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Meroauka BeimosiHeHus u3Mmepenuii (MBUW) maccoBoit goau kaaMusi, MeId, CBUHIIA, IIMHKA B
MULIEBON NPOAYKIUHA METOJOM HHBEPCUOHHOM BOJIbTAMIIEPOMETPUU METPOJIOTUUECKH aTTe-
croBaHa DI'YII «BcepoccuiickumM HaydHO-HCCIIEA0BATEILCKUM HHCTUTYTOM MeTpoJioruye-
ckoit ciy)0b1» (PI'YIT « BHUNMCy) denepanbHOro AreHCTBa IO TEXHHUECKOMY PETyITH-
POBAHUIO U METPOJIOTUU

CBuUIETENBCTBO 0 MeTpojornueckor arrectanuu Ne 22-08 ot 04 mapra 2008.

Meroauka mpoiia anpodamuio B ucnblTaTeabHbIX JadopaTopusax LICM, LHI'COH u npen-
OpUTHI TTepepabaThIBAIOLICH TPOMBIIIIEHHOCTH.

PernamenTtupoBanubiii B MBU MeTo1 MHBEpCHOHHOM BOJIbTAMIIEPOMETPUU ONIPEICTICHUS
MacCOBOM JOJH KaJMHUs, MEIH, CBUHIIA, [IMHKA B MPO0Oax MpPOJA0BOJILCTBEHHOTO CHIPhSI U MHU-
HIEBBIX MPOJYKTOB MOXET MPUMEHSTHCS B UCTIBITATENbHBIX JTabopaTopusix ['occansnuanan-
30pa, LleHTpoB cTanmapTU3ali U METPOJIOTHH, Ja00paTOpUiX MPEIIPUITUNR OTPACIIH.
MBMH He nmeet orpaHMYEHUsT CPOKa JEUCTBHUS.

MBMU cuuTaeTcs NONIUHHUKOM MMPH HAJIUUYUM MMe9aTH pazpaboTumka

YyeTHBIM HOMEDP DK3eMIIsApa

Pazpaboruuk:

3A0 «AKBHIOH»
Anpec: 111024 , r.Mocksa, nip.2-it KaGenbHbrii, 1.1
ten./dake (495) 925 72 20 (21) (MHOrOKaHATbHBIA)

E-mail: akvilon@akvilon.su
[TpaBo THpaKUpOBaHMS MPUHAIIICKUT pa3pabOTUHKY.

ITostHOE MM YaCTUYHOE TUPAXKUPOBAHUE, KOIIMPOBAHUE U pa3MellleHue B MIHTepHeTe 1 Ha
JTFOOBIX APYTHX HOCUTENSX MH(POPMALIUHU TaHHBIX MaTepHalIOB 0€3 MMCbMEHHOTO Pa3pelIeHus
3A0 " AKBWIOH» mnpecnenyercs no ct.146 YK PO.



METOJINKA BBITTOJTHEHMUS U3MEPEHU
MACCOBOM JOJM KAIMUS, CBUHIA, MEAM, INHKA
B NUMEBOM NMPOJAYKIINA
METOJOM MHBEPCUOHHOW BOJBTAMIEPOMETPUH

1 OBJIACTbH ITPUMEHEHU A

Hacrosimas meTo/ivka BBINOTHEHUS] U3MEPEHUN yCTaHABIMBAET HHBEPCUOHHO-
BOJILTAMIIEPOMETPUUECKUN METO/ OTIpeIeNICHUsI MaCCOBOM IO KaJMUsl, MEH, CBUHIIA, INHKA B
MUIIEBBIX MPOJIYKTAX U MPOJAOBOILCTBEHHOM CHIPHE.

MeToz obecrieuuBaeT Moy4eHue pe3yabTaToB U3MEPEHNUI MacCOBO J10JIM KaJaMUsl, CBUH-
1a, MeJH, LIMHKA B MUIIEBBIX IPOIYKTaX U MPOIOBOJIBCTBEHHOM ChIPHE B AUANa30HaX U C IO-
TPEIIHOCTSIMU, IPUBEICHHBIMU B TabmuIe 1.

