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BBenenue

Axkmyanvnocms padonivl

Poct TpeboBanuii K 1OCTOBEpHOCTH HH(POPMALIUN O XUMHUYECKOM COCTaBE CTUMYJIUPYET pa3BU-
THE STAJIOHHOM 0a3bl B 00JACTH aHAIMTUYECKUX M3MEPEHUH, KoTopas BILUIOTh /10 KoHia 2000-x romoB
Hocwua parMeHTapHbIi Xapaktep. B 2009 r. nsate Metposiorndeckux nHCTUTYTOB: BHUUM mm. JI.1.
Menneneea, YHUMM, BHUN®TPU, BHUNO®UN, BHUMMC — noka3zanu He0OOXOAUMOCTb YHU(H-
Kallu¥ METOAO0JOTHYECKUX MOAXO0A0B K IOCTPOEHUIO CUCTEMbI BOCIIPOU3BECHUS U IIepeladl €ANHMIL
BEJIMYMH, XAPAKTEPU3YIOIINX XUMUYECKHA COCTaB JKUJIKUX M TBEPIBIX BEIIECTB U MAaTE€pUaJIOB, U HA
1[€JI€CO00Pa3HOCTh OIEPEKAONIEr0 HOPMATHUBHOIO 3aKpeIUIeHHsI OOLIeil CTPYKTYypbl CHUCTEMBI H, B
OCOOEHHOCTH, €€ BEPXHUX 3BEHBEB B CBSI3U C YYACTUEM I'OCYIapCTBEHHBIX HAYYHBIX METPOJOTHYECKUX
uHCTUTYTOB Poccuu B peanuzauun «CoriameHus 0 B3aMMHOM MPU3HAHUN HAIlMOHAJIbHBIX 3TaJIOHOB U
cepTu(ukaToB KaaMOPOBKU U U3MEPEHUI, BHIJABAEMBIX HAlIMOHAIBHBIMH METPOJIOTMYECKUMU HHCTH-
TyTamu». B pe3ynpTaTe HOJKOMUTETOM 5 «ITaJIOHBI M TIOBEPOUYHBIE CXEMBbI B 00JIACTH U3MEPEHHH Pu-
3UKO-XMMHYECKOI0 COCTaBA U CBOMCTB BEIIECTB» TE€XHUUYECKOTO KOMHUTETA MO cTaHaaptuzauuu TK-
206 «JTanoHBI U MMOBEPOYHBIE CXEMBbI» ObLT pazpaboran HanmuoHanbHBIN cTangapt ['OCT P 8.735.0-
2011 «I'CH. T'ocynapcTBeHHas: MOBEPOYHAsI CXeMa JJIsl CPEACTB U3MEPEHMI COJEpKaHUsI KOMIIOHEH-
TOB B >KMJKUX M TBEPABIX BeUIECTBAaX M Marepuanax. OCHOBHbBIE IMOJIOKEHUS», YCTaHABIUBAKOUIUN
CTPYKTYpPY KOMILIEKCA FrOCYAapCTBEHHBIX MepBUYHbIX 3TanoHoB (I'TID) eaunui maccoBoil (MOJIAPHOI)
JIOJIM ¥ MAaCCOBOM (MOJISIPHOM ) KOHIIEHTPAIIMH KOMIIOHEHTOB B JKUJIKUX U TBEPJIbIX BEIIECCTBAX U MaTe-
pHaliax ¥ OCHOBHBIE TTapaMeTPhl CUCTEMBI Tiepefaun equHul] oT komruiekca ['TID pabounm cpeactBam
u3MepeHuil. Kommiekc BkiitouaeT B ce0sl MATh TOCYJapCTBEHHBIX MEPBUUHBIX 3TaJOHOB, OCHOBAHHBIX
Ha Pa3TUYHBIX (PU3UKO-XUMUYECKUX MIPUHITUIIAX: KYJTOHOMETPUH, TPAaBUMETPHH, aTOMHON a0copOIuu,
Macc-CIIEKTPOMETPUU C M30TONHBIM pa30aBleHHEM, KHJIKOCTHOM U Ta30BOH XpomaTo-Mmacc-
CIIEKTPOMETPHUH, KHIKOCTHOM Xpomartorpaduu [1]. B 3ToM psity KyToHOMETpHs 3aHUMAeT 0coboe Me-
CTO, TaK Kak sIBIsieTCs aOCONIOTHBIM METOJOM, UMEIOIUM BBICOKHE TOYHOCTHBIE XapAaKTEPUCTUKH, U
PEKOMEH/I0BaHa B KaUE€CTBE MPSIMOI0 MEPBUYHOI0 MeTo/1a KoHCyIbTaTUBHBIM KOMUTETOM IO KOJIMYE-
CTBY BEIIIECTBA — METPOJIOTUS B XUMUU MexayHapoHoro 6ropo mep u BecoB (MBMB) [2].

Co BTOpOI1 Mos0BUHBI XX BEKa U MO HACTOSIIIIEE BPEMSI METO] KYJOHOMETPUUYECKOTO TUTPOBA-
HUS (Pa3HOBUAHOCTH KYJTOHOMETPUU) BO BCEM MHPE MPUMEHSETCS AJsl pa3paboTKU CTaHIAPTHBIX 00-
Pa3loB COCTaBa YUCTHIX XMMHYECKHUX BEIIECTB, KOTOPHIC SBIISIOTCS BEPXHUM 3BEHOM B HEPApXUU
CTaHJAapPTHBIX 00pa3loB U O0ECHEUNBAIOT MPSIMYIO IPOCIEKUBAEMOCTh PE3YyIbTaTOB U3MEPEHHH CO-

ACPpIKaHUA KOMHOHCHTOBl K €AMHHUIIaM CUCTCMBbI CH. HanumoHanbHBIE 3TaJ0HBI U BEICOKOTOYHEIE yCra-

! Conepsxanne KOMIOHEHTa (CoziepKaHie KOMIIOHEHTa «B») — 06001IeHHOe HAUMEHOBAHHE IPYIIILI BEIUYKH, XapaKTepHU-
3YIOMIUX XUMUYECKHUI COCTAB BEIIECTB U MAaTEpUAIOB 10 MexayHapoaHoMy ctanaapty MCO 80000-9:2009 Benndunbl 1
enuHUIBl. Yacts 9. dusndeckas XUMUsS M MOJICKYIISIpHAS (PU3UKa



HOBKHM, OCHOBAHHBIE Ha METOJE KYJIOHOMETPHUUECKOro TUTPOBAHHS, YCIIEIIHO MCHOJb3YIOT B ['epma-
nuu, CnoBakun, CIIA, SInonun, Kopee, Kurae, Poccuu u apyrux crpanax.

B nepuon ¢ 1976 no 1981 roast B CBepainosckoMm ¢unmane BHUVM (B HacTosiiee Bpemst
OI'VII «YHUHM») Obuta co3mana u aTTecToBaHa «Y CTAHOBKA BBICIIEH TOYHOCTH JJIsl BOCIIPOU3BEIC-
HUSl MAacCCOBOM J0JM OCHOBHOI'O BEIIECTBAa B CTAHJAPTHBHIX 00pa3liax XUMHUYECKHX BEUIECTB METOJO0M
KysnoHoMmeTpuueckoro tutpoanus YBT 14-A-81» npu yuactum FO.H. JleBuenko, A.A. IlpockypHu-
koBa, J.M. Mankosoii, B.H. Karsimesa, I'."11. TepentseBa u np. YBT 14-A-81 Bo3rnasisiiia rocyaap-
CTBEHHYIO TIOBEPOUHYIO CXEMY JUIsl CPEJCTB U3MEPEHUIN MAacCOBOM JTOJIM KOMIIOHEHTOB B BEIIECTBAX U
Mmarepuaiax, perimaMmentupoannyo MU 2639-2001 [3]. K koniry 2000-X ro0B cpaBHUTEIbHbIH aHa-
T3 METPOJIOTHYECKUX XAPAKTEPUCTUK BHICOKOTOUYHBIX KYJTOHOMETPHUECKHUX YCTAHOBOK IMOKA3aj, YTO
VBT 14-A-81 (mumanazon uamepenwmii ot 99,00 mo 100,00 %, CKO = 0,010 %, HCIT = 0,015 %, 4ro
cootBercTBYeT Ua=0,010 %, us=0,008 %) o TouHoctu B 2-3 paza ycTymnaeT 3apyOeKHbIM aHAJIOTaM.

