauYeHnii TOYHOCTU Ha NpakTuke

MpumeyaHune — Mpu NONb30BAHUM HACTOSILLMM CTAHAAPTOM Lies1ecoo6pa3Ho NPOBEPUTHL AEWCTBME CCblNoY-
HbIX CTAH4ApPTOB B WMH(OPMALMOHHON cucTemMe O6LLEero Mosb30BaHUs — HAa OMUUMANLHOM caiite deaepasnbHOro
areHTCTBa Mo TEXHUYECKOMY PErysIMpoBaHul0 1 MeTOL0/I0TUN B CETU MHTEPHeT Unu no eXxerogHoMy nHopMaLuoHHOMY
ykasaTesno «HaunoHaibHble CTaHA4aPTbI», KOTOPbINA ONy6/MKOBAH MO COCTOSHUIO HA 1 iHBapsi TEKYLLEro ro4a, v no Bbinyc-
KaM eXeMecsiYHOro MH(OPMAaLMOHHOIO yKa3aTens «HalunoHabHble CTaH4apThl* 3a TekyLuil rog. ECnv 3amMeHeH ccbifoy-
HblIli CTAH4APT, Ha KOTOPLIV faHa HeJaTMPOBaHHAs CCblIKa, TO PEKOMEHAYETCS UCMO/b30BaTh AEWCTBYIOLLYI0 BEPCUIO
3TOro CTaHAapTa c y4eTOM BCEX BHECEHHbIX B JaHHY0 BEpCHio N3MEHeHWIi. ECQin 3aMeHeH CCbIIoYHbI cTaHgapT, Ha KoTo-
pblii faHa 4aTUPOBaHHAS CCbIJIKA, TO PEKOMEHAYETCS UCNO0/Ib30BaTh BEPCUI0 3TOTO CTAHAAPTA C YKa3aHHbIM BbILLE TO40M
yTBEpXAeHUs (MPUHATUA). ECnn nocne yTBEPXKAEHUS HACTOSLLEro CTaHAapTa B CCbI/IOYHbINA CTaHAapPT, Ha KOTopbIK AaHa
[aTMpOBaHHAas CCbI/IKa, BHECEHO M3MEHEHUe, 3aTparvBaloLLee NnookKeHne, Ha KOTOPOe AaHa CChi/ka, TO 3TO MOJIOKeHne
pekoMeHAyeTcs NpUMeHsITb6e3 yyeTa JaHHOr0 N3MEHeHUs1. EC/IM CCbINOYHbIA CTaHAAPT OTMEHEH 6e3 3aMeHbl, TO NoIoxXe-
HWEe. B KOTOPOM JaHa CCbl/IKa Ha HEro, PEKOMEHAYETCS NPUMEHSITb B YACTMW, HE 3aTPArMBaKLLEN 3TY CCbINKY.

3 XapakTepucTuUK/ nokasaTenein TOUHOCTU n3MepeHuii

TOYHOCTb U3MEepeHUii MaccoBOl 0NN KaaMKUa COOTBETCTBYET XapakTepucTukam, NnpuBeAeHHbIM B Tab-
nvye 1 (npu P = 0.95). 3HaveHnsa npeAenos NOBTOPSAEMOCTU Y BOCMPON3BOAMMOCTN U3MEPEHWI Npy [oBepHn-
TenbHOI BepoaTHOCTU P = 0.95 npuBeaeHbl B Tabnvue 1.

Ta6nuua 1— 3HaueHns nokasaTenss TOHHOCTU U3MEPEHWiA, NpeaenoB NOBTOPSEMOCTN U BOCMIPOU3BOAVMOCTH N3Me-
peHNA MaccoBoit AONK KaAMUs Npu AOBepUTeNbHO BeposiTHocTn P - 0.95

B npoueHTax

Mpegen
[vianasoH vBvepeHii IMokasare/b {abcontotHb e 3HakeHs)
MaCCOBOI A0 Kaam/ist TouHOCTU * ]
MOBTOPSEMOCTU T (/1 * 2) BOCTPOVZBOAYIMOCTU R

Ot 0.0010 A0 0.0020 aK/to. 0.0006 0.0006 0.0008
Ce. 0.0020 » 0.0050 0.0010 0.0010 0.0014
» 0.0050 » 0.0100 » 0.0021 0.0020 0.0030
» 0.010 » 0.030 » 0.005 0.005 0.007
» 0,030 » 0.050 » 0.010 0.010 0.014
n 0.050 » 0.100 » 0.014 0.014 0.020
» 0,10 » 0.30 » 0.04 0.03 0.05
» 030 » 0.50 » 0.05 0.04 0.07
» 0.50 » 1,00 » 0.07 0.07 0.10

4 MeToA aTOMHO-abCcoOpPOUNOHHOI cCnekTpoMeTpun

4.1 CpepacTtBa M3MEpPEHUi, BcnoMoraTeibHble yCTpOCTBA, MaTepuarsbl, pacTBOpbI

Mpu BbINOMHEHUN W3MEPEHWI NPUMEHSIIOT cneaylolime cpeacTBa M3MepeHuii U BcromoraTesibHble
ycTpoiicTBa.

- CMeKTPoOMeTp aTOMHO-a6CoOPOLMOHHBIN C NIaMEHHbIM aTOMWU3aTOPOM W UCTOYHMKAMU U3STyYEeHNUs Ha
Kagmwuii:

- KOMMnpeccop BO3AYLUHbI;

- BECbl cneymasnbHOro knacca to4Hoctn no FOCT P 53228 c guckpeTHocTbio 0.0001 r:

- MAUTY HarpesaTesibHY1o Mo [1], o6ecneumBatoLLyto TemnepaTypy HarpeBa He meHee 350 °C.

- cucTtemy ansa pasnoxeHuns npob Tuna HotBlock nnn ananornynytio;

- Konb6bl MepHble 2-50-2,2-100-2,2-250-2.2-1000-2 no FOCT 1770;

- CTakaHbl B-1-250 TXC no FOCT 25336.

- Konbbl KH-2-250-19/26 TXC no TOCT 25336;
MEH3YpKuN nnv unnudapsl no FrOCT 1770;
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- MMNEeTKn He Hwxe 2-ro knacca ToyHocT no FOCT 29169 {UCO 648—77) n FOCT 29227
(NCO 835-1—81);

- [03aTop NUMNETOYHbINA ¢ Auana3zoHoM obbema Ao3mpoBaHus oT 1000 o 10000 MK € OTHOCUTE/LHOA
NnorpeLHoCTLI0 06bemMa f03mMpoBaHus He 6onee 1,0 %;

- nocyga {4aLluku, TMrnun) n3 cteknoyrnepoga mapkm CY-2000 no [2];

- cTaHAapTHble 06pasubl (CO) cocTaBa pacTBopa MOHOB KaAMWSi C MacCOBOW koHUeHTpauwueli 1,0 mr/cm3
1N OTHOCWTENIbHOW NOrPEeLLIHOCTbLI0 aTTECTOBAHHOrO 3HaveHus (P= 0,95) He 6onee 1 %.

