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TOMCKUHY NONUTEXHWYECKUA YHUBEPCUTET
BHEAPEHYECKAA HAYYHO-NPOWU3BOACTBEHHAA ®UPMA “HOMX"
AKKPEOUTOBAHHAA METPONOMYECKASA CIYXXEA TNY
(atTrecrtar o6 akkpeauTaunm Ne POCC RU 01.00143-03 ot 24.12.01)
CBUWAETENLCTBO OB ATTECTALIMKA MBU

Ne 08-47/153
(B3ameH 08-47/096)
MeTognuka BbINOMHEHWA M3MEPEHWA Maccosoli KOHUEHTpauuK cepebpa meToaoM

NOTEHLIMOMETPUYECKOTO TUTPOBAHUA, pa3apaBoTaHHas B TOMCKOM MOSIMTEXHUIECKOM YHU-
sepcutete U OO0 «BHM & «KOMX» 1 pernameqTuposaHHas B MY 08-47/153 (no peectpy
aKKpeLMTOBaHHOW MEeTponorMHeckol cryxGbl TOMCKOro NONUTEXHUYECKOrS YHMBepcuTe-

Ta)

Yrii AKTUBHbBIE
(KAMEHHBIE, [JPEBECHbBIE, UMITPErHUPOBAHHBIE CEPEBPOM,).
MOTEHUNOMETPUYECKUIA METOL U3MEPEHWSI MACCOBOU

KOHUEHTPAUWW CEPEBPA
aTTecToBaHa B cooTeeTcTBuM ¢ FTOCT P 8.563 (FOCT 8.010).

ATTecTauus oCyLLECTBNEHA NO pe3yNbTaTaM TEoCPeTUUECKOro U IKCNepUMEHTanLHOro
ucenegosaHua MBU.
B pesynbTaTte attectauvm MBW ycraHoeneHo, uro aaHHaa MBW cootsetcteyer
NpenLABNSAEMbIM K HEell meTponommdeckum TpebosaHusm W obnagaer cnegyiolumm oc-
HOBHBIMK METPONOrMHECKUMU XapaKTePUCTUKaMMU:

1 Onana3oHbl U3MEpeHUit, OTHOCUTENbHLIE 3HA4YEHUA NoKasaTenei TOYHOCTU, NoBTOpRe-
MOCTH W BOCTIPOU3BOSVMOCTU METOAUKK NpY AOBEpUTENbHOMA BeposiTHocT P=0,95
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1 HASBHAYEHUE U OBJIACTb NNPUMEHEHUA

Hactoawmii gokymeHt (MY 08-47/153) ycTaHaBnvBaeT METOAUKY
BbIMOSIHEHUS U3MEPEHNA MacCOBOW KOHUEeHTpauuun cepebpa npwu aHanuse
npo® aKTUBHBIX Yrnen, UMNPErHNPOBaHHBLIX cepebpomM Ha OCHOBE ApPEeBECHO-
ro (BAY-A no NOCT 6217) unu kameHHoro yrnei (Ar-3 no FOCT 20404),
NPUMEHSIEMbIX NPU WCMOMb30BAHUN ObITOBBIX (OUMNBLTPOB  ANsl OUUCTKU W
obes3apaxuBaHus BOA, a TaKKe KaTanu3aTopoB OpraHN4Yeckoro CUHTesa.

MeToauka ycTtaHaBnmuBaeT NopsAoK onpeaeneHus MaccoBOW KOHLEH-
Tpauuwn cepebpa B npoGax yrnen mMeToaoM NOTEHUMOMETPUYECKOr0 TUTPO-
BaHus B auanasoHe ot 150 go 1000 mr/kr.

Melwwatowlee BnusHNe BelecTB MaTpuubl Npobbl HA onpepeneHue ce-
pebpa ycTpaHsaeTca B npouecce npo6onoaroToBKY.

2 HOPMATUBHBIE CCbIIIKH

B HacTosiler meToauKke WMCMoNb3oBaHbl CCbIIKM Ha cnejylolme craH-
[apTbl:

FOCT P 8.563-96 MeToaMKu BbINONHEHWSI USMEPEHWIA

FOCT 12.1.004-91 Cuctema ctaHaapToB GesonacHocTu Tpyaa. Moxap-
Has 6e3onacHocTb. Obwwe TpeboBaHus

FOCT 12.1.019-79 Cwuctema cTaHgapToB GesonacHocT Tpyga. Onek-
TpobesonacHocTb. ObLme TpeGoBaHUA M HOMEHKNaTypa BUAOB 3aLUUTbI

FOCT 12.4.009-83 Cuctema ctaHgapTos 6esonacHoctu Tpyaa. Moxap-
Has TeXHWKa Ans 3awmTbl o6bekToB. OcHOBHbIE BUALI. PasmelleHve n obeny-
XKvBaHue

FOCT 1277-75 PeaktuBbl. Cepebpo asoTHOKUCOE. TEXHNYECKME YCIOBUS

FOCT 1770-74 Tlocyna mepHas nabopartopHas creknsHHas. Liunueapsl,
MEH3YPKU, KonbBbl, NPobupku. TeXHUYECKME yCnoBus

FOCT 2156-76 PeakTviBbl. HaTpuia ABYYrneKkMCrbIA. TEXHUYECKME YCrioBUs

FOCT 3584-53 Cura monekynsipHble. TexHu4eckue ycrosus

FOCT 4212-76 PeaktvBbl. MeToabl NPpUroTOBNEHUA PAcTBOPOB ANS KO-
JIOPUMETPUUECKOTO U HeheSTIOMETPUYECKOro aHan1sa

FOCT 4217-77 PeaktuiBbl. Kanuii asoTHOKUCTbIA. TexHnYeckue ycnosus

FOCT 4232-74 PeaktuiBbl. Kanui noamcTbi. TexHu4eckue ycrosus

FOCT 4461-77 PeaktuBbl. Kucnota asoTHas. TexHudeckue ycnosus

FOCT 6217-74 Yrosb aKTUBHbIA ApeBeCHbld ApoGreHblii BAY. TexHu-
yeckvie ycrnosus

FOCT 6709-72 Bopa guctunnupoBaHHas. TexHn4eckne ycroBusi



FOCT 9736-91 T[pubBopbl anekTpuyeckue npsamoro npeobpasoBaHna 4ns
M3MEPEHUs He3MNeKTPUYEeCKUX BenuumH. ObLuue TexHnyeckne TpebosaHus 1
METO/b! UCMbITaHUIA

OCT 10484-78 PeaktuBbl. Kucnota dropuctoBogopogHas. TexHuue-
CKue ycrnosus

FOCT 10652-73 Peaktusbl. Conb guHaTpuesas dtuneHanammH—N, N,
N°,N" —=TeTpayKCyCcHOI KncnoTsbl 2—BoAHas (TpunoH B). TexHudeckue yenosus

FOCT 10742-78 O160p npob yrrei. TeXxHUYeckue ycrnosums

FOCT 11125-84 Peaktuebl. Kvcrnota azoTHast ocoboit YncTtotbl. TexHu-
Yeckue ycroBus

FOCT 12026-76 bBymara cunsTpoBanbHas nabopatopHas. TexHuue-
CKuie ycrosust

FOCT 14919-83 SnekTponnuTbl, SNEKTPONAUTKA U XapouHble 3MeKTpoLL-
Kadbl 6biToBblE. OBLUME TEXHUYECKUE YCITOBUS

[OCT 15150-69 MaLlumnHbl, Npubopbl U ApyrMe TEeXHUYECKUE WU3LENUs.
WcrnionHeHus Ansi pasnuuHbIX KNMMatuyeckux panoHos. Kareropuw, ycrnosus
aKCrryaTaumm, XpaHeHns U TPaHCMOPTUPOBaHUA B YacTU BO3AECTBUS KrMma-
TUYECKUX (PaKTOPOB BHELLHEN Cpeabl

[OCT 17792-72 JnekTpon cpaBHEeHUsI XnopuacepebpsiHbIA HacbILEH-
HblA 06pa3LoBbIf 2-ro paspsaga

[OCT 19908-90 Turnu, YallKuK, CTakaHbl, KOmnbbl, BOPOHKU, NPoBUpKM K
HaKOHEeYHVKM 13 npospayHoro keapueeoro ctekna. Obwme TexHUYeckue ycro-
BUA

[OCT 20464-75 Yronb akTUBHbIA rpaHynupoBaHHbii Al-3. TexHudeckue
ycroBusi

[OCT 20490-75 PeaktvBbl. KanuiA MapraHUOBOKUCTIbIA. TexHudeckue
yCnoBust

FOCT 21400-75 Crtekno xumuko-naGopatopHoe. TexHuueckue Tpebo-
BaHuA. MeToabl UCNbITaHUA

FOCT 24104-2001 Becbl nabopatopHble. ObLyue TEXHUYECKME YCNoBUA

OCT 25336-82 T[Mocyna v oGopyaoBaHue naGopaTopHble CTEKMAHHbIE.
Twnbl, OCHOBHbIE NapamMeTpbl 1 pasmepbl

FOCT 28165-89 T[Mpubopbl 1 annapatsl nabopaTopHble U3 cTekna. Ak-
BagucTunnATopbl. cnapurenn. YcTaHoBKU pekTudukaumonHslie. Obwme Tex-
Hu4eckune TpebosaHus

FOCT 29225-91 (MCO 1775-75) Tocyna n obopynosaHue dapdopo-
Bble nabopaTtopHble. O6Wwue TpeboBaHUA U METOAbI UCMbITAHWUIA

FOCT 2922791 (MCO 835-1-81) lNocyna nabopaTtopHas CTeKNsAHHAs.
MuneTkn rpapynpoBaxHbie. YacTb 1. Obwue TpebosaHus

FOCT 29228-91 (MCO 835-2-81) lNocyaa naGopaTopHas CTeKMsHHas.
MuneTkn rpapgyvpoBaHHble. YacTb 2. MuneTkn rpagymposaHHble 6e3 ycTaHoB-
8



NEeHHOro BpEMEHU OXUAAHNSA

MOCT P 8.563-96 lNocyaapcteeHHas cuctema obecneveHus eauHCTBa
namepeHnin. MeToauKM BbIMOMHEHUA U3MEpPeHUiA

FOCT P 51301-99 lMpoaykTbl NULEBbIE U NPOAOBOSILCTBEHHOE ChIpbe.
MHBEpPCNOHHO-BONbTaMNEpPOMETPUYECKNE METOAB! OMpefeneHna coaepXaHus
TOKCUYHBIX SNIEMEHTOB (Kagmus, CBUHLA, Mean U LUHKA).