Ienv pabomor: pa3pa60TKa TOCYHJapCTBECHHOI'O IICPBUYHOI'O 3TAJIOHA CAUHUIL MacCOBOH J0JIN

W MacCOBOH KOHIOCHTpAalIMKM KOMIIOHCHTA B XUJAKHUX U TBCPABIX BCHICCTBAX W MAaTCpHUAIaX HAa OCHOBC
KYJIOHOMCTPUYCCKOI'O TUTPOBAHUA JIA obecrneueHus CANHCTBA aHAJIMTHYCCKHUX H3MepeHHﬁ U IIOBbI-
MICHNUA UX TOYHOCTH.

Ocroegnble 3a0a4u UCCACO06AHUA:

° aHaJii3 BO3MOXHOCTEH MOBBIIICHUS TOYHOCTA METOJOB U CPEJICTB BOCIPOU3BEICHUS U TEpe-
Jlayd €IUHHUL] MAaCCOBOM JI0JM M MAacCCOBOW KOHIIEHTPALUW KOMIIOHEHTOB METOJOM KYJIOHOMETpHUYE-
CKOTr'0 TUTpOBaHUs. BRIOOP OCHOBHBIX HAIPaBJICHUI COBEPIIICHCTBOBAHUS YCTAHOBKU BBICIIEH TOYHO-
CTH C IENBI0 pa3pabOTKU TOCYAaPCTBEHHOTO MEPBUYHOTO ATAjJOHA HA OCHOBE KYJIOHOMETPHUUYECKOTO
TUTPOBaHU,

° pa3paboTKa KYJIOHOMETPHUYECKON SUYEHKH, OOECIEeUMBAIONICH HAWTy4dllIue METPOJIOTHUECKUE
XapaKTepUCTUKHU pa3padaThIBa€MOTr0 3TajOHa;

° BBIOOP ONTHUMAIBHBIX PEKUMOB BOCIPOHM3BEICHHS €IMHUI] MAaCCOBOM JIOJIM U MacCOBOM KOH-
LEHTpalu OCHOBHOTO KomrnoHeHTa Ha ['TID;

° HCCIIEIOBAHUS BKJIAJIOB OT PA3JIMYHBIX UCTOUYHHUKOB HEOIPEIEICHHOCTH U3MEPEHUN COJEpHkKa-
HUA KOMIIOHEHTa ¢ npuMmeHeHueMm ['TID u yTouHeHne maTeMaTHYeCKOW MOJIENIM H3MEPEHUN IMyTeM
ydeTa XUMHUYECKUX MCTOYHHUKOB HEOIPEACIICHHOCTH M3MEpPEHUN (COMep KaHUs B DJIEKTPOIHUTE yTiie-
KHCJIOTO Ta3a U Kuciopozaa, Auddy3uu onpenensieMblXx HOHOB B MPOMEKYTOUYHYIO U BCIIOMOTATEb-
HYIO KaMephI sTUeHKH);

. SKCIEPUMEHTAIBHOE MOATBEPKICHUE U3MEPUTEIbHBIX Bo3MOkHOcTer ['TID nmyrem ywactusa B
MEXKTYHApOAHBIX KIIOUEBBIX CIMYEHUSIX 101 aruaoii MbMB;

° BBISIBIICHHE OCOOCHHOCTEH Tepeiauu eMHUIl MAaCCOBOM JIOJIM M MacCOBOW KOHIIEHTPAIIMH KOM-

MMOHCHTOB OT TOCYAAPCTBCHHOI'O IIECPBUYHOI'O 3TAJIOHA HA OCHOBC KYJIOHOMCTPHUYCCKOT'O TUTPOBAHUS;



. pa3paboTKa ATAJOHOB CPaBHEHMS - CTAaHJAPTHBIX 0Opa3IOB COCTABAa YHCTHIX XUMHUYECKUX Be-
IIECTB, METPOJIOTMUECKUE XAPAKTEPUCTUKH KOTOPBIX YCTAHOBJIEHBI METOJOM KYJIOHOMETPUYECKOIO
TUTPOBAHUA C IPUMEHEHHEM pa3padboTtannoro ['TID.

Hayunas nosuszna

o IIpoBeneHa olieHKa BKJIa10B OT pa3IMYHbIX HICTOYHUKOB HEOIIPEIEIEHHOCTH BOCIIPOU3BEICHUS
€IMHUI] MAaCCOBOM JI0JM M MacCOBOM KOHIICHTpalluu KOMMOHEHTa ¢ nomoibio ['TID u nokasano, uro
HauOOJIBIINK BKJIAJl BHOCAT CJEIYIOIINE HCTOUHUKH: TOBTOPSIEMOCTh, IUIOTHOCTh pacTBopa (AJs Ku -
KHX Mpo0), Macca HaBECKH, HApPsHXKEHUE TeHEePaTOPHOro TOKA MPU OCHOBHOM T'€HEPUPOBAHUU, COMPO-
TUBJICHUE KaTYIIKW, MOJIIpHas Macca, auddysus, conepxkanue B snextponute CO2 i KUCIOTHO-
OCHOBHBIX peakiuil uiau Oz JUisl OKUCIUTEIbHO-BOCCTAHOBUTEIbHBIX PEAKLIUH.

o YTouHeHa MareMaTH4ecKasi MOJEIb IpoLecca U3MEPEHUN COAepKaHUsI KOMIIOHEHTa METO/I0M
KYJIOHOMETPUYECKOTO TUTPOBAHUS ITyTEM y4eTa BIUSHUSA XUMUYECKUX (DAKTOPOB, HA OCHOBE KOTOPOU
OLICHEHA HEONPEIEIECHHOCTh U3MEPEHHI COJIEp)KaHUsI OCHOBHOIO KOMIIOHEHTA B KMJIKUX U TBEPIBIX
BEILECTBAX U MaTEpHaAIaX METOJI0OM KYJIOHOMETPUYECKOTO TUTPOBAHUSI.

. Pa3paborana kynoHOMeTpHUecKas siueiika HOBOM KOHCTPYKLIUU C MEHBIIMM 00beMOM pabouei,
MIPOMEKYTOUHOM M BCIIOMOTaTeJIbHOM KaMep, ¢ BO3MOXKHOCTbIO MPOAYBKH MX aprOHOM U BBITECHEHUS
AIIEKTPOJIMTA U3 IPOMEKYTOUHOW KaMephl B pabouylo, ¢ UCTIOIb30BaHNEM 0apOoTepa B BUAE CTEKIISH-
HOW TPYOKHU C KPYITHONOPUCTOW (PPUTTON HA KOHIIE, YTO TO3BOJWIO YBEIHYUTh YYBCTBHTEIHLHOCTH
WHJUKATOPHOM CUCTEMBI, U KaK CJIEJICTBHE, YMEHBLIUTH B 1,5-2 pa3a HeONpeaeneHHOCTh U3MEPEHUH,
CBSI3aHHYIO ¢ UKcalMell KOHEUHOM TOUKH TUTPOBAHMSL.