Mpw BbINOHEHUW N3MEPEHUI NPUMEHSIOT CrieAytoLne MaTtepransl v pacTBopbl:

- BOAy AuctunnmposaHHyto no FOCT 6709 unu Bogy Ans nabopatopHoro aHanm3a no FOCT P 52501;

- BO34yX, CKaTblii nog gasnexHvem ot 2 <102 00 6 «102«k/la;

- auetuneH no FOCT 5457,

- nponaH-6yTtaH no FOCT 20448;

- KucnoTy consiHyto no FOCT 3118. paz6aBneHHyto B COOTHOWweHun 1:1,5:95;

- KMcnoTy a3oTHyto no FOCT 4461, pa3baB/ieHHy0 B COOTHOWeHUM 1:1;

- KMCnoTy 60pHyto no (3). pacTBOp MaccoBoii KoHUeHTpauun 40 r/am3;

- Kucnoty htopuctoBogopogHyto no FOCT 10484,

- KUCNOTY XNOPHYH0 no [4]

- kagmuii no FOCT 1467;

- ammoHuii chTopucTblii no FTOCT 4518;
hnAbTPbl 06€330/1€HHBIO NO [5] UM aHanornyHble.

MpumevyaHunn

1 [lonyckaeTcsi NpUMeHeHne ApYrnx cpeAcTB U3MepeHuit yTBEPXAEHHbIX TUNOB, BCNOMOraTe lbHbIX YCTPONCTB 1
MaTtepuasioB, TEXHNYECKME N METPOJIOrMYECKNEe XapaKTePUCTUKM KOTOPbIX HE YCTynatT yKasaHHbIM BblLLE.

2 [lonyckaeTcsl UCMO/Ib30BaHNe PeakTUBOB, N3rOTOB/IEHHLIX MO APYIVIM HOPMATUBHbLIM JOKYyMEHTaMm, npu ycnosmmn
obecneyeHnss UMM MeTPOJIOTMYECKUX XapaKkTePUCTVK pe3yibTaToB U3MepeHuii, NpMBEAEHHbIX B HACTOsLWEM cTaHaapTe.

4.2 MeToA n3mepeHui

MeTog 0CHOBaH Ha M3MepPEeHUV aTOMHOIO NOTNOLWEHUS PE30HAHCHbIX IMHWUI KaAMUS NpU 4/IMHE BOHbI
228,8 HM nocne BBeEHUA aHa/IM3NPYyeMOro pacteopa B naams aueTuieH-Bo3AyXx Uam nponaH-byTaH-Bo3ayX.
MepeBefeHne Npo6bl B pacTBOP OCYLLECTBASAT KNC/TOTHOV 06paboTKoi HaBecku Npoobbl.

4.3 ToAroToBKa K BbINO/THEHUO N3MEPEHUA
4.3.1 MoparoToBka npubopa K BbINOJTHEHUO U3MEPEHUIA

MoAroToBKy CNEKTPOMETPa K BbINO/IHEHUIO U3MEPEHWI NPOBOAAT B COOTBETCTBUM C UHCTPYKLME NOo IKC-
nayaTauyum.

4.3.2 MpuroToBaeHne pacTBopoOB

4.3.2.1 TlpuroToBfeHNe pacTBOPOB N3BECTHON KOHLEHTpaLuy N3 MeTanIM4yeckoro Kagmus

Mpv npuroToBneHnn pacteopa A MaccoBOi KOHLEHTpauun kagmus 1 mr/cm3 B cTakaH BMECTUMOCTbIO
250 cmM3nomMeLLatoT HaBeCKy MeTas/Inyeckoro kagmus Maccoii 1.0000 r v npunusatoT oT 20 g0 30 cM3a30THOM
KMCNoTbl, pa3baBfieHHON B COOTHOWeHUM 1:1, pacTBOPAIOT Npy HarpeBaHuy A0 TemnepaTypbl oT 40 X Ao
60 X . PacTtBop BbinapusatoT 40 o6bema oT 2 40 3 cm3. MpuameatoT 10 cM3CONSHON KMCNOThI Y ynaprBealoT Ao

BNIAXHbIX COMEi. PacTBop oxnaxaatoT, npuameatoT 50 CM3CONAHON KUCOThI, pa36aB/ieHHOl B COOTHOLLEHNN
1:1, M HarpeBaloT 40 PaCTBOPEHMS cosell. 3aTeM pPacTBOP OXNAXAAL0T, NEPeiMBaloT B MEPHYHO K06y BMECTU-

MocTbto 1000 cm3, A0NIMBaOT BOAON 4,0 METKM M NEPEMELLMBAIOT.

Mpu npuroToBsieHUK pacTBopa b maccoBoli koHUeHTpauuu kagmus 0,1 mr/cm3 10 cm3pacTBopa A nome-
LT B MEPHYI0 K016y BMECTUMOCTbI0 100 cM3,40/1MBaIOT CONAHOW KNCOTOM, padbasneHHoli 5:95, 4o MeTku u
nepemeLLnBatoT.

Mpu npuroToBNeHun pactesopa B ¢ maccoBoi koHueHTpaumei kagmusa 0.01 mr/cm3 10 cm3 pactBopa b

nomMeLLarT B MEPHYIO KO/16Y BMeCTUMOCTbI0 100 cM3, 40NNBAIOT COMSAHONM KUCNOTOW, pa3basB/ieHHOW B COOTHO-
weHnn 5:95 0 MeTKn U nepemMeLlnBaloT.

4.3.2.2 TpurotoBneHne pactBoOpa W3BECTHOW KOHLEHTpauuu u3 cTaHfapTHbIX 06pasLoB pacTBOpPOB
MNOHOB

PactBop B¢ MmaccoBoii KoHUeHTpauueid kagmusa 0.1 Mr/cM3roTOBSIT CieAyHOLW MM 06pa3oM: B MEPHYH KO-
6y BMmecTumocTblo 50 cm3nomMewtatoT 5cm3CO pacTBopa MoHOB kagmus (1 mr/cm3), 40NMBAOT CONSHOW KUCOo-
Toli, pa3baBieHHO B COOTHOLWEHMN 5:95, 0 METKM 1 NepemMeLLnBaloT.
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Mpv npurotoBneHun pacteopa B ¢ maccoBoii koHueHTpaumen kagmmns 0.01 mr/cm3 10 cm3 pactBopa b
noMeLlalT B MEPHYI0 KONBy BMecTumMocTbio 100 cM3, LONUBAKOT COMAHON KUCNOTOM, pa3baBneHHoW 5:95,
[0 MeTKM 1 nepemeLLnBaoT.

4.3.2.3 CpokxpaHeHusi pactBopa A — He 6onee 1roga, pactBopa b — He 6onee 3 mecsaues, pactsop B
NPUMEHSIOT CBEXENPUTOTOBNEHHbIM.

4.3.3 TlocTpoeHue rpagynpoBoYHOro rpacuka

[Ona nocTpoeHus rpafyvMpoBOYHOrO rpadmka roTOBAT CEpPUd rpagyvpOBOYHBLIX PacTBOPOB B COOT-
BETCTBMM C Tabnuueii 2.

4.3.3.1 T'papyvpoBOYHblE PACTBOPbI MPU Pa3/I0XeHNV NMPO6 B CTakaHax 1 CTEKN0YINePOAHbIX YallKkax

B psig MepHbIX k016, BMecTumocTbio 100 cm3kaxaasi, noMeLatoT a/IMKBOThlI pacTBOPOB kagMus (Tabnu-

ua 2). npunusatoT 10 cM3CcoNAHON KNCNOTbI, pa3basfieHHOl B COOTHOLWeHNM 1:1. fonnBaoT BOAOK 4,0 METKU 1
nepemMeLLnBaloT.