FOCT P NCO 5725-1-2002 To4YHOCTb  (NPaBUMbHOCTE M MPELM3NOH-
HOCTb) METOAOB U pe3ynbTaToB UsMepeHuii. YacTte 1. OCHOBHbIE MOSIOXEHUS U
onpeaeneHus

FOCT P NCO 5725-6-2002 TouvHOCTe (NpaBUMBLHOCTL U MPELM3NOH-
HOCTb) METOAOB W PE3ynbTaTOB M3MEpeHuin. Yacte 6. Mcnonb3oBaHue sHave-
HUIA TOUHOCTY Ha NpaKTuKe

3 CYIHOCTb METOOUKH

MeToauka aHanusa ocHoBaHa Ha MPOBEAEHUM MOTEHLMOMETPUYECKOTO
TUTPOBaHNS MOAFOTOBIEHHOrO pacTeopa npobebl pabGounM pacTBOpoM voavaa
Kanus (pUCyHoK 1).

CyLwHOCTb MeToAa MOTEHUMOMETPUYECKOTO TUTPOBaHMA 3aKIIOMaETCa B
M3MEPEHNN MoTeHUMana NHBMKaTopHOro cepebpsiHoro anekTpoaa (M3MepeHHo-
ro OTHOCWUTESBHO 3NEKTPoAa CPaBHEHNSA) B NpoLiecce TUTPOBAHUS uccneayemo-
ro pacTeopa peareHToM, 6bICTPO BCTYNaloLWMM B HEOBpaTUMYIO peakLuio ¢ on-
peaenaemMbiM BELECTBOM. TOYKa 3KBUBaANEHTHOCTU onpedenseTca No pe3komy
N3MEHEHUIO NoTeHLMana B NPoLecce TUTPOBAHUSA.

O6paboTka npo6st
ToMoreHu3anus u Basarue 1 oran: HNO ; 10 wac
. 2 stram: HNOs +H202; 510 C
oT60p NPOGE HaBECKU

3 sran: HF; 510 C
4 oram: HNOs ; 120 C

PactBopenue
ocaznka B HNOs3
M KHIITYEHHE

W3mepenus npu Pacuer

aHaJIM3e MpookI KOHIEHTPALHH

Pucyrok 1. OcHogHble amanbi aHanuaa npob yensi Ha codepxaHue cepebpa



4 NMPUTTNCAHHBIE XAPAKTEPUCTUKU NOIPELLIHOCTH
N3MEPEHWN U EE COCTABJIAOLNX

4.1 MeTogmka BbIMNOMHEHUS U3MEPEHMUII MACCOBbIX KOHLUEHTpaLuii
cepebpa B npobax yrner MeToAOM NOTEHLMOMETPUYECKOTO TUTPOBaHUA
obecneyrBaeT MNonyYeHue pesynbTaToB U3MEPEHMWIA C NOTPELUHOCTBIO, He
npeBblLLaoLLEN 3HaYEHNA, NPYBEAEHHBIX B Tabnuue 1.

Tabnuua 1 — [InanasoHbl N3MepeHui, OTHOCUTENbHbIE 3HAYEeHUs noKasaTte-
Iel TOYHOCTN, NOBTOPSAEMOCTN 1N BOCMPOU3BOAMMOCTA METOAUKN NpU fOBeE-

putenbHon BeposaTHocTN P=0,95

MNokasatenb | MokasaTensb Mokasa-
nosTopsie- BOCNPOM3- Tenb Tou-
MOCTU BOAMMOCTY Py

(cpenHekBsan- (cpeaHe- (rpaHnLb), B
AvanasoH onpepne- pat4eckoe KBaApatye- |\ oronyix Ha-

OnemeHT | nsiemblX KOHLEHTpa- OTKIIOHEHVIE CKOe OTKIOHE- f—

Ui, mr/kr NOBTOPSIEMO- | HWe BOCTIpOu3- nomeLw-

c), BOAMMOCTI), HOCT ME-

o, (8) % | i8] | Tomen

OT 150 go 1000
Cepebpo BKIIOY. 2 3 13

4.2 3HayeHns nokasaTens TOMHOCTI METOANKM UCNONb3YHOT Mpu:
- oueHKe JesTenbHOCTU naBGopaTopuii Ha KaYecTBO NPOBEAEHUS UC-

MbITAHWIA;

- OLEHKE BO3MOXHOCTW WCMOJSIb30BaHWA Pe3ynbTaToB W3MEpPEeHWi
npu peanu3auunm METOAMKWN BbINOHEHUSI USMEPEHWI B KOHKPEeTHOW nabopa-

TopUM.

5 TPEGOBAHMS BE3OIMACHOCTU, OXPAHbI OKPY)XXAFOLUEN

CPELbI IMPU BbIMNOJTHEHUA U3MEPEHWUMA

5.1 Ycnoeus 6e3onacHo20 nposedeHusi pabom

5.1.1 K paboTe ¢ pH-meTpom nnv MOHOMEPOM, HarpeBaTerbHbIMU Mpu-
BopaMn 1 XMMUYECKAMU peaKTUBaMU SOMYCKAIOT NepcoHarn, U3y4MBLLWA NHCT-
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pyKUMIO Mo aKkcnnyataummn npubopa, npasuna pabotbl ¢ XUMUYECKMU PeaKkTu-
BaMM 1 XMMUYECKOM NOCYA0N.

5.1.2 Mpwbop n Mewanka B nNpoLecce 3KcnnyaraumMn AospkHbl ObiTb Ha-
AEXHO 3a3eMrieHbl.

5.1.3 Tpu BLINONHEHUU aHANUTUYECKUX U3MepeHuin cobrniogatoT Tpe-
6oBaHusa TexHuku 6esonacHoOCTy Npu paboTe ¢ XUMUYECKUMYN PeaKTUBAMM Mo
FOCT 12.4.019.

5.1.4 OnekTpobe3onacHocTb Npu paboTe ¢ 3nNeKTpoycTaHOBKaMM - No
roCT 12.1.019.

5.1.5 MNomeleHvie nabopaTopun AOMKHO COOTBETCTBOBaThb Tpebosa-
HuaM noxapHon 6esonacHocTy no NOCT 12.1.004 n nmeTb cpeacTaa noxa-
poTywenus no FOCT 12.4.009.

5.2 TpeboeaHus K Keanugukayuu ornepamopoe

BuinonHeHue M3MepeHWi NPOU3BOAATCA NaGopaHTOM WM XUMUKOM-
aHanUTVKOM, BFIAACIOLMM TEXHUKON NOTEHLMOMETPUYECKOrO aHanmsa u
U3YYMBLUMM UHCTPYKLMIO MO 3KCMITyaTauumn UCronb3yemoi annaparypsl.

6 OTEOP U XPAHEHHUE ITPOB

MeTop, ot6opa n xpaHeHusi Npo6 yrnsi ykasaH B HOPMAaTUBHOW JOKYMEH-
Tauuu ANs AaHHOro Tuna aHanusupyemoro yrna (FOCT 10742).

AHanuTuyeckyio npoby nony4yaloT pacTupaHueM UCXOAHOW cpeaHen na-
BopatopHoii npobel B hapopoBoi CTYMKE U NPOCEMBaAHNEM YEPE3 cUTa C pas-
mepom rop 0,2 mm. MpocesiHHyio NpoBy 5 — 10 r XpaHAT B repMETUYHO 3aKpbl-
TbIX MakeTax Wy B akcukatopax. [na aHanusa GepyTt Hasecku 0,05 — 0,101
npocesHHon npobbl, B3BELUEHHOW HA aHaNUTUYECKUX BECax C TOYHOCTBIO A0
0,0002T.

Wcnonb3ytoT ABe NapannenbHbIX U OAHY pe3epBHYIo Npobbl.

7 CPELJCTBA USMEPEHMWA, BCTIOMOIrATE/IbHOE
OBOPY/[JOBAHMUE, NOCYLA, PEAKTUBbBI U MATEPUAJIbI

7.1 Cpedcmea usmepeHuli u ecriomozamersibHoe obopydoeaHue

7.1.1 BbicokoOMHbIVi pH-MeTp-MunnueonsTMeTp Tuna pH-340, nnu pH-
121, unw gpyroi mogenu, unun noHomep MN-130 (U-120, U-115), nnu yHusep-
calbHbili OHOMEp OB-74.
7.1.2 ViHanKaTopHbIN - cepebpsiHbli anekTpos (no 9.3.1).
7.1.3 OnekTpopg cpaBHeHUs - xropcepebpsaHbli anekTpos IBI-1M3 unu
apyron nopobHoro Tuna o NOCT 17792-72.
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7.1.4 Becbl nabopatopHbie no FOCT 24104.