. [IpoBeaeHa onTuMHU3aLUs PEKUMOB TUTPOBAHUS IS MOBBIIIEHUSI TOYHOCTU U3MEPEHUM KOJIHU-
YyecTBa AJIEKTPUYECTBA B MPOLEAypax MPeaBapUTEIbHOI0, OCHOBHOIO U 3aKIIOYUTEIHLHOTO THUTPOBA-
HUAW. J{J19 UCKIIFOYEHUS alIUTUBHBIX CMEILICHUH, CBI3aHHBIX C HECOBIIAJICHUEM KOHEUYHOW TOYKHU THUT-
pOBaHUs C TOUKOW SKBUBAJIEHTHOCTHU, BKIIOUEHBI IPOLIEYPHI IPEABAPUTENHHOTO U 3aKIIOUHUTEIBHOTO
TUTPOBAHUM.

. KonkpeTtnsupoBaHsl cpeicTBa U OpAIOK nepenayun equHull ot ['TID Ha ocHOBe KyloHOMETpU-
YEeCKOr0 TUTPOBAHMUSA B COOTBETCTBUU C OOOOIIEHHON TroCyJapCTBEHHOH MOBEpOYHON CXeMOH 1o
['OCT P 8.735.0-2011 [1]. Pabota 3aBeprumiachk HarpoHaabHbIM cTanaaprom ['OCT 8.735.1-2011 [4],
KOTOPBIA BOMIEN B KOMIUIEKC CTaHAApPTOB, PACIIPOCTPAHSIOUINXCA HA TOCYJApCTBEHHYIO TTOBEPOUYHYIO
CXEMY JUIsl CPEACTB U3MEPEHUN CO/IepKaHUsI KOMIIOHEHTOB B JKUJIKMX W TBEPIBIX BEIIECTBaX U Mare-
puanax.

. s nepenaun equHUI ot ['TID pazpaboTaHbl 3TaTOHBI CpAaBHEHUS B BUJE HOBBIX CTaHIAPTHBIX
o0pa3ioB yrBepxkaeHHbIX TUMOB (CO) cocTaBa STUICHIUAMHUHTETPAYKCYCHOW KHCIOTHI M XJIOpPHUAA

KaJInsl ¢ aTTECTOBAaHHBIMU 3HAYCHHSIMH MAaCCOBOM JOJIM OCHOBHOT'O KOMIIOHCHTA H CO cocraBa pac-



TBOpa COJITHOM KHCIIOTBI C aTTSeCTOBAHHBIM 3HAUYCHHEM MOJ'IHpHOﬁ KOHLCHTpPAIuK, HWMCIOIIHEC
HAaWBBICIIMEC MCTPOJIOTNYCCKUEC XaPAKTCPUCTHUKHU B Poccun.

Ilpakmuueckasa 3HauUUMoOCms

. Pazpaboran rocynapcTBEHHbBIN MEPBUYHBIN 3TAjJOH HA OCHOBE METOJa KYJIOHOMETPUUYECKOTO
TUTPOBaHUA, 00ECIEUMBAIOIIMI TOBBIIIEHUE TOYHOCTU BOCIPOU3BENIEHUS COJAEPKAHHUS OCHOBHOIO
KOMIOHEHTa B 1,5-3 pasa mo cpaBHEHMIO C CYIIECTBOBABIIIEH yCTaHOBKOU BbIcIIel TouHocTH YBT 14-
A-81.

. [IpemioxkenHas MmaTeMaTuyeckasi MOJENb MPOLECCa U3MEPEHUN METO/IOM KYJIOHOMETPUYECKO-
ro TUTPOBAaHUs MCIOJb3YETCs IPU OLEHUBAHUM HEOIPEICICHHOCTH BOCIIPOU3BENCHUS COJEP KaHUs
KOMITOHEHTA B KUJKUX U TBEPJBIX BEIIECTBAX U MaTepuainax ¢ npuMmenenuem ['T1D.

. Co3zaHHBIN TOCYAapCTBEHHBIN EPBUYHBIN 3TaJIOH B COBOKYITHOCTU CO CTaHJApPTHBIMHU 00pa3-
IaMd U pa3pabOTaHHONW HOBOW IMOBEPOYHON CXEMOM OOECIeYMBAET MPOCIEKUBAEMOCTh U3MEPEHUN
COJIepXaHusl KOMIIOHEHTOB B JKUJIKMX M TBEPJIbIX BEIIECTBaX U Marepuaax K equHuuam cucremsl CU,
YTO OTBEYACT MEXKAYHAPOJHBIM TPEOOBaHUAM K cepTU(UKATaM KaTUOPOBKU U M3MEPEHMUIA, BbllaBae-
MBIX HaIIMOHAJIBLHBIMU METPOJIOTUUECKUMHU MHCTUTYTAMHU, ISl X IPU3HAHMS IPYTUMU CTPAaHAMMU.

. [TonydeHHbIE METPOJIOTHYECKHIE XapAKTEPUCTHKU Pa3pabOTaHHOTO 3TAJIOHA U ATTECTOBAHHBIX C
€ro MPUMEHEHUEM CTaHAAPTHBIX 00pa3L0B MO3BOJISAIOT CO31aTh 0a3y METPOJIOTUYECKOTO 00ECTIEUEHUS
BBIITYCKa XUMHUECKUX PEAKTUBOB M BEUIECTB 0COOO0I YHCTOTHI C MOTPEUTHOCTHIO YCTAHOBIICHHUS Mac-
coBoil gonmu ocHoBHOTro KoMioHeHTa ot 0,05 % no 0,5 % (B HacTosiiee BpeMs MOTrPEIIHOCTh COCTaB-
aset ot 0,1 % mo 1,0 %).

. [IpoBeneHHBIE MEXAYHAPOJHBIC CIMUEHUS MO H3MEPEHUI0 cojepkaHus Oudranmata Kamwus,
XJIOPOBOJIOPOJTHOM (COJITHOM) KUCJIOTHI U AuxXpomMara Kaiusi noj srugoii MBMB no3onunun ®I'VIT
«YHUUM» nonyuuth Npu3HAHUE CBOUX W3MEPUTENIbHBIX U KATMOPOBOUHBIX BO3MOYKHOCTEH HA MEXK-
JYHApOJHOM YPOBHE.

Hlonooicenusn, 8blHOCUMBIE HA 3AULUNLY

. Kynonomerpuueckas sueiika HOBOW KOHCTPYKIIMHM C MEHBIIUM 00BEMOM paboueil, mpomMexy-
TOYHOU M BCIIOMOT'aTeJIbHOM KaMep, C BO3MOKHOCTBIO IIPOJYBKUA UX aprOHOM U BBITECHEHHUS DJIEKTPO-
JUTa U3 TMPOMEKYTOUYHON Kamepsl B pabOuyr0, C HCIOJIh30BaHHEM OapOoTepa B BHJE CTEKJISHHOMN
TPYyOKH C KpYITHOTIOPUCTON (DpUTTOI HA KOHIIE, TIO3BOJISIET YBEIUYUTh YYBCTBUTEIHHOCTh MHAMKATOP-
HOM CHUCTEMBI, M KaK CJIEJICTBHE, YMEHBIINUTH B 1,5-2 pa3a HeonmpeneaeHHOCTh U3MEPEHH, CBA3aHHYIO
C HAXOKJIEHUEM KOHEYHON TOYKH TUTPOBAHUA.

. Maremaruueckass MOJENb MpoIecca U3MEPEHUHN COAEpKaHUsI KOMIIOHEHTa METOJIOM KYJIOHO-
METPUUYECKOTO TUTPOBAHHUS, TOTIOJTHUTEIHFHO YIUTHIBAIOIIAS BIUSHUE XUMUYECKHX (hakTopoB (auddy-
3ust HOHOB, cojepxkanue CO2 unn Oz B AJEKTPONINTE), MO3BOJSET aJ€KBATHO OLEHUBATh HEOIpese-

JICHHOCTh U3MEPEHUI METOJIOM KYJIOHOMETPUYECKOT0 TUTPOBaHUs ¢ mpuMeHenuem ['TID.