2 HOPMATHUBHBIE CCbhIJIKA
B HacTos1emM crangapTe UCIOIb30BaHbl CCHUIKU Ha CIIEIYIOIINE CTaHIAPThI:
I'OCT P 8.563-96 locynmapcTBeHHas cuctemMa 00ecredeHHs SIMHCTBA U3Mepe-
HUAW. METOINKY BBIIIOJIHEHUS U3MEPEHUN
I'OCT 26929-94 ChIpbe 1 pOoAyKTHI nutieBbie. [loaroToBka npod. Munepa-
JU3alMs U1 OIpeieNIeHHsl TOKCUYHBIX 3JIEMEHTOB.
I'OCT P UCO 5725- TouHOCTb (IPaBUIBHOCTH U MPELIM3MOHHOCTD) METOJIOB U
2002 pesyabratoB usmepenuit. (Yactu 1-6)

CanlluH 2.3.2.1078-01  I'mruennueckue TpeOOBaHMS K KAUECTBY U OE30MMACHOCTH
MIPOJIOBOJILCTBEHHOTO CHIPhSI M MTUIIIEBBIX MPOTYKTOB.

MVK 4.1.985-00 Omnpenenenne copepKaHusi TOKCUIHBIX JIEMEHTOB B MHUIIE-
BBIX MTPOJYKTAX M MPOJOBOJILCTBEHHOM ChIpbe. MeToIrKa
ABTOKJIABHOHM TPOOOTIOITOTOBKH.

MVK 4.1.986-00 MeTto1Ka BBITIOTHEHUS U3MEPEHUI MACCOBOM JIOIM CBUHIIA
Y KaJMUs B MAIIEBBIX MPOAYKTaX U MPOJAOBOJIBCTBEHHOM ChI-
pbE METOZOM DJIEKTPOTEPMHUYECKON aTOMHO-a0COPOITMOHHOM
CHEKTPOMETPHH.

3 ONIPEAEJIEHMA 1 COKPAILLEHUA

B HacTosiiiemM crangapTe UCIoNb3yI0T ONPEeNICHUs] U COKpAILEHUs C y4eTOM TpeOOoBaHU
I'OCT 8.315,TOCT P 1.12, TOCT 8.563, CanlluH 2.3.2.1078-01.

4 CYIIHOCTb METOJIA

HNHBepcrOHHO-BOIBTAMITEPOMETPUYECKUN METO OCHOBAaH Ha 3aBUCHMOCTH TOKa, MPOXO-
JSIIIIETO Yepe3 sueiKy aHAIM3aTopa ¢ aHAIM3UPYEMBIM PacTBOPOM, OT MacCOBOM JIOJIH JIEMEHTA,
COJIeprKalIerocsi B pacTBOpE W (PYHKIMOHAIBHO CBS3aHHOTO ¢ (OPMOH M MapaMeTpamul TPHII0-
’KEHHOTO K DJIEKTPOJIaM TIOJISIPU3YIOIETO HAMPSHKCHUS.

NHBepcHOHHO-BOJIbTAMIIEPOMETPUYECKUI METO/ 0a3upyeTcss Ha CIOCOOHOCTH aHaU3H-
PYEMOT0 3JIEMEHTA 3IEKTPOXUMUYECKH HAKAIJIMBAaTHCS Ha MOBEPXHOCTHU WM B 00bEME MHIMKA-
TOPHOTrO (paboyvero) 37eKTPOAa U PacTBOPATHCS B MPOLECCE aHOAHOM WM KaTOAHOM MOJsipu3a-
IIUM TP OIIPEJICICHHOM MOTEHIIMAJIE, XapaKTePHOM JJIs1 KaXKAO0T0 AJIEMEHTA.