7.1.5 [o3zatopbl NuneToYHble emkocTsto 0,01 —1,00 oM’ (10 — 1000 mkn)
TMna M1 nnu gpyroro Tvna.

7.1.6 MarHuTHaa mewanka tuna MM4 (Monblwa) unu gpyras nogo6Horo
TMNA, CTepXXeHb MarHUTHON MeLLarnku.

7.1.7 TInuTka anekTpuyeckas ¢ 3akpbiTon cnvpanbio no MOCT 2214919
Vnv Apyrmx Mapok.

7.1.8 MydenbHas neys Tuna MM - 8 unn MP -64 -02 15 no FOCT 9736;

- UNN 3neKkTponeyb CONpOTUMBREHUst kamepHas nabopaTopHas, obecne-
yMBaloLlan nogaepxaHne 3agaHHOro TemreparypHoro pexuma ot 150 °C no
600 °C ¢ norpelLHocTbIo + 25 °C;

- 1K1 KOMNneKke npobonoaroToBky “Temoc-kcnpece” ¢ AvanasoHoMm pa-
Bounx Temnepatyp ot 50 °C pgo 650 °Cc NOrPeLUHOCTLI0 u3MepeHun +15 °c
(nasrotosurtens OO0 “UTM”, r.Tomck).

7.1.9 Annapart ana guctunnauum sogbl AC[-4 no MOCT 15150 wnm [1].

7.1.10 Wnnubl TUrenbHele no [2].

7.1.11 CTeKMsHHbIN NEeKTPONUTUYECKAA MOCTUK.

7.1.12Crynku dpapcpoposble no MOCT 29225.

7.1.13 Cuta MonekynspHble no FOCT 3584.

7.2 Mocyda

7.21 TuneTkn mMepHble rabopaTopHble CTeKMsHHbIE 2-T0  Kracca
TOUHOCTY BMecTUMOcCTbIo 0,50; 1,00; 2,00; 5,00; 10,0 cm® no MOCT 29227.

7.2.2 Mocyna wn obopyaosaHue nabopaTopHble CTEKMAHHBIE MO
FOCT 25336 unu nocypa MepHas nabopaTopHas CTEKNAHHAs 2-To Kracca Touy-
HocTM Mo MOCT 1770: KonBGbl HAaNMVBHBIE BMECTUMOCTbIO 25,0; 50,0; 100,0 cm®;
LMNYHAPBLI BMECTMMOCTbIo 10,0 oM’

7.2.3 TnaTWHOBbIE CTAKAHUMKA BMECTUMOCTbIO 20 - 30 cM’.

7.2.4 KBapueBble CTakaH4uMkyM BmecTUMocTbio 20 - 25 cM® no
FTOCT 19908.

7.2.5 Manouku cteknsiHHble no TOCT 21400.

7.2.6 COOpHUK ANns crivBa pacTBOPOB cornen cepebpa.

7.2.7 Oxkcukatop no MOCT 25336.

7.3 Peakmuebl u Mamepuarnbli

7.3.1 [ocynapcTBeHHble cTaHAapTHble 06pasubl cocTaBa pacTBOPOB WO-
HOB cepebpa ¢ norpelHocThio He Bonee 1,0 % oTH. npu P = 0,95. KoHueHTpa-
LMst 3neMeHTa B CTaHAapTHOM obpasue AomkHa Bbime He MeHee 0,100 r/am’.
Hanpumep, TCO 3397-86 - pactsop cepebpa ¢ KoHLeHTpauueir 0,100 r/om®
(100 mrigm®).
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7.3.2 Cepebpo asotHokucrnioe no NOCT 1277 (npw otcyteteum [CO no
7.3.1).

7.3.3 KucnoTa asoTHasi KoHUeHTpupoBaHHasa no FOCT 11125 oc.4 unu
no MOCT 4461 x.um.

7.3.4 Kucniota dropuctosogopoaHast no FOCT 10484 x.u.

7.3.5 Karmi inogucTeii no [3] unm FOCT 4232 x.u.

7.3.6 Tpunon B no FOCT 10652 x.u vnm [4].

7.3.7 Mepoxeng sopopoga no FOCT 10929 x.u.

7.3.8 Karmin asotHokucnbii no FOCT 4217 x.u.

7.3.9 Karmin xnopmcTbiii no [5].

7.3.10 Boga no [6] wm aucTunnuposaHHas no FOCT 6709, neperHaH-
Has B NPUCYTCTBUM CepHoW kucnoTel (0,5 oM’ KOHLEHTPUPOBaHHON CEpHOM Ku-
CnoTbl Ha 1 JJ,M3 OVICTUINMPOBAHHON BOAbI) U Kanusa MapraHueBo-Kmucnoro (3 oM’
3%-Horo pacTeopa).

7.3.11 Kanun mapraHuosokucnblii no FOCT 20490.

7.3.12 Hatpwuii gByyrnekucnbiii (coga nuwesas) no FOCT 2156.

7.3.13 Bbymara wHaukaTopHas yHusepcanbHas (pH 1 - 10) Tuna [7].

7.3.14 Bywara cdunbTposaneHas no FOCT 12026 nrm cdunbtpel 06e330-
NEHHbIe (CUHAS NeHTA).

8 YCJ10BUS1 BbIMNOJTHEHUS1 UBMEPEHUNA

N3mepeHns npoBoasaT B HOpMarbHbIX NabopaTopHLIX YCNOBUSIX:
« TemnepaTypa okpyxaioLero sosgyxa (25 10) °C;

+ ATMoccpepHoe aaBneHue (97 = 10) kMa;
¢ OTHocuTenNbHasa BNaXHOCTb (65 + 15) %;

e YacToTa nepemeHHOro Toka (50£5) INy;

e Hanpsikenue B cetu (220t 10) B.

9 [TOArOTOBKA K BbIOJIHEHWIO U3MEPEHUNA

9.1 INod2omoeka npubopoe K pabome

MoparoTtoBky 1 npoBepky pH-MeTpa, a Takke HarpesaTerbHbIX nNpudopos
NPOV3BOANAT B COOTBETCTBUW C MHCTPYKLIMEIA NO 3KCMnyaTaLmn U TEXHUYECKOMY
OnucaHuio CooTBETCTBYIOLLEro npubopa.
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9.2 [loGzomoeka nabopamopHoli nocyobl

HoBble nnaTuHoBblE W KBapLEBble CTakaH4YMKW NMPOMbIBAIOT PACTBOPOM
HaTpVs ABYYINEKNCIOro, a30THOW KMCMOTOM (1:1) M MHOTOKPaTHO OMnonackusatoT
dnaucTunnpoBaHHo BOAON.

Mocre WCNonb3oBaHUA CTakaH4YMkM NPOMbIBAOT GMANCTUNNMPOBAHHOWM
BOAOW, MpoTupatoT hnnbTpoM. [NaTMHOBLIE U KBAapLIEBbIE CTaKaHUMKA XPaHAT
3aKPbITbIMU KanbKow unn B SKCUKaTope B CyxOomMm BUAE.

9.3 lMpuzomoeneHue UHOUKaMOPHO20 371eKMmpo0da U ariekmpoda cpasHe-
Hust

9.3.1 NoaroToBKa MHOANKATOPHOIO cepebpsHoro anekTpoaa

NHankaTopHbIN cepebpsHbIA anekTpoa npeactasnset coboi droponna-
CTOBbIiA CTEPXKEHD C 3aNpPeccoBaHHOl cepebpsHON NpoBoriokon AnameTtpom 0,8
MM U ANWHOW 5 - 7 MM, nriowwajb NoBEpPXHOCTU cocTasrisieT okorno 0,2 cm? (no-
CTaBnseTcs noTpebuTtento B roToBOM Buae). [Ans noAroToBKW arekTpoaa K pa-
BoTe 3aumnLLaloT NOBEPXHOCTL cepebpa 1 ononackuealoT GuANCTUNNNPOBAHHOM
BoAoN. [oBepxHOCTb cepebpa 3auvLLAOT SIE3BUEM FETKM HaDKUMOM nepej
KaxkaplM M3mepeHuem ans obHOBNEHNs NOBepPXHOCTU cepebpa.

9.3.2 MNopgroToBka k paboTe aneKkTpoaa CpaBHEHUA.

XnopcepebpaHblin anektpog, Turna SBJ1-1M3 unu apyron 3anosfHSIOT Ha-
CbILLEHHBIM PACTBOPOM Karivsi XJIOPUCTOTO U XPAHSAT B COOTBETCTBUN C UHCTPYK-
uvei. JonycTmo npuMeHeHve xriopcepebpsiHoro anektpoga no MOCT P
51301, ¢ ucnornb3oBaHMeM O4HOMOSISPHOIO pacTBopa Kanus XopucToro.

[ns yCTpaHEHWs! BNUSIHWS XIOPWA-MIOHOB VUCCIIEAyeMblli pacTBOp OTAe-
NAT OT 3MeKTpoAa CPaBHEHWS MOCTUKOM (JIEKTPOSIUTUYECKUA MOCTUK), 3a-
MOJSIHEHHBIM OAHOMONSPHBIM PACTBOPOM Kanus a30THOKUCIIONO.