. Metponoruueckue xapakrepuctuku (MX) paspabdorannoro I['TID enunui; maccoBoit (Momsip-
HOI{) JJOJTM M MacCcOBOM (MOJIAPHOM) KOHIEHTPALlMU KOMIIOHEHTA B KHUJKHX U TBEPJbIX BEUIECTBAX U
MaTepuaiax Ha OCHOBE KyJIOHOMETPUYECKOTO0 TUTPOBAHHUS 110 TOUHOCTHU B 1,5-3 pasa npesbimaror MX
VBT 14-A-81, uyTo NOATBEPKI€HO pe3yJibTaTaMU MEXKIYHAPOIHBIX CIMUYECHHUM 10 U3MEPEHUIO0 COACP-
JKaHus Oudranarta Kamus, XJIOPOBOIOPOTHON KUCIOTHI M IUXpoMara Kanus noj sruaoi MBMB.

. C npumenenuem ['TID Ha OCHOBE KYJIOHOMETPUYECKOTO TUTPOBAHUS pa3paOOTaHbI HOBBIE dTa-
JIOHBI CpaBHEHUS - CTaHAAapTHBIE O0O0pa3Ibl COCTaBa YMUCTHIX BEIIECTB, UMEIOLINE METPOJIOTHYECKYIO
npociekuBaeMocTh U HauBbiciine MX B Poccun (rpaHuiibl HOrpenIHOCTH aTTECTOBAaHHBIX 3HAUCHUN
CO cocrasistor oT + 0,02 1o + 0,05 %).

Bueopenue pezyniomamoe padomoi

. I'TID maccoBoit (MOJIIpHOM) MOJIM M MacCOBOM (MOJISIPHOM) KOHIICHTPAllUM KOMIIOHEHTA B
KHUJIKUX U TBEPIBIX BEIIECTBAX W MaTepuaiax Ha OCHOBE KYJOHOMETPHYECKOTO TUTPOBAHHS YTBEP-
kKAeH npukazoM DenepanbHOro areHTCTBA MO0 TEXHUYECKOMY PEryIUpOBAaHUIO U METPOJIOTUU U BHE-
ceH B Peectp rocynapcrsennsix stanioHoB PO nox Homepom ['OT 176-2010.

o l'ocynapcTBeHHass moBepouHash cxema pa3padoTaHa B paHre HalMOHAIBLHOTO CTaHAapTa
['OCT P 8.735.1-2011 «I'CH. I'ocynapcTBeHHasi mOBEpOYHasl cxema Jisg CPEACTB U3MEPEHHM coaep-
YKaHWS KOMIIOHEHTOB B JKUAKUX M TBEpPABIX BEIIECTBaX M Marepuaiax. [lepegaua pasmepa eIuHUI] OT
rOCYJapCTBEHHOTO MIEPBUYHOTO STAIOHA HA OCHOBE KYJIOHOMETPUYECKOTO THTPOBAHUSY.

. Pa3paboransl Tpu HOBbIX THa CO cocTaBa (3TUICHIMAMUHTETPAYKCYCHOM KHUCIIOTHI, XJI0pUaa
KaJusl ¥ PacTBOpa COJISIHOM KHUCIIOTHI), UMEIOIINE BHICIINE METPOIOTUYECKUE XapaKTepUcTuku B Poc-
CHH.

Anpobdauus padbomut

OcCHOBHBIE pe3yNbTaThl U MOJOXKEHUS JUCCEpTAllMU JIOJIOKEHBI U 00CYXIeHbl Ha MexayHa-
ponnom Kourpecce no ananutuueckoit xumun ICAS (International Congress on Analytical Sciences)
(r. Mockga, 2006 r.), I-ii u ll-it Bcepoccuiickux KoH(pepeHIUsAX ¢ MeXAyHapoIHbIM yyacTueM «CTaH-
JapTHble 00pa3ipl B u3MepeHusx u Texnosorusax» (ExarepunOypr, 2006 r., u r. Cankr-IlerepOypr,
2008 T. COOTBETCTBEHHO), 3-€if O0TpacieBoll KOH(EPEHIIUU MO0 METPOJIOTHIECKOMY OOECIIEYEHHUIO H3-
mepenuit B ['ockopriopanuu «Pocarom» (r. O6HUHCK, 2006 T), 2-0M U 4-0M MEXIYHAPOIHBIX KOHKYP-
cax «Jlyummii monoznoit merposior KOOMET», (1. XapbkoB, Ykpauna, 2007 r., u r. Mocksa, 2011 r.
COOTBETCTBEHHO), MOCKOBCKOM CE€MHHApe Mo aHanuTHudeckoil xumuu (r. Mocksa, 2009 r.), Cbe3ne
aHanuTUKOB Poccnn «AHanuTudeckass XMMHUsi — HOBbIE METOJBI U BO3MOXKHOCTHY, (T. MockBa, 2010
r.), Beepoccuiickoit kondepenuuu «M3mepenus. Kauectso. bezonacHocts» (r. EkarepunOypr, HOSAOpb

2012 1.).



Ilyonuxkauuu

[To maTepuanam auccepTallMOHHON PabOThl ONyOIMKOBaHO 24 pabOTHI, B TOM YHUCIE: 3 CTaThU
B BEJYLUX PELEH3UPYEMbIX HAayuyHBIX XXypHallaX, 4 B NEPUOAMUYECKU U3ABAEMBIX POCCUICKUX XKYp-
Halax, 2 B 3apyOeKHBIX JXypHaiax, 5 B cCOOpHHMKax TpPyIOB, 7 T€3UCOB JOKJIaJJOB BCEPOCCUHCKUX U
MEXIYHApOAHBIX KOH(DepeHIHii, 3 HOpMATUBHBIX JOKYMEHTA.

Jluunwotit exnao aesmopa

ABTOpPOM TIPOBEJICH aHAJINW3 MPUOOPHOTO COCTaBA U METPOJIOIMUYECKUX XapaKTEPHCTUK 3apy-
OEKHBIX BBICOKOTOYHBIX KYJIOHOMETPHUUECKUX YCTAHOBOK, 0OOCHOBAaH BHIOOP CPEACTB U3MEPEHUN IS
BKIIFOUYeHUS B coctaB ['TID, pa3spaboTaHbl 3CKU3BI YePTEKEH HOBOM KYJTOHOMETPUYCCKOMN STUCHKHU. AB-
TOPOM IPEAJIOKEHA YTOUHEHHAs] MaTeMaTH4eCKasi MOJIENb MIPoliecca U3MEPEHUN COJEpKAHUS KOMIIO-
HeHTa ¢ npuMeHeHueM [TID, Bkmovaronas XuMudeckue (akTOpbl; BHITIOJTHEHBI PacueThl OIOKETOB
HEOMpeAeNeHHOCTU. ABTOPOM MPOBEICHBI SKCIIEPUMEHTANIbHBIE UCCIIEI0BAaHUS (M3MEPEHHSI MAaCCOBOM
nonu ocHoBHOTO kKoMnoHeHnTa B CO cocraBa Oudranara kanus, Tuxpomara Kanus, TpuioHa b, monsip-
HOM KOHILIEHTpalMK XJIOPOBOJAOPHOW KHUCIIOTHI), IO PE3yJbTaTaM KOTOPBIX YCTAHOBJIEHBI METPOJIOTU-
YECKUE XapaKTEPUCTUKHU pa3paboTaHHOro 3TanoHa. BeimonHens! uaMepenust Ha ['1I0 B pamkax kiro-
yeBoro u nunotaoro cauuenuii (CCQM-K34.2, CCQM-P19.2). B moaHoM 00beMe BBITOIHEHBI pabo-
ThI TI0 CO3JJaHHIO JBYX HOBBIX THMOB cTaHAapTHbIX 00pasuoB (I'CO 9654-2010, 'CO 9655-2010). As-
TOp MPUHUMAJI ydacTue B pazpadorke HanmoHanbsHoro cranaapra 'OCT P 8.735.1-2011 «I'CHU. T'ocy-
JApCTBEHHAsl MOBEPOYHAs CXeMa JJIsl CPEJCTB M3MEPEHHMM COoJIepKaHUsT KOMIIOHEHTOB B KUIKUX U
TBEpPJBIX BellecTBax M marepuanax. llepenaya pasmepa eIWHHI] OT TOCYJIapCTBEHHOI'O MEPBUYHOTO
ATaJIOHAa HA OCHOBE KYJIOHOMETPUYECKOIO TUTPOBAHMS», A TAKXKE JBYX HOPMATHUBHBIX JOKYMEHTOB B
paHre METOJIUK MHCTUTYTA.