[onyckaeTcs nocne fo6aB/eHnsa afiMKBOTbI AONIMBAThL A0 METKU CONSIHOW KUCNOTON, pa3baBneHHol B
COOTHOLWEHUM 5:95.

Ta6bnunya 2

Hovep Maccosas Maccosast fornst Cd. %
FPRIVIDOBOLHONO VexooHb M AnVKBOTA. KOHUeHTpauyst Cd B
pacTBop av MPaayVPOBOHHOM 0.2 r mpab 0.1 r npo6
pacteopa pacTBope, LKI/OM* Ha 100 ov3 Ha 100 cv3
0 0 0 0 0 0
1 B 0.5 0.05 0.0025 0.005
2 B 1.0 0.1 0.005 0.010
3 B 5.0 0.5 0.025 0.050
4 b 10 10 0.050 0,10
5 ) 2.0 2.0 0,10 0.20
6 B 5.0 5.0 0.25 0.50
7 [5) 10.0 10,0 0.50 1.00

MpumeyaHue — KoHUEHTpaLuUM KagmMus B rpaflyMpoBOYHbIX PACTBOPAX HOCAT PEeKOMEHAATESbHbIN XapakTep
1 3aBUCAT OT XapakTePUCTMK NCMO/b3YEMOr0 aTOMHO-a6Cop6LMOHHOIO NprUGopa 1 OT UHTepBasia onNpesesisieMblX KOH-
LeHTpauuii. s NocTpoeHNs rpaZyMpoBOYHOIO rpaduka AonyckaeTcsi NCnonb30BaTh 3— 7. HO He MeHee 3 rpagyupo-
BOYHbIX PACTBOPOB.

4.3.3.2 TpapyvpoBOYHble pacTBOpPbI NpU pasnoxeHun npob B cucteme HotBlock

B pag nonmatuneHoBbix Uam hToponaactoBbix Npobupok npunnsatoT ot 0.5 40 1cm3BOAbI U KNCNOTbI B
cooTBeTCTBUM C 4.4.1.4 N NPOBOAAT NEPBYIO CTAANI0 HAarpeBaHus, npunveatoT 10 cM3 pactBopa 60pHOI kKnucno-
Tbl. MPOBOAAT BTOPYIO CTAAMIO HarpeBaHus. PacTBopbl OXN1axaaloT 1 nepesimBatoT U3 Npobrpok B psg MePHbIX
K0n6 BMecTumocTblo 100 cm3. 3aTem B 3Tu KON6GbI NPUIMBAIOT a/IMKBOTHI PACTBOPOB KaMWs B COOTBETCTBUN C
Tabnuueli 2. 4ONMBAIOT BOAOW 4,0 METKM 1 NepeMeLLnBatoT.

N3mepeHue 3HauyeHnsa abcopbuun kagMus B rpafynpoBOYHbIX PacTBOPax, NOCTPOEHNE rpafynpoBOYHbIX
rpadukos, 06paboTKy 1 XpaHeHne pe3ynbTaToB rpajynpoBKM NPOBOAAT C UCMO/Ib30BAHMEM MPOrPaMMHOro
obecneyeHus, BXOAALLErO B KOMMIEKT aTOMHO-abCcopbLUNOHHOIo cnekTpomeTpa. [1/15 3TOro BKIOYatT Crnek-
TPOMETp ¥ HacTpavBatoT YNpasAsIoLLy0 NporpamMmmy B COOTBETCTBUM C UHCTPYKL e no akcnayaTauuun. pagy-
MPOBOYHbIE PACTBOPbI PACMLINAIOT B MN/1aMEHN BO3AYX-aLeTUneH.

BbINONHAIOT HE MeHee ABYX M3MEPEHUI aHaNIMTUYECKNX CUTHAIOB U3MEPSEMOro KOMMOHEHTa B KaX40M
rpagyvpoBOYHOM pacTBOpeE.

pagynpoBoYHble rpaduki nosyyatroT B KoopAuHatax: no ocu abcumcc — maccoBasi KOHUeHTpauus
KagMusa B rpagyvMpoBOYHbIX pacTBOpax, BblpaXeHHas B MUKporpaMmax Ha CaHTUMeTp Kybuyeckuii, no ocu
OpAuHaT — COOTBETCTBYHOLLNE 3HAYEHNS aHAIMTUYECKNX CUTHAIOB.

MpumeyaHune — [lonyckaeTca BblpaXaTb KOHLEHTPaALMIO rpagynpoBOYHbIX PacTBOPOB B APYrMX MacCoBbIX
eAnHuLax (MunanrpaMMax Ha CaHTUMeTp Kybnyeckunii, npoLeHTax oT (PMKCMPOBAHHOI HaBEeCKM).

4.4 TlopsAOK BbINONTHEHUSA U3MEPEHU
4.4.1 PasnoxeHve matepunana npobbl

Macca HaBecku Npo6bl 106HLEM pa3BeAeHNs B 3aBUCMMOCTY OT MacCOBOi A0/ KaAMUS NMpeacTaB/eHbl B
Tabnuue 3. Yepes Bce CTaANM U3MEPEHUI NPOBOAAT XOMIOCTOM OMNbIT HA 3arpsA3HeHNE PeakTUBOB.
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HaBecky npo6bl, B3SATYI0 C TOYHOCTbIO 0 YETBEPTOro AECATUYHOrO 3HaKa nocne 3ansaToi (B cooTse-
TCTBMU C TabnuLeit 3), pacTBOPSAIT OAHUM U3 U3/OXKEHHbIX HXE CNOCOBO0B:

4.4.1.1 Pa3noxeHne B CTEK/SHHbIX CTakaHax (konbax)

HaBecky npobbl nomMeLyaloT B cTakaH Win Konby BmecTumocTblo 250 cm3, cmaumsatoT oT 0.5 go 1 cm3
BOZbl, 4,06aBNAT 0T 0.1 0 0.2 1 PTOPMCTOro aMMOHUS, NpUIMBatOT OT 1540 20 cM3 CONAHOM KUCNOTbI, Harpe-
BalT BTeyeHne 15—20 muH. 3aTem fobasnsaioToT 1040 20 cM3a30THO KACIOThI, HAarpeBaloT L0 PaCTBOPEHUs
HaBecku Npobbl 1 BbINAPMBAKOT 4,0 BNIAXHbIX CONEN.

Ta6bnuuya 3

VHTepBan onpepensiemMbix PekomeHnayemas
KOHLIeHTpaLwmii, % Macca HaBecku npobbl,
Ot 0,005 [0 0.50 0.2
Ot 0.01 IO 1.0 0.1

MprmeyaHune — [laHHble CBELEHNS HOCAT PEKOMEHAATENbHbIN XapakTep v MOryT 6biTb USMEHEHbI a 3aBUCU-
MOCTMW OT Y4yBCTBUTE/IbHOCTWN aTOMHO-a6COPOLMOHHOrO CnekTpomMeTpa, Of4HOPOAHOCTU aHa/IM3MPYeMOoro matepuana u
T. 4. Ecnv Heo6Xx04MMO, NPOBOAAT [OMNOMHUTENbHOE pa3baBieHune.

Mpy BbINOHEHUN U3MEPEHWI B NNaMeHn nponaH-6yTal pekoMeHAyeTcst NpUMeHATb HaBecky 0.1 T.