9.3.3 CTeKNAHHbIA 3NEKTPOSIUTUYECKNIA MOCTUK

OneKTPONUTUYECKUIA MOCTUK NpeacTaBnseT cobol M-06pasHyto cTeknsiH-
HYI0 TPYOKY, KOTOPYIO NOMHOCTbIO 3aMOSIHAIOT OAHOMONAPHBIM PACTBOPOM Kanus
A30THOKMCIOro. KoHLbI MOCTVKa 3aTbIKaloT NPobkoi U3 hunbTpoBansHon Gyma-
. OauH KOHeL, 3NeKTPONUTMYECKOro MOCTUKA OMYyCKaloT B Uccneayembliin pac-
TBOpP, @ APYroi KOHeL, - B CTakaH4MK C pacTBOPOM Kanus XropucToro, Kyaa no-
MELLAIOT N 3EKTPOL, CPaBHEHUS.

Mocne paboTbl TOT KOHEL, MOCTUKA, KOTOPbI Gbin OMNyLUEH B PacTBOpP Ka-
A XNOPUCTOro, ONycKalT B CTaKaHYMK C pacTBOPOM Kanusi XSIOpUCToro, a apy-
roi KoHeL, MOCTUKa ONyCKaloT B CTaKaHYUK C PpacTBOPOM Kanust asoTHOKUCIOro.
PacTBopbl B CTakaHuMKax MEHSAIOT OAVH pa3 B HEAEro.
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9.4 lMpuzomoeneHue pacmeopoe

9.4.1 OcHOBHbIM pacTBOpom cepebpa siBnsieTcs:

- FOCYAAapCTBEHHBIV CTaHAAPTHBIM obpasey (TCO) coctaBa pacTBOpoB
NoHOB cepebpa C aTTecToBaHHbIM 3Ha4YeHWem KoHLeHTpaumu 100,0 mr/om°
(9,26-10" monb/om®).

PekomeHayeTcs ncnonb3oBaTb UHCTPYKUMEC Mo npumeHeHuio ICO.

- npu otcytcTeum FCO pacteopa cepebpa, a Taike npu nposeaeHn ce-
PWiAHBbIX aHanm3a Npo6 BO3MOXHO MPUrOTOBIIEHNE BOAHBIX PACTBOPOB MOHOB
cepebpa ¢ KoHUeHTpauvel 100 0 mr/am’ U3 BOAHOTO pacTeopa MoHOB cepebpa
KoHUeHTpauven 1000 mr/gm’ cepebpa a30THOKV|cnoro (cornacHo FOCT 4212):

[na 37010 B KONGY BMECTUMOCTLIO 25 CM° BHOCST 2,5 cM’ pactBopa ce-
pebpa asoTHOKUCIOro KoHUeHTpauum 1000 Mr/,uM ¥ AOBOAAT PacTBOp A0 METKU
GuanCTUNNMPOBaHHOW BOAOK. PacTBopbl coneii cepebpa XpaHsT B CKIIsiHKax U3
TEMHOro cTekra Bo usbexaHve obpas3oBaHusi konnovaHoro cepebpa nop BO3-
JENCTBUEM CBETA.

9.4.2 PactBop WoHOB cepebpa ¢ koHUeHTpauuein 1000 mr/am’ cepebpa
a30THOKWCIIOro

[ns atoro Ha aHanutuyeckux Becax GepyT Haecky 0,1575 r cepebpa
A30THOKWCIIONO B3BELUEHHOW C TOHHOCTbIO Ao 0,0002 r. Hasecky nmomeLuaioT B
konby smecTumocTbio 100,0 cm’, nobasnsioT GuamcTunnpoBaHHyto Boay, pac-
TBOPSIOT HABECKY COMM 1 AOBOAAT obbem pacTeopa GuaMCTUNNMPOBAHHON BO-
Joit no 100,0 cm’. PacTtBopbl conein cepebpa XpaHsT B CKNSAHKAX U3 TEMHOTO
CTekna BO m36e>|<aHme obpasoBaHusa KonnougHoro cepebpa nofj BO3AEACTBMEM
ceeTa.

Mpy NOBTOPHOM MNPUFOTOBNEHWM PaCTBOPblI CNMBAIOT B CRELMarnbHbIA
cBOPHUK, KONBbl He MPOMLIBAIOT BOAOW, @ 3aMOSHAIOT CBEXENPUrOTOBNEHHbBIM
PacTBOPOM TOW & KOHLEHTpaumn.

Pactsop ycTonuus B TeUeHVe 6 Mec, Npu XpaHeH B Nocyae U3 TEMHOro
cTekna.

9.4.3 PacTBOp Kanus asoTHOKMCNOro KoHUeHTpauum 1,0 MOJ'Ib/AM3

HaBeCKy (10,10 £ 0,01) r Kanus a30THOKWUCIIOrO NOMELLAIOT B Konby 06b-
emom 100,0 cm®, pPacTBOPSAIOT B HEOOMBLLOM KONMYecTBe BUANCTUNNNPOBAHHOW
BOAb! VI JOBOAAT 06BbEM [0 METKM OMANCTUNNNPOBaHHOM BOLOW.

9.4.4 PacTBOp Kanus KoamucToro KoHueHTpaumu 0,1 Mom:/,q,M3

HaBeCKy (1,66 £ 0,01) r kanms NogMCTOro nomeLlaroT B konby oGbemMom
100,0 cm’, pacTBOPSIOT B HEGOMBLLIOM KonnyecTee GUanNCTUNIMPOBaHHON BOAbI
N OOBOAAT 06bEM A0 METKM BUANCTUNNNPOBaHHON BOAOW. 3alUMLLaoT OT BO3-
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JOeicTBUS CBETA C NOMOLLbIO NOCYAbl M3 TEMHOrO CTEKNa unun rocyabl, 06epHy-
TOW CBETO3aLWMUTHON Bymaroi.

9.4.5 Pa6oqvn7| pacTeop Kanus  MOAMCTOrO  KOHLEHTpauuv
0,002 monb/gm®

B cknsHky u3 TeMHoro cTekna BHOCSIT 0,2 om® pacTBopa Kanusa BoaucToro
KoHUeHTpauum 0,1 Monb/p,M nm 10,0 oM’ OuaNCTUNNMPOBAHHON BoAbl U nepe-
MeLMBatoT. 3alMLLAoT OT BO3AEWCTBMA CBETA C MOMOLLLIO NocyAbl U3 TEMHOrO
cTekna unu nocyasl, 00epHyTOW cBETO3almUTHOM Bymaroi. KoHueHTpaumio pa-
Boyero pacTBopa kanus Mo4MCTOro YCTaHaBMMUBAKOT €XeAHEBHO nepes onpede-
INeHneM KoHueHTpauun cepebpa B npobe MeTogoM MOTEHLMOMETPUHECKOro
TUTpoBaHus ( no 10.1).

9.4.6 PacTBOp Kanua XNOPUCTOro HacblWEHHbIA Mpu TemnepaType
20°C

B xumuuecknin crakaH o6bemMom 200 0 om® BHOCHT npubnusutensHo 40 r
Kanus XnopucToro, p,o6asn;|ro1' 100 cM® GUAMCTUITIMPOBAHHON BOAbI, Harpeaa-
10T go Temneparypsl 80 - 100 °C, oxnmakgaioT A0 KOMHATHOM TemnepaTtypbl. B
OXJTXAEHHOM PacTBOpPe A0MKHbI BbITb KPUCTaNIUKA Kasus XIoprucToro.

9.4.7 PacTBOp Kanusa XfopucToro KoHueHTpauum 1,0 monb/am®

HaBeCKy (7,46 £ 0,01) r kanua xnopucToro nNomeLLatoT B konby o6bemom
100,0 cm®, pacTBOpSIOT B HEGOMBLLOM KONMYecTBe GuancTMnnMpoBaHHoii BoAkbl
1 foBOAAT 06bem A0 METKM GMANCTUNNMPOBaHHOM BOAOWN.

9.4.8 A30THYIO KACNOTY (MapKM XY) pekomeHAyeTca neperoHsTb. Mepe-
rHaHHas (npw TemnepaType 120 °C) a30THas KUCNOTa AOKHA ObiTb KOHLIEHTPa-
uvm 10 - 11 MOﬂb/,qM

9.5 Modzomoeka npob

Yrnv mapku Al-3, BAY unu ap., umnperHupoBaHHeie cepebpom, npea-
BapuTEnbHO pacTupaioT B GapthopoBoi CTynke A0 OAHOPOAHOW MacChl U OT-
BupatoT cpegHiolo Npoby METOAOM «KBapTOBaHWA», 3aTEM pacCcemBakoT cuTa-
MU Ha dpakummn. VcnonbaytoT chpakuum 0,1 - 0,2 MM (cM. pasaen 6 HacTosLen
METOANKN).

B uncTbIfi NNaTMHOBLIA CTakaH4MK NOMELLAIOT HAaBECKY cpeaHeii Npobbl
YIS, B3BELLEHHOrO Ha aHaNUTUYECKUX BECaX C TOMHOCTBIO A0 0,0002 r. Hasec-
Ka 3aBVCUT OT cofepaHus cepebpa n MoxeT cocTaensite 0,05 —0,1r.