Cmpykmypa u 00vem ouccepmayuy

HuccepranuonHas paboTa COCTOMT U3 BBEJCHMS, MATH IJIaB, IPUIIOKEHUH, BHIBOJIOB M CIIHCKA
JAUTEpaTypsl, BKIodatoniero 145 6ubnuorpaduueckux cebuiok. Paborta nsznoxkena Ha 135 crpanunax

TEKCTa, coAep>KUT 35 Tabnuil u 33 pucyHka.



I'naBa 1. JlureparypHbiii 0030p
11 KynonoMmerpuyeckoe TUTPOBAHKUE KaK IIEPBUYHBIN METOJ U3MEPEHUHM COCTaBa BEILIECTB

CornacHo onpeaenenuto KoHcynbTaTUBHOTO KOMUTETA 110 KOJIMUYECTBY BeliecTBa — MeTposio-
rusi B XuMuu MexayHapoaHoro 6ropo mep u BecoB (MBMB), nmepBuyHBIN METO1 U3MEPEHHUS - METOI,
UMEIOLINI HAUBBICIIME METPOJIOTHYECKHUE CBOICTBA, MOJIETh (MaTEeMaTUYECKOE YPaBHEHHE) U peau-
3a1Msi KOTOPOIo IOJHOCTBIO ONMCAaHbl U MOHATHI B TepMUHaX eauHul cuctemsl CH. Wcnonb3oBanue
NEPBUYHOTO NPSIMOT0 METOJIA AaeT 3HAUCHUE HEU3BECTHOW BEJTMUMHBI O€3 CCBUIKM Ha 3TAJIOH 3TOH Be-
Tu4uHbL. Vcnonb30BaHNE IEPBUYHOTO OTHOCUTEIBHOIO METO/1a 1a€T 3HAYEHUE OTHOILICHHUS ABYX 3Ha-
YEHUW OJHOM BEIMYHMHBI 0€3 CCHIIKM Ha ATAJIOH 3TOW BeIM4HMHBI [2]. B cOOTBETCTBHM ¢ ATUM ompee-
JIeHHEM, aOCOJIOTHBIM METOJIOM, HE TPEOYIOIIMM TpaJyHpPOBKH, MOXKET CUHUTATHCS TOJIBKO MPSIMOM
MEPBUYHBIN METOJI; MEPBUYHBI OTHOCUTEIBHBIN METOJ JIJISl MOJIYYCHHUS! Pe3ysibTaTa U3MEPEHUN Tpe-
OyeT pemepHOl TOYKM, B Ka4eCTBE KOTOPOHl B KOJIMYECTBEHHOM XHUMHYECKOM aHaJIM3€ BBICTYIAET
CTaHJapTHBINA 00pasel] cocTana.

KoHcynbTaTUBHBIN KOMUTET MO KOJIMYECTBY BEIIeCTBA — METpOJIOTHs B XUMUH K TEP-BUYHBIM
METOJaM  OTHOCUT  TIPaBUMETPHUIO,  KYJIOHOMETPHUIO, KPUOCKOIHIO, TUTPUMETPHUIO,  Macc-
CHEKTPOMETPHUIO C HM30TONHBIM pazbaBneHueM [2]. M3 mepedncieHHBIX METOJOB MPSMBIMHU TEp-
BUYHBIMU METOJAMU SBJISIOTCS TPABUMETPHS, KYJIOHOMETPUS U KPUOCKOMNMS, IMEPBUYHBIMU OT-
HOCHUTEJIbHBIMH METOJIaMU - TATPUMETPHUS U MACC-CIIEKTPOMETPHS C U30TOMHBIM Pa30aBICHUEM.

Cpenu mpsMBIX TEPBUYHBIX METOJOB M3MEPEHUN XUMHUYECKOTO COCTaBa BEIIECTB KYJIO-
HOMETPHS 3aCiIyXKMBaeT 0COOOT0 BHHMMaHHs KakK BBICOKOTOUHBIM METOJ, MOJAAIONIMIiCcS aBTOMa-
TH3aLUU.

Kynonomerpus o0beAnHSIET METO/IbI aHAJIN3a, OCHOBAHHBIE HA U3MEPEHUU KOJUYECTBA AJIEK-
TPUYECTBA, M3PACXOJIOBAHHOTO B XOJI€ 3JCKTPOHOM peakimu [5]. OcHOBOW MeToa KyJIOHOMETpHYEe-
CKOTO aHaiu3a sBIsieTcs 00bequHeHHbIN 3akoH Dapanes, OTKPBITHI UM B 1834 T., KOTOPBIN ycTaHaB-
JUBAET CBSA3b MEXKAY Maccoil M (T) AIEKTPOMpPEeBpaIleHHOr0 (OKHCIEHHOTO WM BOCCTAHOBJIEHHOTO)
BEII[ECTBA U KOJMYECTBOM M3PACXOIOBAHHOTO TIpH 3TOM dnekTpudectBa Q (Ko).

m = M (1.2)
n-F
rie M — MoJsipHas Macca BBIJICIIEHHOTO BEIIECTBa, I/MOJb;
N — YHCII0 SJEKTPOHOB, MPUHUMAIOIINX YIaCTHE B PEAKIIHH;
F — xoncranra ®apanes, Kin/mos.
W3 3TOrO 3aKOHa BBITEKAET, YTO JUIA 3JIEKTPOXUMHUYECKOIO MpPEBpalEHHs OAHOIO TI'pamMM-

OKBHBAJICHTA BCIICCTBA BCET 1A Tpe6yeTc>1 OAHO M TO K€ KOJIUYCCTBO JJICKTPUUICCTBA (HOCTOS[HHaSI ®da-

pazes).



Kynonomerpuueckue METObI MOTYT OBITh IPSIMBIMH, €CJIA OIPENEIIEMOEe BEIIECTBO AJIEKTPO-
JUTUYECKU OKMCISAETCS WM BOCCTAHABIMBAETCS HA 3JIEKTPOJAE, U KOCBEHHBIMHU, €CIM Ha pabodyeMm
AJIEKTPO/JIE TEHEPUPYETCs KaKOU-IMOO MPOMEKYTOUHBIN KOMIIOHEHT, KOJIMYECTBEHHO Pearupyromuii ¢
omnpezensieMbiM BetiectBoM [5]. [l ompeseneHus BelecTBa METOOM MPSIMOM KYJIOHOMETPHH HC-
MOJIB3YIOT TOJBKO 3JIEKTPOXUMHUUYECKYIO PEaKIIMIO; MPOLIECC OMpPEeIeIeHHs] METOJIOM KOCBEHHON KYJIO-
HOMETPUH CKJIQJ(BIBACTCS KaK U3 DJEKTPOXUMHUUECKOM, TaK U XMMHUYECKON peakuuu. B mepBom ciryuae
0OBIYHO KOHTPOJIHMPYIOT MOTEHIHAT pabovero 3JeKTPoAa, BO BTOPOM - CHITY TOKA, IPOXOASIIETO Yyepes3
ANEKTPONUTHYECKYIO fueiiKy. [lo aToMy mpUHLIKITY KYJTOHOMETPUUYECKHUE METO/IbI aHaIN3a Pa3eNIsIOT
Ha JiBe OOJIbIIINE TPYIIIBI: KYJTIOHOMETPUS MIPHU MOCTOSTHHOM MOTEHLKae (MOTEeHIIMOCTaTUYeCKas Kylo-
HOMETPHS) U KYyJOHOMETPHUS MPU KOHTPOJIUPYEMOU CUJIE TOKa (aMmmepocTaTuyeckas (rajJibBaHOCTATHU-
YecKast) KyJOHOMETPHsI ), TIOCIEIHHUIA METO 00Jiee U3BECTEH KaK KYJTIOHOMETPUYECKOE TUTPOBAHHE.