BeicoTa nuka snemeHTa, perucTpupyeMoro Ha BOJIbTamIleporpamMMe, NpONOPLUOHATIbHA
MaccOBOM J10JI€ 3JIEMEHTa B pacTBOpE.

IIponiecc BoNbTaMIEPOMETPUUECKOrO OIpPEEIICHUs COAEPIKaHUs 3JIEMEHTOB B MHBEPCH-
OHHOM pEeXHUME BKJIIOYAET B ceOs:

-3JIEKTPOXUMHYECKYIO OYHCTKY U3MEPHUTENIBHOTO (pabovero) 31eKTpoa;

-3JIEKTPOXUMHYECKOE HAKOIUICHHE AJIEMEHTA Ha N3MEPUTEIILHOM JIEKTPOJIE;

-3JIEKTPOPACTBOPEHHE HAKOIUIEHHOTO 3JIEMEHTa NP pa3BepTKEe MOTEHIMajla Npu 3alaH-
HBIX PEKUMaX.

MaccoByro KOHIIEHTPALIMIO 3JIEMEHTa B PacTBOpax Mpod Mociie uX MUHEpaIU3aluy orpe-
JEJSIIOT METOJIOM «CTaHAAPTHBIX T00aBOK», HE TPEOYIOINM MOCTPOCHHUS TPAAyUPOBOYHON KpU-
BOM.

«Metoa cTaHIapTHHIX 100aBOK» OCHOBAaH HA PETMCTPAIMM IMKJIOB BOJBTAMIIEPOTPaMM
NPY OJJHHUX U TEX K€ MapaMeTpax U3MepeHuil (mpuinokeHue A) cepru pacTBOPOB:

1) donoBoro atekrponuta (poHa); 2) MpoOkI, TOATOTOBICHHON K H3MEPEHUIM; 3) TOH ke TPOOHI,
B KOTOPYIO BBOJISIT PacTBOP-A00aBKY M3MEPSIEMOTO AJIEMEHTa, C M3BECTHOW MacCOBOH KOHIICH-
Tpauuei.

O0Bem pacTBopa-100aBKH, BHOCUMOI'O B U3MEPSAEMYIO IIPpOo0Yy IOcie PerucTpaluy BOJIbT-
amIeporpamm, noa0oHUparoT TaKUM 00pa3oM, YTOOBI MOCIIe BBEIEHHs pacTBOpa-100aBKU B MPOOy
BBICOTA AHAJIMTUYECKOT'O MUK OINIPEIeNIIEMOr0 JIEMEHTa Ha BOJIbTaMIIEpOrpaMMe yBEIMUUBAIACh
B (1,5 .....3) pasa. PacTBOp-106aBKy MOKHO BBOIWTH TTOCIEIOBATEIBHO HECKOIBKO Pa3 , OJHAKO
CyMMapHblit 00beM BeeX 106aBOK He J0JvkeH npeBbimath 10% (2 cM®) 06bema mpobs! B srueiike.

Ipumeuanue Ob6vem(vt) pacmeopos- 006aBOK, KOTUHECMBO UX U MACCOBAS, KOHYEHMPA-
Yusi pecUcCmpupyiomcst 8 npozpamme aHaIu3amopa.

PesynbTaThl N3MEpeHUil pacCYUTHIBAIOTCS aBTOMAaTHYECKU CPAaBHEHHEM 3HAYCHHH aHaJu-
THUYECKUX CUTHAJIOB JIEMEHTA Ha BOJIBTAMIIEPOIPaMMax CEPHU PACTBOPOB.