[106aBrsioT B cTakaHuuk 3,0 — 5,0 cm® KOHUEHTPUPOBaHHON a30THOW
KUCMOTbI U OCTABRSAIOT Ha 10 Y nog TAroi (Ha Houb). 3aTem gobaensioT 1,0 cm®
repokcuaa Boopoaa W BbiNapuBaloT Ha NNuUTKe npu Temnepatype 100 °C -
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110 °C [0 cyxoro octarka. [lo6aBnsioT asoTHOM KUCNOThl U Nepokcuaa BOAO-
poJa B Tex e o6bemMax U BbiNapuBaloT 3aHOBO. 3aTeM CTakaH4Y/K C OCTaTKOM
I'IOMeLLIaEOT B MydbenbHyo neys 1 npokanueatoT npu Temnepartype (510 + 25)
°C A0 VCYE3HOBEHWS YEPHBIX YaCTML| yrns. Ecnn B octaTke 6yayT Hecropes-
LMe 4acTWubl, TO OCTAaTOK, MOCNE OXTMaXAEHMs, 06pa6aTb|Ba|oT CMecCbio
1,0 om® KOHLUEHTPUPOBaHHON a3oTHOW KMCnoTel u 0,5 CM nepokcupa sogopoaa
1 HarpeBsaloT JAocyxa Ha MiuTKe npu Temnepar: 3ype 150 °C.

K cyxomy octatky po6aenstor 1,0 cm cpTopMCTOBo,qopop,How KUCIOThI
W BbINApMBAIOT JocyXa Ha NNUTKE NpW Temneparype 150 °C. MoMelwatoT cTa-
KaH4MK B MychenbHyo nedb npy Temnepatype (510 + 25) °C Ha 20 mMuH. MosTo-
psitoT o6pa60TKy ocagka (pTopuCTOBOAOPOAHON KucroTon: aobasnsior 0,5 —
1,0 cm’ cpTopmcroso,qopop,Hom KUCNOTbI, BbINApMBAIOT Ha NIATKE rpu TeMmnepa-
Type 120 °C no nonHoro yaaneHus propuaa KpemMHUs (A0 npekpatLeHnst Abim-
Kn).

K nonyyeHHomy Gernomy oc;'raTKy no6asnsior 0,2 cM® KOHLIEHTPUpO-
BaHHOW a30THOW KUCOThLI U 1,0 o’ ouancTunnMpoBaHHol Boabl. Coaepumoe
CTakaH4uKka cnerka ynapueatoT 40 BraXHbIX Cofei (Ans nonHoro yAanenms
okvcrnoB asoTa). JoGaensAoT GuaucTMnnmpoBaHHol Boabl o6bemom 10 o’
(pH 2 -3), npumepHo 0,05 r cyxoro TpurioHa B, nepemewmsaiot, ¢ NOMOLbLIO
nHaviKaTopHou Gymaru nposepsitoT pH pacteopa (3HaueHve pH AOITKHO ObITb 2
— 5), nepeHoCcAT B CTaKaH4UK Ans TUTposaHus ob6bemom 20 — 25 oM’ npoBo-
OAT U3MEpeHs.

10 BbIMOJIHEHUE U3MEPEHUNA

[ins npoBeaeHVsi N3MEPEHWs NpU aHanuse yrns Ha cofepxaHue ce-
pebpa METOAOM MOTEHLIMOMETPUUECKOrO TUTPOBAHUA BLINOMHSAIOT crneaylowme
onepauuu:

10.1 YcmaHoeka moyHoU KoHUeHmMpayuu pabode2o pacmeopa Kamnusi
toducmozo

B KBapL[eBbIVI CTaKaHuMK 06LeMoM 20 — 25 cM° BHOCST NUMETKOA v
posatopom 0,200 oM’ CTaH.qapTHoro pacTBopa cepebpa a3oTHOKUCIIOro KOH—
ueHTpauum 100,0 mr/om°®, gobasnsioT duancTunnposaHHow Boabl Ao 10,0 oM’
BHOCAT npumMepHo 0,05 — 0,10 r cyxoro TpunoHa 6. 3aTem nomeLuatoT cTakaH-
UMK Ha MarHWTHYIO Melulanky, OMycKalT B CTakaHuuk pabounin cepebpsHbii
3MEKTPOA, CTEPXKEHb MarHUTHOM MELLArkM U OAUH KOHEL| SNEKTPONUTUYECKOro
MOCTUKa, a APYroi KOHEL, MOCTUKa OMYCKaloT B CTakaH C HacblLLEHHbIM PacTBop
Kanus XropucToro, Kyaa onyLieH aneKkTpo cpaBHeHVA. Brrovalot mewanky v
TUTPYIOT pacTBop cepebpa gobaBrneHMeM C NOMOLLBIO fo3aTopa UM NUNeTkA
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rmo 0,01 - 0,02 cm’ pacTBopa Kanus NoAUCTOro, KOHLEHTPpaUma KOTOpOoro ycTa-
HaBnuBaeTcs. PUKCUpYIOT 06beM Kanust MoaUCToro, MoLleAlero Ha TUTpoBa-
Hue, U no pH-MeTpy UnM NOHOMETPY 3aMEPSIIOT NoKasaHKA U3MEHEHWS NOTeH-
umana (mB).

[JaHHble BHOCAT B Tabnuuy (NpuBeaeH npUMep TUTPOBaHMUS). TUTPYOT
00 pesKoro nageHvs noteHumana B obnactv ot 10 MB po O MB  (pucyHok 2).

E,mB
300 +
250 4
200 4
150 4
100 4
50 +

0 4
-50 4 V, mn
-100 A

PucyHok 2. Bud Kpueoli TomeHUuoMempuyeckozo mumposanusi Ag* pac-
meopom KJ

[anee paccunTbiBaloT % wurm AE, n Haxogat obnacTe MakcuMmyma

3TUX 3HAYEHWIA.

Mpumep:
VK], oM’ 0 005|010 (011 ] 012 | 013 | 0,14 0,15
E, wB 250 | 238 | 230 | 230 | 220 | 200 0,0 -40
AE
== v
N 20 200 40
AE
*) - Npn paBHbIX obbemax [0GaBrsEMOro peareHta, AV, MOXHO ynpo-
CTUTb pacyeT, NCMonb3ysi BMECTO 2—5 pasHocTb noTeHuuanos AE.
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OObeM TOUKM IKBMBANEHTHOCTU (VTS) paccunTbIBalOT Kak cpegHee

apudmeTnyeckoe Asyx obbemoB pabodero pacTeopa, MeXay KOTOPbIMU Haxo-
OUTCS MaKCUMyM A E (Ui Makcumym AE).
AV

0,13+ 0,14
Hanpumep: V,, =V, = —————— = 0,135 cm’
KoHueHTpauuo pacteopa kanusi noguctoro (C) paccumTbiBaioT no
opmyne:
vV, -C
C, = % , Morb/am®

roe v, - 06beM NoLLeALINIA Ha TUTPOBAHME, (VT3 ) CM3;

KI

, 3.
VAg- obbem pacTeopa cepe6pa, B3ATOro AnA TUTpoBaHWA, CM

C ,, - KOHUeHTpaLms pacTsopa cepeGpa, B3STOrO ANs TUTPOBAHWS,
paBHas 9,26-10"* monb/am® (100 mr/gm®).

10.2 UzmepeHue npu aHanuse nNpobnul Ha codepxaHue cepebpa

CTtakaHuuK ¢ noaroToBneHHor no 9.5 npo6oid, NoMeLLaoT Ha MarHUTHYO
MeLLarnKky, OnyckaioT B CTakaHuuk pabounii cepebpsiHbIA SMeKTPOA, CTepXKeHb
MarHuUTHO MeLanku N oAuH KOHEL| 3MEeKTPONUTMYECKOro MOCTUKa, a ApYron
KOHEL, MOCTMKA OMYCKAaIOT B CTakaH C HAChILLIEHHBIM pPacTBOpP Xsiopuga Kanus,
KyAa onylieH xriopcepebpsaHbii aMekTpoa cpaBHEHUs . BkroualoT Meluanky u
TUTPYIOT pacTsop npobbl HEU3BECTHOW KOHLIEHTpaLmKn cepebpa yCTaHOBMEHHbIM
pacTBOPOM VMOAUCTOro Karnus, Nposoas onepauuv aHanornyHo 10.1.

TutpoBaHue pacTBOpOM WOAUCTOrO Kanus npoBoasAT ManbiMu o6bemamu
C NOCTOSIHHBIM 3Ha4eHneM AV (no 0,01 unu 0,02 CM3), KaxxablA pas 3anucbiBaloT
ycTraHoBuBLUEeCsi BO Bpemenu (5 — 10 ¢) 3HaveHue noteHuwana (E) B Tabnuuy
aHanornuHo 10.1. lMocne peskoro U3MeHeHWsi NoTeHuwana TUTPOBaHve npe-
KpalyatoT.

PacTtBop BeinmBaioT B C60PHUK ANS CrvBa conei cepebpa, anekTpoae! 1
MOCTUK OMOSackMBaoT GUaMcTUnMpPoOBaHHO BOAOW.