Kak Ob110 cKa3aHo BbIIIE, IPOIeCC KYIOHOMETPHUUECKOIO TUTPOBAHUSI COCTOUT U3 IEKTPOXHU-
MUYECKOW peaklud T'eHEepPUPOBAHUS TUTPAHTA U XUMHUYECKOW peakIMH B3aWMOJCWUCTBUS THTPAHTA C
ornpenensieMbiM BemecTBoM. OCHOBHBIM TpeOOBaHMEM K XMMHUYECKON PEaKIMU SBISAETCS OBICTPOTA U
CTEXHOMETPUYHOCTh €€ TPOTEKAaHUs, a TaKKe BBICOKAash KOHCTaHTa paBHOBecus. HeoOxomaumeim
YCIIOBUEM HCMOJIb30BAaHUSI B KYJIOHOMETPUYECKOM aHAIM3E DJIEKTPOXUMHUYECKON PEaKIUu SBISETCS
TO, 4YTOOBI BCE PACXOJyeMOe KOJIMYECTBO AJIEKTPUUYECTBA 3aTPAYUBAIOCh Ha MPEBpalICHHUE UMb O
HOT'O OIpEAESIEMOr0 BEIIECTBa, TO €CTh BBIXOA MO TOKY (77) moimkeH ObiTh 100 %. Bbixoa mo Toky
MOXKET CHMXKAThCS, TaK Kak Ha paboyeM 3JIEKTPOoie TOMUMO OCHOBHOM peakinu (¢ cuiioi Toka l1) Mo-
TyT NMPOTEKaTh MOOOYHBIE, HAIPUMED, AJIEKTPOJIU3 pacTBOpUTENs (C cuiioil Toka l2), okuciieHne win
BOCCTAHOBJICHHE MOCTOPOHHHUX MOHOB U MPHUMeEcel B pacTBope (C cuitoii Toka I3):

SR — (1.2)
I+l +L

77:

Ha mpakTuke BBIXOJ MO TOKY (1) HaXxoJAT W3 rpaduka 3aBUCUMOCTH NMOTEHLHala pabodero
anektpona Ep,. OT IIOTHOCTH TOKa B pactBope B otcyTcTBHH () 1 B ipucyrctBuu (losy) Bcomora-
TEJIHOTO peareHTa, U3 KOTOPOTO TeHEepPHpYyeTCsl TUTPAHT. [10 Moyspu3alMOHHBIM KPUBBIM HaXOIST
3HaueHus ly U logy TPU OAHOM U TOM XKe 3HaYeHUU Ej, U BBIYUCIAIOT BBIXOJ 110 TOKY (B %) mo ¢op-
MmyJe

N = [(losy — 1p)/ o6y, 1-100 (1.3)

MeHsist KOHIIEHTPAIMIO BCTIOMOTATeIbHOTO peareHTa u coctaB (hOHOBOTO pacTBopa, pH cpenpsl,
TEMIIepaTypy pacTBOpa W MaTepwai 3JEKTPOJia, MOyJaroT CEPHH 3aBHCUMOCTEH BBIXO/a MO TOKY OT
losy, B BUZE TpauKOB, KOTOPHIE MMO3BOJIAIOT HAWTH ONTUMalIbHBIE ycioBHs obecniedeHust 100 %-Horo
BBIXO/Ia 110 TOKY [6].

OnTuManbHYIO KOHIICHTPAIUIO YJIEKTPOJIIMTOB BRIONPAIOT HA OCHOBE aHAJIHM3a BOJIbT-aMIIEPHBIX

KPUBBIX, MOJYYEHHBIX B pacTBOpax (POHOBBIX DJIEKTPOIUTOB PA3IUYHONW KOHIEHTpauuu. B obmem
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Ciy4dae pacTBOPHI (DOHOBBIX DJIEKTPOJMTOB HE JOJDKHBI OBITh pa30aBICHHBIMH, YTOOBI PACTBOP UMET
BBICOKYIO MOHHYIO cuity. JlocTaTouHo OOibIINe KOHICHTPAMH 3JICKTPOJIUTOB MO3BOJSIOT HE YUUTHI-
BaTh JU(PQPY3MOHHYIO YacThb JBOHHOIO 3JEKTPUYECKOro CIiosl. Boiblnas KOHIIEHTpaIus BCIIOMOTa-
TEJILHOTO peareHTa B paboueii kamepe KyJOHOMETPHUECKOW SYCHKH 00eCIeYnBaeT BBICOKOE, MaKCH-
ManbHO 6mm3koe K 100 % 3HaueHue BBIXOAA MO TOKY M CIYXHT CBOETO pojAa KyJTOHOMETPHUYECKUM
OydepoM, MPEMSITCTBYIONMM CABUTY MOTEHIIMANa pabodero 3nekrpona E,, 10 3HAUYCHUH, MPU KOTO-
PBIX BO3MOXKHBI TIOOOYHBIC JCKTPOXUMHUUECKUE peakuuu [6]. Jas mpuroToBicHHs BCEX PAacTBOPOB,
UCTIOJIB3YEMBIX B KYJIOHOMETPUYECKOM aHAJIN3€, MPUMEHSIOT TOJIBKO BBICOKOYHCTBIC PEAKTHBBI, MO-
ATOMY BOIPOC UX SKOHOMHOT'O MCIIOJIb30BaHMUSI SIBIISICTCS AKTyaIbHBIM.

Brnusnane HO60‘-IHLIX peaKLII/If/’I Ha BBIXOZ IIO TOKY MOXKCT GBITB 3aMCTHO YMCHBLIICHO, €CJIM B
(OHOBOM pacTBOpE C BCIIOMOTAaTEIbHBIM PEAareéHTOM OTCYTCTBYIOT IPHUMECH U T€HEpalUi0 TUTPaHTa
IPOBOAT B aTMOC(epe HHEPTHOTO Ta3a [6].