4.4.1.2 Pa3noxeHue BCTEKN0YrnepoaHbIX vyallkax

HaBecky npo6bl NoMeLLatoT BCTEKI0Yr1ePOHYI0 YallKy (Turenb), cmadunsatoT oT 0.5 40 1cm3Bogbl, Npu-
nusatToT 100 15 cm3consaHol kncnotel noT5 010 cm3a30THON kMcnoThl. [ocne 3aBepLueHns 6ypHoii peak-
uun npunusatoT oT 10 A0 20 cmM3 PTOPUCTOBOAOPOAHOW KUCNOThI U 5 CM3X/T0pPHOI KAC/OTLI. 3aTeM pacTBop
HarpeBaloT 10 Pa3/fIoXKeHNA HaBeCKM NPo6bI M MPOAO/MKAKT HarpeBaHve 4,0 BbiAe1eHNS ryCTbIX NapOB X/1I0PHO
KNCNOTbI. YallKy WK TUTreNlb CHUMAaIOT C M/INTbl, 06MbIBAIOT CTEHKV BOAON 1 BHOBb HarpeBatoT pacTBOp, Bbina-
puBas ero focyxa, He nepekannsas ocafok.

4.4.1.3 Cyxoli ocTaToK, MosTy4eHHbIVi MO0 OAHOMY M3 U3M0XKEHHbIX BbllLie CNOCO60B, OXNaXaatoT B Nocyae,
B KOTOPOW NpoBOAMAN pa3fnoxeHune npobbl, npuamsaoT 10 cM3consaHol KUCNoTbl, pa3baBneHHoR BCOOTHOLLEe-
Hum 1:1.0T 10 go 20 cM3BO/bl U HArpeBalT 40 PacTBOPEHUS coneli. PacTBop oxnaxaatoT, nepenvsaloT B Mep-
HYt0 KONBY, BMecTUMOCTbI0 100 cmM3,40/1MBaIOT BOAOW A0 METKU U NEepeMELLNBALOT.

Ecnu B konbe npucyTcTBYeT HepacTBOPMMbIIi 0CaL0K, TO faloT eMy OTCTOSATLCA UM PpacTBOP PUIbTPYIOT
B CyXOW cTakaH (Kkonby), oTbpacbiBas nepsble nopunv gunbTpara.

[JonyckaeTca ncnonb3oBaHne Apyrux COOTHOLEHN A 06 beMOB a30THOM, CONAHON N (DTOPMUCTOBOAOPOA-
HO KnCnoT, o6ecneymBaloLmx NOSIHOE NepeBeeHne aHannTa B CoNIAHOKNC/IbIN pacTBop.

4.4.1.4 PasnoxeHue sBcucteme HotBlock

B nonunatunexosyto nnu TedhIOHOBYIO NPo6upky cuctembl HotBlock nomelualoT HaBecky npobbl Maccoi
070,1800.2 r (Tabnuua 3). CmaumsatoT o7 0.5 40 1cm3BOAbI, NPUANBAIOT KUCIOTbI: 2 CM3a30THOI. 8 cM3 cons-
Holi n0TO.540 1cM3(pTOPMCTOBOAOPOAHON. BblAepXnBatoT «Ha Xo104e» 0 NpekpalleHuns 6ypHoii peakuuu.

3aTeM 3aKpbIBAOT KPbILLKOM W BbINMOSHAIOT NEpPBY0 CTaANI0 pas3foxXeHns: ycTaHaBIMBalT Npobupkn B
Aueiikn HotBlock. 3agatoT Temnepatypy 95 °C v BblAepXuUBatoT Npu 3Toi Temnepatype oT45 a0 60 MyH A0 pac-
TBOPEHUS HABECKMW.

Mo okoHYaHMKU NepBoi cTaaMn NPO6GUPKY C PacTBOPOM BbIHUMAKT U3 SYElikM CUCTEMbI Pa3/IoXKeHNs 1
oxnaxgatoT. OTKpbIBAIOT KPbILIKY 1 npunusatoT 10 cM3pactBopa 60PHOW KNCNOThI. KpPbILLKY BHOBb 3aKpbiBatOT
1 BbllepXmnBatoT pacTsop B Aueiike HotBlock oT 20 g0 30 MuH. 3aTem NpoO6VPKM BLIHUMAIOT U3 UeekK, oxnaxaa-
10T. npunueatoT oT 1540 20 cM3BOAbI M 3aTEM NEPENMBalOT B MEPHYIO KO/16y BMecTMMOcCTbio 100 cm3, onnBa-
0T BOZOW 0 METKMN 1 NepemMeLlrBaloT.

Ecnun BKon6e npucyTcTByeT HEPaCTBOPUMbIA 0Ca0K, TO AT MY OTCTOSATLCSA UK pacTBOp UNLTPYHOT
B CyXOI1 cTakaH (Kkosiby), oTopackiBas nepeble nopuny uabTpara.

4.4.2 BbINONIHEHUE N3MEPEHNIA

M3mepeHune BennunHbl abcopbunm KagMusa NnpoBoAAT C UCNOJb30BAHMEM NPOrpaMMHOro obecneveHus,
BXOZSALLEro B KOMM/IEKT aTOMHO-a6CoOpPOLMOHHOr0 cnekTpomeTpa. 418 3TOro BK/IYalT CNEKTPOMETP 1 ynpas-
NAOLWY0 NporpaMMy B COOTBETCTBUM C MHCTPYKLMEN NO akcnayaTaunm. AHannsmpyemble pacTBOpbl pacnblis-
10T B NJ1IaMeHN BO3AyX-aLeTuneH. BbINoMHAIT He MeHee ABYX U3MepeHUii aHaIMTUYeCKOro CurHana kagmus B
KaxJoM pacTBOpe npu A/vHe BOMHbI 228.8 HM, An18 pacyeTa 6epyT cpegHeapudmeTnyeckoe 3HadeHune. Mpu
CMeHe pacTBOPOB CUCTEMY pacrblIeHNs NPOMbIBAIOT BOAOW A0 NOMyYEHUS HYNEeBOro nokasaHua npubopa. B
cnyyae HeobXxoANMMOCTU AR YMEHbLUEHUS 3HaYeHns abcopbummn gonyckaeTcs yMeHbLIaTb ONTUYECKUIA MyTb
flyya yepes nsMepsAaemyto 30Hy NoBOPOTOM FrOPEsIKM.
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Mo HalifeHHOMyY 3HayeHuto abcopbuny aHanM3npyemoro pacTsopa 3a BblueToM abcopbunn pactsopa
X0J1I0CTOrO OMNbITa HAXOAST COAEPXaHMe KaAMUs NO rpagyMpoBOUYHOMY rpadouky. Ecnm KoHLEeHTpaLmsa kagmus B
aHann3MpyemMom pacTBOpe MpeBbillaeT ero KOHLEeHTpaLmMio B pacTBopax 418 NOCTPOeHNs rpagyupoBOYHOro
rpachuka (3HaueHme abcopbUMM aHaIM3MPYEMOro pacTBopa Bbille abcopbuum nocneaHel Toukm rpadurka), To
npoBoAAT pazbaBfieHne aHanu3npyemoro pactsopa. [l 3Toro aIMKBoTy aHaIM3nPyeMoro pactesopa nome-
L aT B KONby BMecTumocTbio 100 cM3, MpunnBaloT COMSHYI0 KUCNOTY A8 CO34aHUs ee KUCI0THocTH 5 % no
06beMy, LOMBAKOT BOLON A0 METKM 1 NEPEMELLMBAIOT.