5 METPOJIOTUYECKHUE XAPAKTEPUCTHUKIA

[Tpu cobmroneHnn Bcex peramaMeHTHPOBAHHBIX YCIOBUIA M IPOBEACHUN aHAJINM3a B TOYHOM
COOTBETCTBHUH C JAHHON METOAMKOW 3HAYCHHE MOTPEIIHOCTH (M €€ COCTaBISIONINX ) PE3yIbTaTOB
WU3MEPEHHUI MIPU I0BEpUTEIBHOM BeposiTHOCTH P=0,95 He npeBbiliaeT 3HaYeHU, MPUBEJICHHBIX B

Ta6J'II/ILI€ 1 AJIs1 COOTBETCTBYIOIIUX AMAIIa30HOB HSMCpeHHﬁ.



Tabmuua 1

IToxazarenn
IToxa3aTenb BOCIIDON3EO-
ITokazarenn OBTOPSIEMO- . ﬁocm I
eJlell 1o-
JMana30H 13- TOYHOCTH cte (OTHOCH- p
- (FpaHI/IHBI (OTHOCH' BTOpﬂeMO-
MEpEeHHUI Mac- TCIBHOC TeIbHOE
Haumeno- o OTHOCHUTEIIb- - CTH,
COBOIA H CpEIHEKBAT cpeHeKBa-
BaHHUE B HO IOTPeII- | paryyeckoe r, %
9J€MEHTa | JIOJIH, MIIH HOCTH), oTkioHeHne | PATAICCKOC _
OTKJIOHEHHE P=0,95,
(Mr/kr) 3, % MOBTOPAEMO= | ponsBo- _
CTH), n=2
npu P=0,95 JIMOCTH),
o, %
OR, %
1 2 3 4 5 6
. Ot 0,020 mo
Kaamuit 32 55 16 15
1,0 BKIL.
Ot 0,0020 mo
CBuHell 28 7,5 14 21
5 BKIIL.
Ot 0,010 mo
uux 25 5 12 14
100 Bk
Ot 0,0010 n0
Menp 20 35 9 10
20 BKIL.

6 TPEBOBAHU K YCJIOBUSM BBITTOJIHEHW S U3MEPEHUI
ITpu BhINOMTHEHUH U3MEPEHUH COOIIOAAIOT CIEAYIOIIUE YCIOBHSL:

TemmepaTypa okpyxatomiero sosayxa, °C

AtmocdepHoe naBnenue, klla

OTtHocHTeNbHAS BIAXKHOCTH BO31yXa, %o

Yacrora nuraromeit cetu, I’

Hanpsoxenne nuranus B cetu, B

20-35

84,0 - 106,1(760 + 30 MM prt.CT.)
65+ 15
50+ 1

220*%

7. CPEJICTBA U3MEPEHUI, OBOPY IOBAHUE, PEAKTUBbI

7. 1 Ananuszarop Bodbramnepomerpuueckuii AKB-07MK no TV 4215-001-81696414 ¢
TPEXANEKTPOIHBIM TATIUKOM M CHCTEMOW cOopa u 00pabOTKH JTaHHBIX CO CIICIYIOIUMH METPO-

JIOTHYCCKHUMU XapaKTCPHUCTUKAMMU:

npenen oOHapy eHHsI HOHOB KaJIMUS, M/ M

mpenes JOMyCKaeMbIX 3HaueHui oTHocuTenbHOTO (CKO) cimydaiftHON cocTaBisromen mo-

TPELIHOCTHU Pe3yIbTaTOB U3MEPEHUH, Yo

7.2 T'CO cocTtaBa BOAHBIX PaCTBOPOB HOHOB METAJUIOB C aTTECTOBAHHBIM 3HAYEHUEM Mac-
COBOH KOHIIEHTpAIHH HOHOB 1,0 I/IM° i OTHOCHTEIIBHO# MOrPEIIHOCTHIO ATTECTOBAHHOTO 3HAYE-
Hus He 6onee (+1)% (mpu P=0,95). Hampumep:

5%10°:

- He 6onee 4.