Cremyer OTMETHTh BaYKHOCTh YHCTOTHI MaTepuayia padodyero JIeKTPoja, MOCKOIbKY PUMECH
MCTAJIJIOB MOT'YT PAaCTBOPATHCA W OKa3bIBaTb OTPULATCIIBHOC BJIMAHUC HA IMOIpCIIHOCTL U3MCPCHMUA.
Paboune »5eKkTpoapl OOBIYHO M3TOTABIMBAIOT M3 IUIATHHBI, 30JI0Ta, cepedpa, MX CIUIABOB, a TaKXKe
pTyTH M amaibram. Pabouune 35eKTpoabl Al KYJIOHOMETPUIECKOTO THTPOBAHUS MOTYT OBITh U3TOTOB-
JICHBI TAK)KE U3 CTEKJIOYIIIEpo/ia, yriIeCHTAIUIa  APyrux MatepuaioB [6-9]. Ilo cpaBHEHHIO CO PTYT-
HBIM ¥ TUTATUHOBBIM 3JIEKTPOJAMH AJIEKTPOIBl M3 CTEKIOYTIIEPOAa COXPAHSIIOT paboTOCIOCOOHOCTh B
pa3IMYHBIX AIIEKTPOUTAX M paciuiaBax [6]. s renepanuy TUTpaHTa MPUMEHSIOT TaKKe DIIEKTPOJIBI
U3 aKTUBHBIX METAIIJIOB, CIOCOOHBIX K aHOJHOMY PAacTBOPEHMIO. MeTallj, UCIOIb3yeMblil B KauecTBe
AKTUBHOTO 3JIEKTPOJa JIJIs TeHEpalliy TUTPAHTA, JOHKEH UMETh BBICOKYIO YHUCTOTY U KOPPO3UOHHYIO
YCTOHYMBOCTH 10 OTHOIIIEHUIO K (JOHOBBIM pacTBOpaM. [Ipu BEIOOpE aKTHBHOTO JIEKTPOJIA JUIS DJICK-
TPOTCHEepaIlMi THTPAHTA UCXOJIAT M3 aAuarpaMmbl [lypOe, koTopas ompeaenseT BO3MOXHOCTh JJICK-
TPOIIPEBPAIIEHUS MeTaJIa TP Pa3INYHbIX 3Ha4eHUsX pH pacTBopa W moka3bIBaeT MepeHanpsKeHue
Boiopoa. C y4eToM JaHHBIX, TONyUYEeHHBIX U3 AuarpaMmMbl [1ypoe, perucTpupyroT KpuBbIe «CHUila TOKA
— NOTCHIOHA» W 11O JaHHBIM KYJIOHOMETPHUUYCCKOIO TUTPOBAHUSA CTAHAAPTHBLIX KOJIMYCCTB ONPEACIIA-
€MOT0 BEIIECTBA HAaXOMAT ONTHMAIIBHBIC YCIOBHS AJIEKTPOPACTBOPEHUSI METAJUIMYECKOTO DIIEKTPOA.
[Tpu mony4eHnn TUTPAHTOB U3 aMalibraM HEOOXOAMMO C IENIbI0 BEIOOpa ONTHUMANIBHBIX YCIOBUH TeHe-
paryy U3y4uTh MOJSPHU3AIMOHHBIE KPUBBIE PTYTH U amallbraMbl C Pa3HbIM COACpXKaHUEM B HUX Me-
TaJljyla B pa3JInYHbIX (bOHOBBIX pacTBOpax M B ONTUMAJIBHBIX YCIIOBUAX I'€HEPALUKU OLUCHUTH BBIXO/[ I10
TOKY TUTPAaHTa B TEYEHUE PETUCTPUPYEMOTO IMPOMEKYTKA BPEMEHU U IIPU Pa3HBIX IUIOTHOCTIX TOKA.
HeonHopoaHOCTh pacmpeneneHus MIOTHOCTH TOKA Ha TTOBEPXHOCTH DJIEKTPOJIa BBHI3BIBACT MOSBICHUE
MOOOYHBIX peakiuii M CHUXkaeT dPPEKTUBHOCTh UCTIOIB30BAHUS BCEH TIOMIAN pabOYero IeKTpoaa.
Ha pacnpenenenne n cTaOMIIBHOCTH TTOTEHITHAA pabodero aekTpoaa Ky, , OKa3pIBaeT BIUSHUE PACIIO-

JIOXKCHHUC DJICKTPOJIUTUUCCKUX MOCTHUKOB, HCIIOJB3YCEMBIX IIPpU OTCYTCTBUH B BHCKTPOXHMHQGCKOfI
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sueiike auadparM U3 HOHOOOMEHHBIX MeMmOpaH [6]. B kadecTBe BCroMOrateibHBIX 3JCKTPOIOB HC-
MOJIB3YIOTCS DIIEKTPOABI MPAKTHUECKU U3 TEX e MaTepHalioB, YTO U paboune.

dopmy 37eKTpoia OOBIYHO BHIOMPAIOT, YUUTHIBAsE TEOMETPUUECKHAE Pa3MEPBl COOTBETCTBYIO-
el KaMepbl KyJIOHOMETPUYECKOH SYEHKH U PacHoOkKEeHUE HaXOAIIMXCS B HEM JPyrux 3JIEMEHTOB
(HammpuMep, IPOMEKYTOUHOM Kamepsl B paboueil, 3alMTHOrO 3KpaHa, YCTpOWCTBa AJIs BBOJIA IIPOOBI U
T.71.). [IpaBuIbHEIN BEIOOP (OPMBI, TEOMETPUU U PACIIONOKEHHUS B DIIEKTPOXUMHUYIECCKON SUYEHKE BCIO-
MOTaTeJIbHOTO JIEKTPO/A CIOCOOCTBYET PaBHOMEPHOMY PACIpEesICHUIO TOTEHIMANa U TOKA Ha I10-
BEPXHOCTH pabouero saekrpoa [6].

OnHUM U3 OCHOBHBIX TPEOOBAHUI K KYJIOHOMETPUYECKOH siueiike sBIsIeTCs TIATEeIbHOE pa3-
JiefieHHe aHOAHOTO W KaTOJHOTO MPOCTPAHCTB JUIsl MPEJOTBPALICHUS B3aUMHOTO CMEUICHUS KOMIIO-
HEHTOB DJIEKTPOJIUTA, ONPEACIIEMOro BEIIECTBA U MPOIYKTOB JIEKTPOJIH3a U3 IPOCTPAHCTB paboyero
U BCIIOMOTaTeJIbHOTO 3JIEKTPOJIOB, B TOM yHcie 3a cdyeT nuddy3un u sexTpomurpanuu. Ilpu stom
HE00X0/IMMO 00ECTIEUUTh JIEKTPOJIUTHUECKYIO TPOBOJUMOCTh MEXK/Y JIEKTPOJHBIMU IIPOCTPAHCTBA-
MU 1 YpE3MEPHO HE TOBBIIIATH HIEKTPHUECKOE COMPOTHUBIICHUE TUYCHKH.

[Tpu 100 %-HOM BBIXOJIE TIO TOKY M MPH OOJIBIION KOHCTaHTE PaBHOBECHUS MMPOBOJANMON XUMU-
YeCKOI peakluy TOYHOCTh KYJIOHOMETPUYECKOTr0 TUTPOBaHMs OyJeT 3aBUCETh OT TOUHOCTH H3MeEpe-
HUSl KOJIMYECTBA 3JIEKTPUUECTBA, a TAaKKe OT crnoco0a OOHApyXEHHMsl KOHEUYHOM TOUKHM THUTPOBAHUS
(KTT). B npuninune Bce METO/bl, IPUMEHSEMBIE JI ONpEAEICHUSI MOMEHTa 3aBEpPLICHUS XUMUYE-
CKOW peakIuu B TUTPUMETPHH, MOTYT OBITh HCIIOJIB30BaHBI B KYJOHOMETPHYECKOM THTPOBAHUHU.
HauOonee mupokoe pasBUTHE MOTYYUIN TOTEHIMOMETPUS U aMIIEpOMETPHUs B Pa3JINUHbIX BapUaHTaX,
a Takxke crnekrpodoromerpus. B obuiem ciaydae BbIOOp MeTO/a MHAMKALUMU KOHEYHOM TOYKU THTPO-
BaHUS JIOJDKEH OBITh OCHOBAH Ha TaKUX KPUTEPHUSX, KaK JIOYCTUMAasi MOTPEITHOCTh aHAIN3a, SKCIIPEC-
CHOCTH, CTETNIEHb 3aBEPIICHHOCTH XUMHUYECKOW PEaKIMH, JUAMa30H ONpPeNeIeMbIX KOHIICHTpAUNA 1
ap. Cnenyer OTMETUTh, YTO KaK MPU MOTEHIIMOMETPHUUECKOM, TaK U aMIIEpOMETPHUUECKON TUTPOBAHUH
(dopmMa KpUBBIX TUTPOBAaHUS OyJET HECKOJIBKO OTJIMYATHCSA OT TaKOBBIX, MOJIYYEHHBIX MPU Kiaccuye-
CKOW TUTPUMETPHH. ITO CBS3aHO C TE€M, YTO B aHAJTM3MPYEMOM PAacTBOpPE C CaMOT0o Hayalla THTPOBA-
HUSI IPUCYTCTBYET OOJIBIION M30BITOK BCIIOMOTaTeILHOTO pearenra [6].