[onyckaeTcsa nocne go6asneHnss anuKBoTbl ONMBAThL A0 METKU CONSAHOW KACNOTOW, pa3baBneHHol B
COOTHOLWeHnM 5:95.

[onyckaeTcs ncnonb3oBarth A1 aToMu3alum Npobbl nnams nponaH-6yTaH-Bo3AyX. Npu ycnosum obec-
neyeHns MeTPOIOTMYECKMX XapakTepUCTMK pe3ynbTaToB U3MEPEHUIA, YKa3aHHbIX B Tabnuue 1.

4.5 O6paboTka pe3ynbTaToB NU3MepeHunii

4.5.1 O6paboTKy 1XpaHeHne pe3ynbTaToB N3IMEPEHNi MacCoBOW KOHLLeHTpaLuun kagmvsa B npobe npo-
BOAAT C UCNONb30BAHMEM NPOrPamMMHOro obecneyeHuns, BXOASALLEro B KOMNIEKT CNeKTpomeTpa.
4.5.2 Maccosyto fonto kagmusa X, %, BbIYMCASAOT No hopmye

y _ CV100 _ CV 1)
n?1000000  m10000

roe C — MaccoBasi KOHLUEHTpaUMs KagMus, HalifeHHas no rpaflyupoBoYHOMY rpaciuky, ¢ yYeTOM BEUUNHbI
X0J1I0CTOrO OMbITa, MKI/CM3;
V — 06bemM aHaIM3MpyemMoro pacTeopa, cmM3:
T — macca HaBecku npooebl, T.
4.5.3 MaccoByto fosto kagmusi X, (Mpy AONONHATENBHOM pa36aBnieHnn). %. BbIYMCASIOT Mo hopmysie

y _ CYY,100 cyy) @)
1* ml 000000  m\s 10000

roe C— maccoBas KOHUeHTpaumsa kagmus, HalijeHHas no rpafynpoBoYHOMY rpadivky, C y4eTOM BeSIMUUHbI
XO/10CTOro onbITa, MKr/cm3;
V — 06beM aHanm3npyemoro pactesopa, cm3:
V, — KOHeYHbIl 06beM aHaM3npyemoro pactesopa, cm3;
T — macca HaBecku Npoobsl, T;
V2 — 06beM anmkBOTbl pacTeopa, cM3.

4.5.4 3apesynbTar U3MepeHuii NpuHMMaloT cpefHee apudmeTmyeckoe 3HauyeHne AByX napaniefbHbiX
onpegeseHnii npy ycnosun, 4To abcontoTHas pasHoCTb MeXAy HAMW B YC/TOBUSX NOBTOPSEMOCTY He NpeBbIla-
eT 3HayeHwii (Mpu goBepuTenbHOl BeposiTHOCTM P = 0,95) npegena NOBTOPSAEMOCTU T, NPUBEAEHHbIX B
Tabnuue 1.

Ecnun pacxoxgeHue Mexay HanboblUUM U HAUMMEHbLLIMM pe3ynbTatamu napannefbHbIX onpeseneHuii
npesbillaeT  3HayeHWe npedena  MNOBTOPAEMOCTW,  BbIMOJHAKT  Mpoueaypbl,  WU3/IOXKEHHble B
FOCT P NCO 5725-6—2002 (nyHkT 5.2.2.1).

4.5.5 PacxoxAeHus mMexay pesynbraTamMmy U3MepeHuii, nonyyeHHbIMW B ABYX nabopatopusx, He Aon-
XHbI MPeBbILLAaTh 3HAYeHWUI npegena BOCNPOM3BOANMOCTH, NPUBEeeHHbIX BTabnuue 1. BaTom cnyyae 3a OKOH-
YyaTesbHbIli pe3ynbTaT MOXET ObiTb NPUHATO UX cpefHee apudmeTnyeckoe 3HaveHme. MNpu HeBbINOHEHUN
3TOr0 YCNoBMSA MOFyT ObiTb MCMOSb30BaHbl Mpoueaypbl, n3noxeHHole B FTOCT P NCO 5725-6—2002
(nyHkT 5.3.3).

5 MeTo4aTOMHO-3MWUCCUMOHHO CNEeKTPOMETPUN C UHAYKTUBHO CBSI3aHHOW
nnasmoii

5.1 CpoacTBa M3mepeHuii, BcnoMmoratesibHble yCTPOCcTBa, MaTepuasbl, pacTBopbI

Mpy BbINOMIHEHWM W3MEPEHUI MPUMEHAIOT credylolmne cpefcTBa M3MEpPeHUn 1 BcnomoraTesibHble
ycTpoiicTBa.

- aTOMHO-3MWCCUOHHbIN CMeKkTpomMeTp C MHAYKTUBHO CBSI3aHHOW M1a3Moli B Ka4ecTBe UCTOYHUKA BO3-
6y>|<,quvm CO BCeMU NpuUHaaNeXXHOCTAMU,
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- NAUTY HarpesaTtenbHy No [1]. obecneynBaloLLyto Temnepartypy Harpesa He meHee 350 °C nnu aHano-
TUYHYIO;

- Becbl NabopaTopHble cneunanbHoro kacca TouHoctu no FOCT P 53228 ¢ auckpeTHocTbio 0.0001 T;

- cucTema ans pasnoxeHusa npob tmna HotBlock nnn aHanornyHas;

- KON6bl MepHble 2-50-2. 2-100-2.2-1000-2 no NOCT 1770;

- Konb6bl KH-2-100-13/23TXC. KH-2-250-19/26 TXC no FOCT 25336;

- CTakaHbl B-1-100 TC. B-1-250 TC. no FOCT 25336;

- nunetkn 1-2-2-1.1-2-2-2.1-2-2-5,1-2-2-10 no FOCT 29227 (MCO 835-1—81);

- [,03aTop NUMNETOYHbIN C AnanasoHoM ob6bema Ao3vpoBaHmsa oT 1000 4o 10000 MK C OTHOCUTENbHON
norpeLHoCTbI0 06beMa f03mMpoBaHus He 6onee 1,0 %,;

- nocyga (4awuku, TUrniu) nu3 cteknoyrnepoga mapkm CY-2000 no (2);

- MeH3ypku 50 no FOCT 1770;

- cTaHpapTHble o6pasubl (CO) cocTaBa pacTBOpa MOHOB KaaMUS C MaccoBOW KoHLeHTpauueli 1.0 mr/cm3
1 OTHOCUTE/IbHOM NOrPELIHOCTbI0 aTTEeCTOBaHHOrO 3HaveHus (P = 0.95) He 6onee 1 %.

Mpw BbINOSTHEHUN N3MEPEHUI NPUMEHSAIOT CrieAytoL e maTeprasns! 1 pacTBopbl;

- BoAy auctunnnposaHHyto no FOCT 6709 nunv Boay ans naéopatopHoro aHanusa no FOCT P 52501,

- KMcnoTy a3oTHyto no FOCT 4461 nnn kMcnoTy a3oTHY 0060 unctotbl no FOCT 11125. pa3basrnieH-
HYI0 B COOTHOLEHUN 1:1;

- KMcnoTy consiHyto no FOCT 3118 nnm kucnoTy consHyroco60i unctotel no FOCT 14261 n pa3basrieH-
HyI0 B cOOTHOWeHMnAX 1:5.1:1 n 5:95;

- KuMcnoty cepHyto no FOCT 4204. pa36aB/ieHHYI0 B COOTHOLWEHUN 1:1;

- aproH razoo6pasHblii no FOCT 10157;

- kaamuii no FOCT 1467 mapku He Huxe Kal;

- Kucnoty chtopuctoBogopogHyto no FOCT 10484.