I'CO pactBopa nonoB xkaamus 5690 unm 7472;

I'CO pactBopa nonos cBunia 7012 wnmm 7252;

I'CO pactBopa nonos nunka 8053 unu 7227,

I'CO pactBopa nonos meau 7998 wim 7226;

7.3 Becwl mabopaTopHbie 00OIIETO HAa3HAYEHUS C HAWOOJBIIMM MPEISIIOM B3BEITUBAHUS
200 r xn. cnenuanblblil o I'OCT 24104.

7.4 Jlo3aTtopbl MeTUIIMHCKHE TabopaTopHbie iepeMeHHoro oosema 5 — 100 u 200 — 1000
Mk o 'OCT 28311.

7.5 IluneTku MepHBIE JIabopaTOpHBIE CTEKISHHBIC 2 Kiacca TouHoctr 1o 'OCT 29227 u
TOCT 29169: Bmectumoctsio 0,5; 1.0; 2,0; 5,0; 10,0 cm®.

7. 6 Tlocyna mepnast 1abopaTtopHast cTekisiHHas 2 kiacca tounoctd nmo 'OCT 1770: kou-
Obl MEpHBIC HaJMBHBIE BMECTUMOCTBIO 25 em®; 50 em®; 100 em®; 500 em®1000 cm®; UMIUHAPHI
BMecTaMocThio 10 ev®; 25 em®; 50 ev®, 100 cv®, 1000 eM®; mpoGupKH MepHBIe BMECTHMOCTBIO 10
em; 15 em; 20 em®.

7. 7 llkad cymmibHBIN Ja0OPATOPHBIN C JUANIA30HOM PETYJIMPOBaHUS TeMIepatypsl 40 -
150°C.

7. 8 Ananmutnyeckuit apToknaB MKII-04 wnu MKII-05 AHKOH - AT-2 wunu snektporneydsb
COTIPOTUBIIEHUS KaMepHasi J1abopaTopHas C [Uana3o0HoOM peryinupoBaHus Temmeparypsl 200 -
1100°C.

7.9 Anmapar i IpUroTOBICHUS OMAUCTUILTUPOBAHHOM BOBI (CTEKIISTHHBIN)

ACJ/I-4 no 'OCT 28165.

7. 10 bans necuaHas.

7. 11 Yamu BoinaputenbHbie BMecTHMOCThi0 20 — 50 em® mo TOCT 29225 wmm o TOCT
1990

7. 12 Boponku ¢unsrpytomue BD-1-32 TIOP 40 TXC, B-25-312 XC, B-36-50 XC mno
I'OCT 25336.

7. 13 IManoukwu crexnsiHabie o 'OCT 21400.

. 14 Kanuit xnopuctsiii no I'OCT 423

. 15 Kuciora asorHas Mapku "oc.u"mo TOCT 4461 wmi TOCT 11125 (d =1,42 r/em?).
. 16 Criupt >THN0BBIH pekTuduKoBanHbId, TexHrndeckuii o 'OCT 18300

. 17 Kucnora cepras no FOCT 4204 (d =1, 84 r/cm®).

. 18. Kucnora consnast o TOCT 14261 (d =1,185 r/em®).

. 19 Pryts (Il) a3oTHOKUCHAs1, omHOBOAHAst o [OCT 4520

N NN NN N

. 20 Boga muctunnuposannas o 'OCT 6709.

Ilpumeuanue - JJonyckaemcs npumeHnenue Opy2ux cpeocms usmeperull, 6CnoMo2amenbHo-
20 000pY008aHUSA, PeaKmugo8 U MAmMepuaios ¢ Mempoio2U4ecKUMU U mexHu4eCKUMU Xapaxkme-
PUCmuUKamu He Xydice YKa3anHwlx evlute. Bce peaxmuebl 001icHbl Oblmb Keanugurkayuu oc.4 uu

X.4.