PaccuuTbiBaloT TouKy 3keuBareHTHocTH (V) - o6bem noleawero Ha
TUTPOBaHME AOANCTOrO Kanus, Kak ykaszaHo B 10.1.
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11 BbIYUCJIEHUE U ITPOBEPKA NTPUEMIIEMOCTU
PE3YIIbTATOB AHAJIN3A

Mpw ncnone3oBaHun pH-meTpa 06paboTKy pesynbLTaToB U3MEPEHUn
aHanMTUYeCcKMX CUrHanoB OMNpenernsemMoro 3feMeHTa, pacyeT MacCOBbIX
KOHLEHTpauuii anemeHTa B npobe (Mr/kr) npoBoAAT crneyowmm o6pasom:

11.1 BbiqyucnieHue pe3ynbmamoe aHanusa
KoHueHTpauwio cepebpa B npobGe (X, Mr/kr) paccumTbiBaloT no dopmyne:
_ Ve -CK[)-108-103 -1,27
m
rae V,,- obbem pacTBOpa AOAMCTORO Kanusi, M3pacXOA0BaHHOMO Ha TUTPOBa-
HVE, CM;
C, - KOHUEHTPaLUMs pacTBopa MOAMUCTOrO Kamnusi, YCTaHOBJIEHHOTO TUTPO-
BaHMeM, Monb/am’;
108 - aToMHas macca cepebpa;
10° - ko3athpULIMEHT NepecyeTa;
1,27 — KO3MULMEHT, YUMTLIBAIOWMIA CUCTEMATUYECKYIO MOrpPeLIHOCTb

npo6onoaroToBKY;
m - HaBecka npobb|, T.

X

, Mr/kr

BblumMcneHns npoBoaaT ANSA KaXA0W U3 ABYX naparnnenbHblX aHanusu-
pyembix Npo6; nony4aroT COOTBETCTBEHHO 3Ha4YeHus X u X,

11.2 [Iposepka npuemmeMocmu pe3ysibmamoe usmepeHul

11.2.1 MNpoBepsaIoT NPMEMNEMOCTb NMOMNYYEHHbIX PE3ynbTaToB Napan-
nenbHbIX onpeaeneHuin. PacxoxaeHue Mexay nonyvyeHHbIMy pesynbTaTamm
ABYX napannenbHblX aHanuanpyemblx Npod He AOMMKHO MpeBbiWaTh npeaena
noBTOPsSIEMOCTH r. 3HaYEeHNe Npejena NoBTOPSEMOCTY AN ABYX pesynbTa-
TOB NapannernbHblX onpeaeneHun npuseaeHo B Tabnuue 4.
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Tabnvua 4 - lvanasoH u3amepeHui, 3Ha4eHUsi NPeLernos NoBTOPAEMO-
CTW NpU JOBEPUTENBHON BepoaTHocTU P=0,95

Mpeaen no- Mpeaen no-
BTOPSEMOCTHU BTOPSEMOCTH
OnanasoH onpenense- (Ans pByx pe- | (Ans veTbIpex
OnemeHT MbIX KOHLIEHTpaLWiA, 3ynbTaToB na- pesynbTaTos
MF/Kr pannenbHbIX napannens-
onpeaeneHnn), HbIX onpege-
r nexunn), 7 ¥
Cepebpo Or 150 go 1000 Bkniou. 005.- X 006 - X
X - cpepHee apupmeTUMECKOE 3HaUYEHNe pe3ynbTaToB napannenbHbIX
onpeaeneHut MacCcoBO KOHLEHTPaUUN aneMeHTa

PesynbTaTel CUMTaloT NPYEMNEMbBIMIA NPU BINONHEHUN YCoBUS
| X, =Xo|sr . 2
ABCONIOTHOE 3HAYeHne npegena MOBTOPSEMOCTM pPacCHUTHIBAETCS
AnA cpegHeapudMETMUECKOTo 3HaYeHUs pe3ynbTaToB ABYX NapanienbHbIX
onpeaeneHun
X, + X,
2

X = 3)

no gopmyne
r=0,05-X. (4)

[Mpun BbINOMAHEHNM YCNOBUA (2) 3HaUYeHne X NpUHUMAaETCA 3a pe3yrb-
TaT U3MepeHns MaccoBOW KOHLIEHTpaUMK onpeaensemMoro sneMeHTa s npobe.

11.22 Tpu npeBbILEHN Npeaena NoBTOPSEMOCTM (r) Heobxoanmo
JOMONMHUTENBHO NONYYMTh Elle ABA pesyrbTaTta napannenbHbIX onpeaeneHuii.
Ecrv npu atom pazmax (Xmax — X min) PE3Y/IbTATOB YEThIPEX NaparyiesibHbIX on-

pe,qeneHwZ paBeH unm MeHblle npezjena rnoBTopsiemMocTn 7 *, TO B KadecTtee
OKOHYaTesNbHOro pesynbtarta npuHUMaroT cpegHee apmcbmemqecme 3HaveHue

pesynbTaToB YeTbipex napanfenbHbIX onpeaeneHni. 3HaueHns npegena no-

sTopsiemoct (7 ¥) ans uetbipex pesyrbTaToB napasiiesibHblX OonpeaesrieHui
npusegeHsbl B Tabnmue 4.
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Ecnu pasmax (Xmax — Xmin) 60nbLIE 7 *, BbISICHAIOT MPUYUHbBI NosIBNE-

HMA HenpueMneMblX pesynbTaToB NapannenbHbIX onpeaeneHuii. MNpu aTom
NpPoBOAAT ONEepPaTUBHLIA KOHTPOMbL noeTopsemocty no MW 2335-2003 [8] nnn
pasaeny A.2 npuroXeHna A HacToALero OKYMEHTa Ha METOAVKY.

11.3 Yucnosoe 3HauveHue pesynbTaTta USMEPEHUS JOIMKHO OKaH4u-
BaTbCA UMdpon Toro Xe paspaga, uTo U 3HaYeHue npegena noBTOPAEMOCTH
pesynbTaToB MapannenbHbIX OnpeAerneHuil, U cogepxatb He Gonee AByX
3Havawux umep.

12 O®OPMJIEHNE PE3Y/IbTATOB U3MEPEHUNA

12.1 PesynbTaTbl U3MepeHU oopMIISIOT 3anucbio B XypHane. [pu
3TOM MpUBOAAT cBefeHns 06 aHanusupyemoii npobe, ycrnoBusix MSMepeHui,
AaTe nonyyeHus pesynbTarta M3MepeHuii. 3anvuch B XypHane yaoctoBepsieT
Lo, NPOBOAMBLLEE U3MEPEHWS.

12.2 PesynbTaT nsmepeHvs (aHanusa) B AOKYMEHTaX, BblAaBaEMbIX
nabopaTopvieli NPeACTaBNSAIOT B Cneayowmnx BUAAX:

()? + A), mr/kr , P=0,95,
unm ()_( t Aﬂ) , Mr/kr, P=0,95, npu ycnosum A< A,

roe: X —pesynbTaT USMepPeHMs, NONyYEHHbIN B COOTBETCTBIN C HACTOR-
LUYIM AOKYMEHTOM Ha METOAVIKY BbINOMHEHVS U3MEPEHWIA;

+ Ap — 3HAUEHNA XapPaKTEPUCTUKN NOTPELLHOCTU Pe3ySibTaToB u3Mepe-
HWI, YCTAHOBIEHHbIE NPU peanusauum meToamky nabopartopuu;

+ A — 3HAYEHNS XapaKTepUCTUKW MOrPELLHOCTU HaCcTosILed MeToANKM
BbIMOSIHEHUS U3MEPEHMUIA, KOTOpble PacCcUUTLIBAIOTCS MO hopMyre

A=001.05 X (5)
roe OTHOCUTENbHOE 3HAYeHWe nokKasaTensi TOMHOCTU (XapaKTepuCTUKA no-
rPELLHOCTN - §) METOANKN NpBEAEHO B Tabnuue 1.

lNpumeyaHue: XapaKTepuUCTUKY NOFPELUHOCTU Pe3ynbTaToB U3MEPEHUA Npu
peanusauum MeToaukn B nabopaTopum [OMNYCKAETCA YcTaHaBnMBaTb Mo
copmyre

A;=084-A (6)
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C NOCNEAYIOLUM YTOYHEHUEM MO MEPE HAKOMMEHNA nHpopmaumm B npoLiec-
ce KOHTpons cTabuibHOCTM pesynbTaToB U3MepeHuid no pasgenam 13.3 u
13.4 HacTosALEro AOKYMEHTA.

13 KOHTPOJIb KAYECTBA PE3YJIbTATOB U3MEPEHUNA
PU PEAJIN3ALINN METONKN B JIABOPATOPUU

13.1 KoHTpornb kauecTBa pesynbTaToB U3MEPEHWA Npu peanusaumu
METOAVKM B nabopatopuu NpesycMaTpuBaeT:

- OMepaTUBHbIM KOHTPOIb NpoLeAypbl aHanusa (Ha OCHOBE OLIEHKM MO-
rpelwHoCTM pesynsTaToB aHannsa npy peanusalunn oTaenbHO B3ATON KOH-
TpOnbHOW npoueaypsbl);

- KOHTpOsb cTabunbHOCTY Pe3ynbLTaToB aHanun3a (Ha 0CHOBE KOHTPONS
CTabunbHOCTM  CpeAHEeKBaApaTUYECKOro  OTKMOHEeHWs BHyTpunabopaTop-
HOW MPEeLM3NOHHOCTH, MOrPeLLHOCTH, CPpeaHEeKBaAPaTUYECKOrO OTKIMOHEHUS
NMOBTOPSEMOCTH).

13.2 OnepamueHbili KOHMPOJIb NpoyedypPbl aHanu3a (8bINoNHe-
Hus1 usmepeHutl) npoeodsim:

- NPV BHEAPEHUN METOANKN BbINOSIHEHWA N3MEPEHUI B nabopaTopuu;

- Npn NOsIBNIEHUM HAKTOPOB, KOTOPbIE MOryT NOBMNWUATbL Ha cTabunb-
HOCTb Mpouecca aHanusa (HanpuMep, NpyM cMeHe NapTUN peakTUBOB, nocne
pemoHTa npubopa, npu ANUTENLHOM MPOMEXYTKE BPEMEHN MEXAY aHanu-
aMmmunT.g.).