- KMCMOTy GOPHYIO MO TEXHMYECKUM ycnoBuaAM (3]. pacTBOp MaccoBoi KoHUeHTpauun 40 r/am3;

- KMUCMOTY X/IOPHYIO NO TEXHWUYECKUM YCNOBUAM [4];

- MNbTPbI 06€330/1EHHBIE MO TEXHUYECKUM YCOBUAM [5] Mnn aHanornyHole.

MpumevyaHunn

1 [lonyckaeTcsi NPUMEHEHNE UHbIX CPeACTB W3MEPEHWUA, YTBEPXAEHHbIX TUNOB, BCMOMOraTe lbHbiX YCTPOWCTB U
MaTtepuasioB, TEXHNYECKME N METPOJIOrMYECKNEe XapaKTePUCTUKM KOTOPbIX HE YCTynatT yKasaHHbIM BblLLE.

2 [lonyckaeTcsi UCNO/Ib30BAHNE PEAKTUBOB, N3rOTOBJIEHHbIX MO APYrMM HOPMAaTUBHbLIM AOKYMEHTaM, Npu yCI0Bun
obecrneyeHns UMM MeTPOIOTNYECKNX XapakTepUCTUK pe3y/IbTaToB N3MepeHuid, NpUBEAEHHbIX B METOAVKE N3MEPEHWIA.

5.2 CylHOCTb MeTOAa N3MEepPEHNiA

MeTo/ 0CHOBaH Ha U3MepeHnn MHTEHCUBHOCTW CMEKTPasibHbIX NVHWIA KaamMua npun BO36y)K,EI,eHVIVI aTomMoB
pacTBopa I'Ip06bl B UHAYKTUBHO CBSI3aHHO Nnasme.

5.3 MoAroToBKa K BbIMO/THEHWIO N3MEPEHWNIA
5.3.1 MogroToBKa Nnpuéopa K BbINOJTHEHUO U3MEPEHNI

MoAroTOBKY CEKTPOMETPaA K BbINMOSIHEHUIO U3MEPEHNUIT MPOBOAST B COOTBETCTBUM C MHCTPYKLMEN MO 3KC-
nayarauuu.

5.3.2 lMpuroToBneHne pacTBOPOB U3BECTHOM KOHLUEHTpaLuu

MpuroToBNEHMe pacTBOPOB U3BECTHOW KOHLLEHTpaLM B COOTBETCTBUN C 4.3.2.

5.3.3 lMocTpoeHune rpagympoBOYHOTO rpadumka

[lns nocTpoeHns rpagyvpoBOYHbIX rpadnkoB rOTOBAT CEPUI0 TPaAyupPOBOYHbIX PacTBOPOB B COOTBE-
TCTBUU ¢ Tabnuueli 4.

5.3.3.1 [pafyvpoBOYHbIE pacTBOPbI NPU Pa3NoXeHNn NPob B CTakaHax v CTEKNOYTIePOAHbIX YaLlkax

B psag MepHbIX k016, BMeCTUMOCTbI0 100 cM3KaxkAas noMeLLatoT asiMKBOTbl PACTBOPOB KaAMUs COrNacHo
Tabnuue 4. npunusatoT 10 cM3 CONSAHOW KMCNOTbI, pa3baBfieHHON B COOTHOWeHMN 1:1. aonvBalT BOAOW A0
MeTKM 1 NepemMelLmBatoT. [lonyckaeTcsi nocne f06aBneHns aiMkBOTbl [,0/IMBATh 0 METKW CONSIHOW KUCNOTOW,
pasbaBneHHoli 5:95.

NMpumeuaHne — ECnu npu pasnoKeHUM MPUMEHSIIOT CEPHYI KUCOTY, TO B rpagyMpoBOYHbIE PacTBOPbI
[,0MNONIHUTENTBHO NPUMBALOT MO 1CM3CepHOIt KUCNOTbI, pa36aBNeHHO B COOTHOLWEHNUU 1:1. fONUBAIOT BOAOW A0 METKM 1
nepemMeLIBaioT.
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Tab6bnuua 4

Maccosasi MaccoBast aornst Cd. %
P HOMO VexooHb M AnVKBOTa, KOHUeHTpaLws Cd o
b pacTBop ovB PaayVpOBOHHOM 0.2 T MpoGbl 0.1 r npobBbI
pacTBOpe. MKr/CV3 Ha 100 cM3 Ha 100 Cbb
0 0 0 0 0 0
1 B 0.5 0.05 0.0025 0.005
2 B 10 0.1 0.005 0.010
3 B 5.0 0.5 0.025 0.0S0
4 B 10 10 0.050 0,10
5 B 2.0 2.0 0.10 0,20
6 B 5.0 5.0 0,25 0.50
7 B 10.0 10.0 0.50 1.00

MpumeyaHune — KoHUeHTpauUnmn kagMusi B rpaflyMpoBOYHbIX pacTBOpPax HOCSAT peKkoMeHAaTe NbHbI/ XxapakTtep
1 3aBUCAT OT XapaKkTepuCTVK NCMO/b3yeMOro aTOMHO-3MUCCUOHHOTO Npubopa 1 oT NHTepBana onpefaesnsieMbiX KOHLEeH-
Tpauwuii. nsa NnocTpoeHusi rpalyMpoBOYHOIO rpadmka fonyckaeTcs UCN0/Ib30BaTb 3—7. HO HE MeHee 3-X rpafyupoBoY-
HbIX PacTBOPOB.

5.3.3.2 pagynpoBOYHbIe pacTBOPbI NPU Pa3/IoXeHUN NPO6 B CTakaHax U CTEKN0YrNepoaHbIX Yallkax

B psif MepHbIX K0n16, BMeCcTUMOCTbI0 100 cM3 kaxas NoMeLLatoT afiMkBOTbl paCTBOPOB KaAMWSA COrNacHo
Tabnuue 4. npunmeatoT 10 cM3 CONAHON KUCNOTbI, pa3baBfieHHo 1:1, 4oMBaOT BOAOW O METKM U NepeMelLLm-
BatoT. flonyckaeTcs nocne Aob6asneHns annksoTbl 4ONNBATb COMSHON KUCOTON, pa3baB/ieHHON B COOTHOLLEe-
HUK 5:95. 10 MeTKMN.

MpumeuaHune — Ecnm npu pasnoXeHWn MPUMEHAIOT CEPHYIO KWUCIOTY, TO B rpajynpoBOYHbIE PacTBOPbLI
[OMOSTHATENbHO NPUAMBaOT No 1 cM3 cepHoii KUCNOTbl, pa36aBfeHHOW B COOTHOWEHMM 1:1. foNUBAOT BOAOW A0 METKM U
nepemeLunsaoT.