@®EJEPAJBHOE ATEHTCTBO IO TEXHHYECKOMY
PET'YJIMPOBAHMIO 1 METPOJIOT UM
S&=  OEJEPAJIBHOE TOCYJIAPCTBEHHOE YHUTAPHOE HPEXNPASITUE
s BCEPOCCHICKHUM HAYUHO-UCCJIENOBATEJIbCKUN HHCTUTYT
METPOJIOTUUYECKOM CJYXKBBI

119361 Mockea, O3épHas yi., a. 46 E-mail: analyt-vm@vniims.ru Ten. (495) 437 9419
®@axc: (495) 437 5666

CBUAETEJBCTBO Ne 22-08

Ob ATTECTAIIM MBU

MeTtoauka BHINOJHEHUS] H3MEPEeHHII MacCOBOH A0JIH
KaJMHsi, CBUHIIA, MEIU U IIMHKA B MHIIEBOI MPOAYKIIHH
METO0I0M HHBEPCHOHHOH BOJIbTAMIIEPOMETPHH

Metoarka BBIIONHEHWS HW3MEPEHMH MAacCOBOM [OMM KaaMmus, CBHHIA,
MeAM M [HMHKAa B IHIIEBOW NPOAYKIWH METOAOM MHBEPCHOHHOW BOJIBTaMIIE-
pomerpun, paspaboranHas 3A0 "AkBWIOH", aTTeCTOBaHA B COOTBETCTBHU C
I'OCT P 8.563-96 u ’'OCT P UCO 5725-2002.

ATTecTanus OCYINECTBIIEHA MO PE3ybTaTaM SKCHEPUMEHTABHBIX HCCIENO0-
Banmii MBU.

B pesynprare arTectanuu ycraHoBieHo, uto MBU cooTBeTCTBYET NIpEabAB-
JEMBIM K HEH METPOJOTMYECKAM TPeOOBaHMAM U 00JIagaeT OCHOBHBIMH METPO-
JIOTMYECKUMH XapPaKTEPUCTHKAMH, TIPUBEICHHBIME HA 000pPOTE HACTOSIIETO CBH-
JIeTEeNbCTRA.

IIpu peanmzanum MeTOOWKH B J1abOpaTOpPHHM OOECIEUHBAIOT KOHTPOJb CTa-

OMITBHOCTH PE3YyJIbTaTOB aHalIi3a HAa OCHOBE KOHTPOJIA CTaOWIIBHOCTH Cpe€aHe-
KBaAPaTUYCCKOr0 OTKJIOHEHUA IMMOBTOPACMOCTH U IMMOKA3aTEIIA IIPABUIIBHOCTH.

[ara Boigaun 4 mapta 2008 roma

3amecTHTENb TMPEKTOP: B. H. famun




PE3YJIbTATHI METPOJIOTUYECKOU ATTECTALIMA

ITokasarens
IToxa3arens | BOCHpOU3-
Ilokazarens | moBTOpsie- BOIMMOCTH
TOYHOCTH moctu (0T- (oTHOCH-
Juana3ox
G (rpaHuLB HOCHTEJIb- TENbHOE IIpenen mo-
HU3MEpEHHi
Haumeno- e S OTHOCH- HO€ CpenHe- cpenHe- BTOPSIEMO-
BaHUE o TEeNbHOM MO- | KBajpaTH- KBafipaTH- cTH,
3JIEMEHTa e rpeIHo- YEeCKOe OT- YeCKOoe OT- 1, %,
MJTH
CTH), KJIOHEHUE KJIOHEHUE P=0,95, n=2
(Mr/kr) 5 : :
+8, %, MOBTOPSiE BOCIIPOU3
npu P=0,95 MOCTH), BOJIUMO-
or, % CTH),
OR %
Kanmuii Ot 0,020 mo 1,0 Bk 32 55 16 15
CeuHen Ot 0,0020 mo 5 Bxut. 28 1.5 14 21
Iuuk Ot 0,010 mo 100 Bx. 25 5 12 14
Menp Ot 0,0010 mo 20 BKJI. 20 35 9 10

HauanepHuk otaena

III. P. ®arkynuHoBa