OnepaTuBHBIA KOHTPOSbL NPOUEAYPL! aHanusa nNpoBoauT cam WUCTon-
HUTESb C LIeSbio NPOBEPKN €ro roTOBHOCTU K NMPOBEAEHWIO aHanusa padoumx
npo6.

OnepaTuBHbI KOHTPOSb NpoLleaypebl aHanusa npoeogar no MU 2335-
2003 [8] unu nNo NpUnoXeHunio A HaCTOSALLEro AOKYMEHTa Ha METOAUIKY.

13.3 OpHol u3 hopMm KOHMPOJIsT cmabunsHOCMU pPe3y/bmamoe
aHanu3a SBNSAETCs KOHTPOSib CTabMNbHOCTU pe3ynbTaToB aHanusa B npe-
penax nabopartopum ¢ UCMOSIb30BaHWEM KOHTPOSIbHBIX KapT, peanusyemblii

- MyTEeM KOHTPONA 1 noaaepXaHus Ha TpebyeMoMm ypOoBHE MorpeLluHo-
CTUW pe3ynbTaToB U3MEepeHUN;

- MyTeM KOHTPOMSA 1 nogaepxaHns Ha Tpebyemom ypoBHe BHyTpuna-
BGopaToOPHON NPELMSNOHHOCTY;
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- NYTEM KOHTPONS U NOAAepXaHus Ha TpebyeMoM YPOBHeE NoBTopsie-
MOCTV Pe3yNbTaToB napasnenbHbIX onpeaeneHui.

13.4 Mpoueaypbl M NEPUOAVMHOCTE KOHTPOSA TOYHOCTU (KOHTpOns
cTabunbHOCTUN) NonyYaemblX pes3ynbTaToB U3MEPEeHU B npegenax nadopa-
TOopuM NPOBOAST C y4eToM TpeboBaHuii pasgena 6 FTOCT P UCO 5725-6 unu
no MW 2335-2003.

OTBETCTBEHHOCTb 3a opraHusauuio NnpoBegeHnsa KOHTpons cTabune-
HOCTU pe3ynbTaToB aHanmM3a BO3rNaeBnsAT Ha nuuo, OTBETCTBEHHOE 3a CUC-
Temy KayecTea B nabopaTtopuu.

13.5 MepuoanyHOCTb KOHTPOSA UCMOMHUTENEM Npoueaypbl BbINOmM-
HEeHVA U3MEPEHUIA, a Takke peanvdyemMble npoLeaypbl KOHTPOrs cTaburibHo-
CTW pes3ynbTaToB BbINOJIHAEMbIX U3MEPEHWUiA pernameHTUpytoT B PykoBo-
[cCTBE Mo kayecTBy nabGopaTtopum.

14 [TPOBEPKA ITPUEMIIEMOCTYU PE3YJIbTATOB U3MEPEHUA
1A BYX JIABGOPATOPUN

14.1 MNpoBepKy NPUEMIEMOCTU pe3ynbTaToB U3MEPEHUA, MonyyeH-
HbIX B YCIOBUAX BOCMNPOU3BOANMOCTHU (B ABYX NaBopaTopusix, m=2), NpoBo-
OAT ¢ ydyeTom TpebosaHui 5.3.2.1 TOCT P UCO 5725-6 no OTHOLWEHUO K
npeaeny BOCNPOU3BOAVMOCTH, NpUBEAEeHHOMY B Tabnuue 5, unn K kputnde-
CKOW pasHOCTW ANns ABYX cpeaHeapudMeTUHEeckMX pesynbTaToB U3MepeHUi
B cooTBeTcTBMM ¢ 5.3.2.2TOCT P UCO 5725-6.

PacxoxaeHwe Mexay pesynbrTartamMmu VU3MepeHui, nony4YeHHbIX B
ABYX na6opaTopV|ﬂx, HE OOJDKHO NpesBbllaTh npeaena BOCNpon3BoANMOCTH.

Mpy BLINOMHEHUWM 3TOro ycnoBusi Npuemnemsl oba pesynbTaTa u3-
MEPEHUIA, U B KAYECTBE OKOHYATENBHOrO MOXET ObITb MCMONb30BAHO UX 06-
Lee cpeaHee 3HavyeHue. 3HaueHust Npegena BOCNPOU3BOAUMOCTU NPUBELE-
Hbl B Tabnuue 5.

Mpn npeBbILLEHUMA MpeAena BOCNPOU3BOAVMOCTH MOTyT OblTb MC-
Nnonb3oBaHbl METOAbLI OLEHKA NMPUEMIEMOCTU PE3YNbTaTOB WU3MEPEHWIA CO-
rnacHo pasgena 5 FOCT P NCO 5725-6.
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Tabrnumua 5 - lnanasoH uaMepeHni, 3HavyeHna npeaena Bocnpov3BoanumocTyv

npv goseputensHon BepoaTHocTn P=0,95

[wnanasoH onpege-

Mpegen BOCNPOU3BOAUMOCTH

OrnemeHT NAEMbIX KOHLIEHTpa- (4Nns AByX pesynbTaToB usmepe-
uun, mMr/kr HUR), R
Ot 150 go 1000 =
Cepebpo BKIIOY. 008- X

X - cpepHeapudmeTUYeCcKkoe 3HAUYEHNE Pe3yNbTaToB aHanW3a, nosnyyeH-
HbIX B ABYX nabopatopusix

14.2 PaspelueHyie NpoTyBOpeYnNii Mexay pesynetatamv Asyx nabo-
patopuii npoBogAaT B cootBeTcTBUMN € 5.3.3 TOCT P UCO 5725-6.
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TNMPUIIOXEHUNE A

ANropuTMbI ONEPaTMBHOIO KOHTPONSA Npoueaypbl aHanu3a

A.1 O6bwue nosioxeHus

A.1.1 OnepaTtuBHbIA KOHTPOMb NpPOUEAypbl aHanusa ocyLecTBnseT
HEMOCPEeACTBEHHO UCMOMHUTENb HA OCHOBE MHGpopMaLuK, Nomy4aemMon npu
peanusauuu oTAenbHO B3ATON KOHTPOMbHOW npoueaypbl ¢ UCMONb30BaHUEM
CpeAcTB KOHTPONS.

A.1.2 Ponb cpeaCTB KOHTPOSS BbINOJHSOT:

- 06pasubl ans koHTponst (AC no MU 2334-2002 [9]);

- paboune npobbl ¢ N3BECTHOW JOOaBKOW ONpeAEnseMOro afieMeHTa;
- pabouue npobbl cTabunebHoro cocrasa.

A.1.3 Cxema onepaTUBHOro KOHTPONA npouenypbl aHanusa npegy-
cMaTpuBaerT:

- peanusauuio KOHTPOMbLHON Npoueayps!;

- pacueT pesyrnbTaTa KOHTPOMbHOW NPoLEAypb!;

- pacyeT HOpMaTnBa KOHTPONS;

- CpaBHeHue pesyrbTaTta KOHTPOSIbHOW npoueaypbl ¢ HOPMATUBOM
KOHTpOns;

- NPUHATKUE peLLeHuns No pesynbTaTtam KOHTpons.

A.2 Anzopumm onepamueHoO20 KOHMPOJIs noemopsieMocmu pe-
3ynbmamoe KOHMPOJIbHbIX U3MepeHull

A.2.1 Mony4yatoT ABa pesynbTaTa napannensHbiX onpeaeneHnin nobo-
ro cpeactea koHTpons (no A.1.2).
A.2.2 PeannsyloT cxeMy KOHTporns nosTtopseMocTv (no A.1.3), nony-
Yas ABa pesyrnbTara napannensHbix onpeaeneHnin. PesynbTaTt KOHTPONbHOM
npoueaypbl paBeH
re =X, =Xyl (A.1).
HopmaTuB KOHTPOrIsi NOBTOPSIEMOCTU PaBeH npeaeny rnosTopsIeMocTy
/" npu n=2, 3Ha4YeHne KOToporo npuseaeHo B Tabnuue 4.
MposepsitoT ycnosue
re<r. (A.2)
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A.2.3 Ecnu ycrioBue (A.2) BBINOMHAETCS, TO PacCUNTLIBAIOT pesynbTar
KOHTPOMbHOW Npoueaypbl aHanusa kak cpefHee apudmeTnyeckoe u3 pe-
3ynbTaToB ABYX NapanmnernbHbIX OnpeaeneHun.

Ecnu ri > r, TO BENalOT NOBTOPHYIO KOHTPONbHYIO NpoLUeAypy, nonyyas
3aHOBO ABa pe3yfibTaTta naparnnesnbHbIX onpeseneHuii.

Mpn MOBTOPHOM MpPEBbLILIEHUN Npefena NoBTOPAEMOCTM npoueaypy
aHanusa npekpawaT U BbIACHAKT NPUYXHBI, NPUBOAALLNE K HEYQOBMETBO-
pUTENbHBIM pe3yfibTaTam.