5.3.3.3 pagyvpoBOYHbIE pacTBOPbLI NpK pasnoxeHun npob B cucteme HolBlock

B pag nonnaTnneHoBbIX nnn hToponaacToBbiXx Npo6upok npunveatoT ot 0.5 4o 1 cM3 BoApb! U KUCNOTbI B
cooTBeTCTBUYM C 5.4.1.5. NpoBOAAT NEPBYIO CTaAMI0 HarpeBaHus, npunueatT 10 cM3pacTBopa 60pHOI Kuco-
Tbl. NPOBOAAT BTOPYIO CTafMi0 HarpeBaHns. PacTBopbl 13 NPo6MPOK NepenmBaioT B PSS MEPHbIX KON6 BMeCcTu-
MocTbio 100 cm3. 3aTeM B 3TK KONObl NPUIMBAIOT a/IMKBOTLI PACTBOPOB KaAMUs B COOTBETCTBUM C Tabnuuein 4.
[0NMBalOT BOAOW 0 METKM U NepeMeLlnBatoT.

5.3.3.4 TlocTpoeHue rpafynpoBOYHOro rpadmka

OnpegeneHne rpaflyMpoBOYHbIX XapakTepucTuk, obpaboTka M XpaHeHWe pe3ynbTaToB rpagyvpoBKu
NPOBOAAT C UCNO/Ib30BAHNEM CTaHAAPTHOrO MPOrpamMMHOro obecneyeHns, BXOASLLEro B KOMMNIEKT CNeKTpo-
meTpa.

BbINONHAIOT HE MEHee BYX N3MEePEHUI aHaIMTUYECKUX CUTHAIOB KaAMUs B KaXXA0M rpasynpoBOYHOM
pacTBope. PekomeHayeMble A/1MHbI BOJTH A8 U3MepeHus amnccnm 214.438 (226,502)MM. MOLHOCTb Naasmel,
pacxof,aproHa, BbICOTY perucTpmMpyemMoit 30HbI Naasmbl M Apyrie napameTpbl yCTaHaBIMBAKT Tak. YTO6bI foC-
TUTHYTb ONTUMAasbHbIX 3HAYEHWI MO YyBCTBUTE/IBHOCTH U TOYHOCTU ONpeAeneHns Kagmus.

PaccuntbiBatoT rpagympoBoyHbIe rpaukn M3MepsemMoro KoMnoHeHTa (kagmuvs) ¢ NOMOLLbIO Nporpam-
MHOro o6ecneyeHuns B KOOpAnHaTax cpeHee 3Ha4yeHe MHTEHCUBHOCTU U3/yYeHNs — KOHUeHTpauus kagmmus
(mxr/cm3. Mr/cm3 nnu %).

5.4 BbImONHEHWE N3MEpEHUA
5.4.1 Pa3snoxeHue maTepuana npo6bl
5.4.1.1 PekomeHayemas Macca HaBecku Npobbl u pa3baBneHne ykasaHsl B Tabnuue 5.

Tabnuua 5

VHTepBan onpeaensieMbix KOHLEeHTpaumii. % PekomeHyemas Macca HaBecku npobbl,
OT1 0.001 go 0.50 0.2
OT10.01 go 1.0 0.1

MpumeuaHue — [laHHble CBEAEHUS HOCAT PEKOMEHAATE IbHbIN XapakTep U MOryT 6biTb U3MEHEHbI B 3aBUCHU-
MOCTM OT uyBCTBUTENbHOCTM MCI cnekTpomeTpa, O4HOPOAHOCTM aHaNU3NpyemMoro Matepuana uT. .
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5.4.1.2 Pa3sfnoxeHune B CTEKNAHHbIX CTakaHax (konbax)

HaBecky npo6bl Maccoli 0T 0.1 fo 0.2 (Tabnuya 5) nomeLatoT B CTakaH UM KOHMYECKYH KONby BMecTu-
MocTbto 250 cm3,cmaumBatoT ot 0,5 g0 1cm3Boasl, npunusatoT oT 1040 15cM3a30THOM KUCNoThl, 3aTeM oT 10
40 15 cM3CoNAHO KACNOTbI, BbIAEPXMBAIOT «Ha X0N104Y» A0 NpekpalleHns 6ypHoi peakumu. MNocne npekpa-
LeHnsa 6ypHoIi peakummn cTakaH (konby) CTaBAT Ha NAUTY ANA AanbHellwero pacTBopeHus. HarpesatoT 4o pac-
TBOpPEHMS HaBecku. 3aTeM BbiNapvBalOT pPacTBOpP MPW YMEPEHHOM HarpeBaHWn [0 B&XHbIX COMei.
MpununealoT 5 cM3 CONMSHON KACNOTbI M BHOBb BbiMaprBalOT pacTBOP 4,0 BAaXHbIX coseli. CTakaH oxnaxgaroT,
npunueatoT 5(10) cM3consHol KncnoThl, pasbasneHHol 1:1 (npu 06beme pasbasneHusa 50 u 100 cm3cooTBe-
TCTBEHHO). 0T 10 0 15 cmM3 BOfbI M HArpeBatoT 0 pacTBOPEHNA CONeN.

5.4.1.3 Pa3fioXeHune B CTEK/I0YINepoHbIX Hallkax

HaBecky Npo6bl MOMeLLLaT B CTEK/I0YT/IEPOAHYH YallKy (TUrenb), CMayuBatoT BOAON, NPUANBAKOT KAC/I0-
Tbl: 0T 10840 15 cm3consiHoii noT 5 Ao 10 cM3a30THOIA. MNocne 3aBepLueHns GYpHOIA peakuuy npunmsarT oT 10
40 20 cM3pTOPMCTOBOAOPOAHON KNCNOTbI U 5 CM3XNOPHOI KNCNOThI MK 5 cM3CepHOI KNCNoTkl, pa3baBnex-
HOI B cOOTHOLWeHUN 1:1.

3aTeM pacTBOp HarpeBalT [0 Pa3/oXeHUs OCHOBHOI Macchl HaBeCKkv NPo6bl M MPOLO/MKAOT Harpesa-
HVe A0 BblAeIeHUNs ryCTbiX NapoB X/I0PHOI (CEPHOI) KNCNOThI. YallKy Uav TUre/IbCHUMal TC NANTbI, 06MbIBAIOT
CTEHKU BOAOV M BHOBb HAarpeBatoT pacTBOP, BbiNapvBas ero ocyxa He nepekanusas. Yalluky oxnaxaaroT, npu-
nuBatoT 10 cM3 coNsAHOM KUCNOThI, padbasnieHHol B cooTHoweHnn 1:1, ot 30 Ao 40 cM3 BoAbl, HarpeBatwT 40
pacTBOpPeEHUS coNneil.

5.4.1.4 PacTBOp, NONYYEHHbI! N0 OAHOMY M3 NEPEYNCIEHHbIX Bbille CNOCO60B, NepenMBalnT B MEPHYIO
Kon6y BMecTumocTbio 100 cM3, oxnaxgatoT, 4ONMBAIOT BOAON A0 METKM U NepeMeLlnBatoT.

Ecnu B mMepHoIi konbe npucyTCTBYeT HepPacTBOPUMBIA OCafiok, TO Aal0T eMy OTCTOSATbCA WUAW pacTBop
mNbTPYIOT B CyX0ii cTakaH (konby), otbpackiBas nepsble nopuun ounbTpaTta.

JonyckaeTcst ncnonb3oBaHue APYrMx COOTHOLEHW I 06 beMOB a30THOM, CONMAHON 1 (DTOPUCTOBOAOPOL-
HOM KncnoT, o6ecneymBaloLmx NOSIHOE NepeBefeHne aHannTa B CONAHOKMCbIA pacTBop.

5.4.1.5 Pasnoxenue B cucteme HotBlock

B nonuatuneHoByto nam TecpioHOBY0 Npo6bupky cuctemsl HotBlock nomelyaioT HaBecky Npo6bl Maccoi
010.1 £00.2 r(Tabnuya 5). CmauusatoT o1 0,5 A0 1cM3BOAbI, NPUINBAIOT KUCNOTbI: 2 CM3a30THOW. 8 cM3cons-
HOM n0TO,5 10 1cM3(PTOPMCTOBOAOPOAHON. BbligepXnBaloT «Ha Xono4e» A0 NpekpaLeHns 6ypHoli peakuum.

3arem 3aKpbIBAKT KPbILLIKOV U BbINOMHAIOT NEPBYI0 CTaANI0 Pas3noXeHns: ycTaHaBAnBaT NPo6upkn B
sayvelikn HotBlock. 3apatoT Temnepatypy 95 BC 1 BbiAEpPXMBAOT Npu 3Tol TemnepaType oT 45 fo0 60 MnH o pac-
TBOPEHUA HABECKMU.

Mo okoHYaHMKU NepBoOi CTaaMn NPOBUPKY C PACTBOPOM BbIHUMAIOT U3 AYENKN CUCTEMbI Pa3fioXeHns un
oxnaxgaalT Ao Temnepatypbl He MeHee 50 BC. OTKpbIBAIOT KPbILLKY M npuanBatoT 10 cm3pacTBopa 60pHOWA Knc-
NnoTbl. KpblLLKYy BHOBb 3aKpbIBAOT U BblAEPXMBAIOT pacTBop B sveiike HotBlock ot 20 0 30 MuH. 3aTem npo6up-
KV BbIHUMAIOT U3 fUeek, OXNaxaatoT 40 KOMHATHOW TemnepaTypbl, npunmeatoT oT 15 40 20 cm3 BOAbl U 3aTEM
nepesvBalT B MEPHYH KO0y BMecTuMocTbio 50 unu 100 cm3 (Tabnuua 5). fonuBaloT BOAOR A0 METKU U
nepemeLunBaoT.

Ecnu B MepHoOIi kKonbe npucyTcTBYeT HEepacTBOPMMbI/A OCafoK, TO Aal0T eMy OTCTOSITbCA MW PacTBOp
hUNbTPYIOT B CyXOli cTakaH (Kosby), oTbpackiBas nepsble nopuuun puibTpaTa.

5.4.1.6 [ns BHeceHus NonpasKu Ha MAcCOBYIO [0/110 KAAMUA B peakTBax Yepes Bce cTaAuu aHanusa
NPOBOASIT XO/10CTOM OMbIT.

5.4.2 BbINOHEHNE U3MEPEeHUii MPOBOASAT B COOTBETCTBUU C MHCTPYKLUMEN MO 3KCnayaTauuym cnekTpo-
meTpa.

5.4.3 BbINONHAIOT ABa NapasinesibHbIX U3MEPEHUS.

5.4.4 W3mepeHue cnefyeTt HauMHaTb No ncteveHun ot 20 4o 30 MUH nMocne 3axuraHua naasmbl 4is cta-
6unm3aLnm ycnoBuin uU3MepeHuii.

5.5 O6paboTka pe3ynbTaToB N3MEpPEHUi

5.5.1 O6paboTky U XpaHeHne pe3ybTaToB U3MEPEHU A MacCoBO KOHLIEHTpaL MM KagMusa B npobe npo-
BOAAT C MCNOJ/Ib30BaHNEM NPOrpamMmmMHOro obecneyeHns, BXOASLLEro B KOMNAEKT CNeKTpoMeTpa.

55.1.1 Ecnu pesynbtat ©3amepeHuii aHann3npyemoro pacteopa BblAaeTcsa nporpaMMHbIM o6ecneyeHm-

€M B BUAE MaCCOBOI KOHLEHTpaumu kagmus (MKr/cm3), To MACCOBY!O 0110 ONpeaensieMoro kaagmusi Bnpobe, X.
%, BbIYUCNSAOT M0 hopMy e

X-_AV _ (3)
T 10000
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rae A — maccoBas KOHLeHTpauus kagmusa Bnpobe, NoslyyeHHas no rpafynpoBoyHoMy rpadpmky, Mkr/cm3cyye-
TOM Be/INYMHbI XO/10CTOrO0 OMNbITA,
V — o6bem pacteopa, cM3;
T — mMacca HaBecku npobsl, T.
5.5.1.2 MaccoByt f0/10 kKagMusa X, (Npy 4ONONHUTENBHOM pa3basneHun), %. BbIYUCAAT No hopmyne

X - *Wi @)
1 mVv210000'

rae A — maccoBas KOHLeHTpaumsa kagmus Bnpobe, nonyvyeHHas no rpagynpoBovyHomy rpadumky, mkr/cm3cyme-
TOM BE/IMYUHBI XO/I0CTOrO OMbITa,;
VV — 06bem pacTtBopa, CM3;
V, — KOHeYHbli 06beM aHanM3npyemoro pactsopa, cM3;
T — Macca HaBecku npoobel, T;
V2 — 06beM annkBOTbI pacTeopa, CM3.
PesynbTaThl UsMepeHuii NnpeacTaBnsatoT B Buge X + [ (npy goBepuTtensHoli BeposiTHocTh P =0.95),
roe X — pesynbTart usmepeHuii. %;
» l— xapakTepucTuka NorpeLLIHocT nsMepeHuii, %.

5.5.2 3apesynbTart M3MepeHuii NPUHUMalOT cpegHee apudMeTUYeckoe 3HaveHne 4ByxX napaniesbHbiX
onpeaeneHnii npy ycnosun, 4To abcontoTHas pasHoCTb MEXAY HUMW B YC/TOBUSAX NOBTOPSEMOCTHW He NpeBbIla-
eT 3HayeHwii (Npn gosepuTenbHOl BepossTHOCTM P = 0,95) npefena NOBTOPAEMOCTU r, NPUBEAEHHbIX B
Tabnuue 1.

Ecnun pacxoxaeHne mexay pesynbTatamv napannenbHbix onpegeneHunii npeBbillaeT 3HaveHne npege-
na NoBTOPSEMOCTHU, BbINOHAIOT NpoueAypbl, n3noxeHHoie B FOCT P MCO 5725-6—2002 (nyHkT 5.2.2.1).

5.5.3 PacxoxpgeHus mexagy pesynbTatamu u3MepeHuii, NoNyYeHHbIMK B ABYX nabopaTopusx, He f0/1-
XHbl NPeBbILLATL 3HaYeHWIi Npegena BOCNPOM3BOAMMOCTY, NpUBEAEHHbIX BTabuue 1. BaTom ciyyae 3a OKOH-
YyaTesibHbIli pe3ynbTaT MOXET ObiTb NPUHATO UX cpefHee apudMeTnyeckoe 3HaveHue. Mpu HeBbINOHEHUN
3TOr0 YC/0BUSA MOTYT OblTb WCMOMb30BaHbl Mpoueaypbl, u3noxeHHole B FTOCT P NCO 5725-6—2002
(NyHKT 5.3.3).
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