A.3 Anzopumm onepamueH020 KOHMPOJIsi Npouedypbl aHanu3a e
yCI108USIX @HymMpuabopamopHoU npeyu3uoHHoCmu

A.3.1 Obpasuyamn ANs BLINOMHEHUS AAHHOW npoueaypbl SBRSIOTCA
cpeacTBa koHTpons no A.1.2. O6bem oTobpaHHOW Npobbl Afst KOHTPONs
JOMKeH COOTBETCTBOBATb YABOEHHOMY 0Gbemy (Macchl), Heobxoaumomy
ans nposegenus uameperHunn. OtobpaHHbIl o6bem (Macca) AenaT Ha ase
YacTy ¥ aHanuW3pyT B COOTBETCTBUM C TpeBOoBaHUSIMN HACTOSLLEro CTaH-
JapTa B YCroBUAX BHYTPUNabopaTopHON NPeunsMoOHHOCTA UM PasnuyHbIMU
oneparopamu, Unu B pasnuyHoe BPeMs, UM C UCNONb3OBaHNEM pPasnuyHbIX
CpeacTs U3MepeHu u T.4., npy cobniofeHUM YCNOBUA U CPOKOB XPaHeHUs

npo6. MonyuatoT cooTBeTcTBEHHO X, 1 X, .

A.3.2 PaccunTbIBatoT pe3ynbTaT KOHTPONbHOW npoLeaypbl
Re=X, - X, | (A.3)

PaccunTbiBalOT MnM yCTaHaBNMWBAOT HOPMATUB KOHTPORNS BHYTpWna-
BopaTopHON NMPELM3NOHHOCTH

R,;=0,84-R, (A.4)
rde R — 3HauveHue npefena BOCMPOU3BOAVMMOCTY, NpvBeAeHHoe B Tabnuue 5,
X - cpepHee apudmeTUMUECKOE 3HAYeHWe pesynbTaToB, MOMNYYEHHbIX B
YCINOBUAX BHYTPUIabopaTopHOR (MPOMEXYTOUHON) NPELM3NOHHOCTI.
A.3.3 PesynbTatbl, NofydeHHble B YCROBUSIX BHYTpurabdopaTopHOW
npewwauoHHocTy ( X, X, ), cunTaloT y40BNETBOPUTENBHBLIMU MpY YCHOBUM
Ry <R;. (A.5)

A.3.4 Mpwu BbinonHeHun ycrosus (A.5) obliee cpeaHee apudmeTuye-
ckoe X NPeACTaBnsoT B KAYECTBE pe3ynbTara KOHTPONbHOW Npoueaypbl.
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Mpw HeBbINONHEHWMN ycnoBus (A.5) N3MepeHns MOBTOPSIOT.
Mpy NOBTOPHOM HeBbLINOMHEHUs ycnoeus (A.5) BLIACHAIT NPUYKHBI,
Np1BOASALLME K HEYAOBNETBOPUTENbHBIM pe3ynbTaTam, U YyCTPaHAT UX.

A.4 Anzopumm KoHmMpons npoyedypbi 8bINOJIHEHUS U3MepeHUul
¢ ucnosnb3oeaHuem memooa 0o6aeok

A.4.1 KOHTpOnb ncnonHutTenem npoueaypbl BbiMOMHEHUS U3MEpeHUin
NpoBOAAT MyTEM CPaBHEHWA pesynbTaTa OTAENbHO B3SATOW KOHTPOINbHOWN
npoueaypbl Kk ¢ Hopmatusom koHTponsa Ka.

A.4.2 PesynbTaT KOHTPOSbHONM Npoueaypbl Kk paccuutbiBatoT no

dopmyne:
K, =’)_(/—)_(—C’, (A.6)

-/
roe X - pesynbTaT KOHTPOMBbHOMO M3MEPEHUS MacCOBOI KOHLEHTpaumn
arnemMeHTa B npoGe ¢ n3secTHon aobaBkoln — cpegHee apumeTMIecKoe ABYX
pesynbTaToB napannenbHbIX onpeAernieHunii, pacxoxaeHne Mexay KoTopbiMU
He NpeBLIaeT npegena NoBTopsSeMocTU r. 3HaueHue r npuseaeHo B Tabnu-
ue 4.

X - pe3ynbTaT KOHTPOSbHOrC VM3MEPEHUS MacCOBOI KOHLEHTpauum
anemeHTa B npobe 6e3 goGaeku - cpegHee apudMeTnHeckoe ABYX pesyrib-
TaToB NapannenbHbIX OnpeAeneHuid, pacxoXaeHue MeXay KOTOpbIMU He
npeBbILLAeT Npegena NnoBTOPSeMOoCTH 1,

C - BenunyunHa gobasku.

lpumedarnue. BenuuuHa pobasku porkHa coctaensate oT 50 go
150 % OT MaccoBOWi KOHLIEHTpauun anemeHTa B npoGe 6e3 gobasku.

A43 Hopmatue onepatneHoOro kKoHTpons Ka paccuntsiBatoT no

copmyne
2
= (80 ) +(8)
A,

aX ,Af'X — 3HAYeHWs XapaKTEPUCTWUKW MOrpPelHOCTV pe3ynbTaToB
M3MEpPEHWA, ycTaHOBreHHble B rabopatopun Mpu peanusaumm MeToauKW,
COOTBETCTBYHOLLUME MacCOBOM KOHUEHTpauuun arnemeHTa B npobe 6e3 gobas-
kv 1 B npobe ¢ no6aBKo COOTBETCTBEHHO.

, roe (A7)
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Mpwn ycTaHoBReHUN Ay MOXHO MCMONb30BaTh NpUMeYaHue B pasgene
11.2 HacToALEro AOKYMEHTA.

A.4.4 KayecTBO KOHTPONbHON NpoLeaypbl NpUsHaloT YA0BNETBOPU-
TenbHbLIM, NPY BbINOSTHEHUN YCIIOBUA:
Kk < Kg . (A.8)
Mpu HEBBINONHEHMY YCNOBUS (A.8) 3KCNEPUMEHT NOBTOPAIOT.
Mpy NOBTOPHOM HEBLINOMHEHUN ycroBua (A.8) BbIACHAIOT MPUYMHBI,
NpUBOASALLME K HEYAOBIETBOPUTENBHLIM pe3yfbTaTam.

A.5 Anzopumm onepamugHO20 KOHMPOJIsi Mpoyedypb! ebINOTHEeHUS
usmepeHuli ¢ ucnosib3oeaHuem ob6pa3yoe Osist KOHMPOJIs

A.5.1 OBpasuiamm st KOHTporist sisnsitoTest paboune npobel BAL ¢ oT-
CYTCTBMEM AAHHOTO 3MEMEHTa UMM Marol KOHLUEHTpaUWen anemeHTa, B KOTO-
pble BBeAEHA TOUHAs KOHLEHTpaUWs MCKOMOTrO 3MeMeHTa (aTTecToBaHHasa Xa-
pakTepucTuka — C). OremeHT KoHueHTpauum C BBOAAT B npoby Ao cragum
NpoBonoAroToBKU.

A.5.2 AnroputMm NpoBeAEHUsI KOHTPONS TOYHOCTU C NpUMeEHeHueM o6-
pasLoB AJ1A KOHTPOMS COCTOMT B CPaBHEHWUM pesyrbTaTa KOHTPOMbHON npoLe-
aypel K, paBHOrO pasHOCTV MEXAY Pe3ynbTaTOM KOHTPOSIbHOFO U3MEPEHUs
aTTecTOBaHHOW XapaKTepucTuku B obpasLie ans KoHTpons — X 1 ero atrecTo-
BaHHbIM 3Ha4eHnem — C, C HOPMAaTVBOM OMEPAaTUBHOIO KOHTPOMSA TOYHOCTU —
K

PesynbTtaT KOHTpONbHOM Mpoueaypb! paseH

K, =]Y—C‘. (A.9)
HopmaTue KOHTpONs TOUHOCTU K paccunTbIBaIOT No popmyne:
K=Ay=084-A (A10)

A.5.3 TOYHOCTb KOHTPOSbHOrO W3MEpeHWa MNpU3HAIOT YAOBMETBOPU-
TENbHOW, €CNK:
Kk<K. (A.11)

Mpu HeBbINOMHEHUU ycrnoBust (A.11) aKCNepUMEHT NOBTOPSIIOT.

Mpw NOBTOPHOM HeBbINOMHEHUN ycrioBus (A.11) BbISCHAIOT NPUHUHLI,
NpUBOASLLME K HEYAOBETBOPUTENBbHBLIM pe3yrbTaTam.
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(1]
2
(3]
(4]
(8]
16l
[7]
(8l

]

TNPUITIOXXEHNE b

(UHgpopmayuoHHoe)

TY 25-1173.103-84 Annapat Ana guctnnnauum soapl. TexHuve-

CKMEe yCroBusi.

TY 64-1.973-76 LLynuel TurenbHble. TEXHUYECKUE YyCNoBUS.

TY 6-09-3909-88 Kanwii ogucTbli. TeXHNYECKue ycnosus.

TY 6-09-2540-72 TpurnoH b . TexHuueckue ycrnosus.

TY 6-09-3678-74 Kanwii XxnopucTbiid. TeXHUYECKUE YCrioBus.

TY-6-09-2502-77 Boga ©OuaucTMnnvMpoBaHHas. TexHudeckue yc-

NOBUS.

TY 6-09-1181-76 Bymara uHaukaTopHaa yHuepcanbHas (pH 1 -

10).

MW 2335-95 Pekomengaumsa. FCU. BHYTpeHHWUIA KOHTPOrb Ka-
4YecTBa pesynbTaToB KOMMYECTBEHHOTO XMMNYECKOTO aHannsa

MW 2334-2002 Pekomengauus. [CU. Cmecn aTTecToOBaHHbIE.

Obwue TpebosaHuA K paspaboTke
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