B Hacrosimee BpeMsi Kpyr 3ajiad, pelIaeéMbIX METOJ0M KYJIOHOMETPUYECKOI'O THTPOBAHUS,
oueHb MHUPOK. OmyONIUKOBaHO OOJBIIOE YHCIO CTaTel, MOCBSIIEHHBIX MPUMEHEHHIO 3TOT0 METo/a
JUIS aHAJIM3a CaMbIX Pa3HOOOPa3HBIX OOBEKTOB: MOJYIPOBOJAHUKOBBIX MatepuanoB [10], peakTuBoB
[11-15], npupoaubix u cTouHbIX Box [16-19], pya, craneit, uyryHos, narynei [20-23], O1aropoaHsix
MeTauioB [24-27], panuoakTuBHBIX 35eMeHTOB [28-30], oprannveckux coenunenuii [31-36], nexapcts
[37-40], Ouonoruyeckux MarepuanoB U PacTUTEIBHOTO Chipbsi [41-46]. IlpuMeHeHHE HEBOIHBIX H
CMEIIaHHBIX PACTBOPHUTENCH, HE YCTOWYMBBIX B OOBIYHBIX YCIIOBHUSX THTPAHTOB, TUTPAHTOB, TCHEPH-

PYEMBIX K3 aMajibI'aMbl W 3JICKTPOAOB BTOPOro poJa, MCTAJUIOAKTHBHBLIX J3JICKTPOAOB 3HAYHUTCIBHO
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pacIIMpUIIO BO3MOKHOCTH METO/Ia KYyJOHOMETPHYECKOro TuTpoBanus [47-52]. B HacTosiee BpeMs ¢
MCIIOJIb30BAaHUEM METOJ1a KYJIOHOMETPHUYECKOIO0 TUTPOBAHUS OIPENEISIIOT Oosiee 65 3JIEMEHTOB U UX
COCIMHEHU.

Kynonomerpus siBisiercss aOCOIOTHBIM METOJIOM, €€ MPUMEHSIIOT HE TOJIBKO JIJISl OIPEeIeICHHS
Macchl BEIIECTBA, YUYAaCTBYIOIIETO AJIEKTPOXUMUYECKOW M XMMHUYECKON PEaKIMu, HO U JUJIS PEeHICHUS
OPYTHX 3a7ad, HampuMep, Uil UCCICIOBAHUS CTEXUOMETPUHU, KUHETHKHU PEAKIIMi, MPOTEKAIINX B
KUJKOM, TBEPIOH, Ta30BOH (pazax, maeHTU(PUKANNUN OO0Pa3yIOMUXCS PH ITOM MPOAYKTOB, a TaKKE
JUISL U3YYEHHUs COCTaBa MaJlOPACTBOPUMBIX, KOMIUIEKCHBIX COCIMHEHUH, pa3leNieHUus METauloB H,
HakoHell, B (¢azoBoM anaimuse [9, 53-55]. Oco60 BakKHBIM SIBIIIETCS HCIIOJIB30BaHHE 3TOTO0 METOJa B
Pa3IMYHBIX OTPACISAX MPOMBIIUICHHOCTH, HAIPUMEP, B METAJUTYPTUU JIJIsl U3yYSHUS] KOPPO3UU MeETal-
70B [6] ¥ TOArOTOBKM MOBEPXHOCTEH PAa3IMYHBIX M3ACIHA K HAHECCHUIO ralbBAHUYECKUX MMOKPBITHIH
[56], B mpon3BOACTBE MONUMEPHBIX HU3ACTHNA AJIsI OMPEACIICHHs COACPKaHMsI MOHOMEPOB Ha pa3iiny-
HBIX CTJMSX TEXHOJIOTMIECKOrO MPOIECca M B TOTOBBIX MOJIMMEPHBIX MaTepuanax [57-58].

Kynonomerpudeckne METOAbI HMEIOT PSJI MPEUMYIIECTB TIepe JPYTUMH METOJIaMH aHaIH3a:
UCKJIFOUEHHE CTAaHJapPTHBIX PACTBOPOB M BO3MOXKHOCTH aHAJIM3a 0e3 MpeaBapUTENIbHONW IpagyupOBKU
npubopa Mo CTaHJAPTHBIM 00pa3iiaM ¢ U3BECTHBIM COJICPKAHUEM OIPEEIsIeMOr0 KOMIIOHEHTA, BBICO-
Kasg TOYHOCTh PEe3yJIbTaTOB M3MEPEHUH, JIETKOCTh aBTOMATH3allMH, HAJECKHOE OMpee/ieHUEe Ype3Bbl-
YaifHO MaJIbIX KOHIICHTPAIIMH, BO3MOKHOCTh MCITOJIb30BaHMsI HEYCTOMYMBBIX peareHToB [5-8].

Hcropudeckn METO]T KyJTOHOMETPHUYECKOTO TUTPOBAHUS MPUBJICKAT BHUMAHUE XHMHKOB BCETO
MHUpa TE€M, YTO, OCHOBBIBASCh Ha (yHIaMEHTaIbHOM (u3nueckoM 3akoHe dapajes, JaeT BO3MOXK-
HOCTb MOCPEJICTBOM TOUYHBIX MAaTEMATHUECKUX YpaBHEHHUI C HUCIIOJIb30BaHUEM (PU3NYECKUX KOHCTAHT
(B maHHOM cityyae KoHcTaHThl Dapases) yCTaHOBUTh B3aUMOCBS3b €IMHUI] BETUYMH (Macca, cuja To-
Ka, Bpemsi) ¢ coctaBoM BemiecTB. Tak B 1953 roay Ha koH(epeHru MexayHapoIHOTO COr3a YHCTON
u npukiaanoi xumuu (MIOITAK) Tyryrmkund [59] mpemiokut HCmoib30BaTh €ANHUILY dJIEKTpUYE-
CKOTO 3apsAJa — KyJIOH - B KaUeCTBE OCHOBHOTO “XMMHUYECKOI0 CTaHJAapTa” BMECTO MHOTOYHMCIEHHBIX
XUMHUYECKHX “‘CTAaHIAPTHBIX BEIISCTB”, HCIONB3YEMBIX B THUTPUMETPUH. KyJIOH MOXHO CUHUTAThH
HanOosiee GyHIaMEHTAIHLHOM OCHOBOM JUIsl CO3/IaHUSI ATAJOHA, TaK KaK OH MOXKET OBITh BBIPAXKEH Ue-
pe3 amImep, a TakkKe uyepe3 OCHOBHBIE €IUHUIBI MACChl U BPEMEHH — KWJIOTpaMM M cekyHay. K Tomy
JKe, YHCIIO DJIEKTPOHOB, PAaBHOE YMCITY aTOMOB B 12 T yriepoza-12, TOUHO COOTBETCTBYET YHCIy ABO-
rajipo, a YUCJIO KYJIOHOB, paBHOE | MOJIIO 3JEKTPOHOB, - 3TO AJIEKTPOXUMUYECKUI HKBUBAJIEHT KOH-
cranTel Qapanes. Ha npaktuke korcTtanty Dapajest 00bIYHO U3MEPSIOT KaK KOJIWYECTBO AJIEKTPHYE-
CTBa, U3PACcX0JI0BaHHOE Ha BbIIeeHue 1 MoJtst cepebpa [60].

bonbioe 3Hauenne nmenu padotel Teitmopa u Cmura [61], Teitnopa u Mapunenko [62-64],
npoBesieHHbIE B 1955-1967 IT., MO UCCAEOBAaHUIO METPOJIOTMYECKUX XapPAKTEPUCTUK METOAA KYJIOHO-

MCTPUYCCKOTO TUTPOBAHUSA W BO3MOKXHOCTH HMCIIOJB30BAaHUA €TO0 I ONPCACICHUA MacCOBOM J0JIN

13



OCHOBHOTI'O BEIIECTBA B CTaHAAPTHBIX 0Opa3uax. [lomydenHsle pe3ynbrarel nokaszainu, uro KT kucrnor,
Kanus (hTaJIEBOKUCIIOTO KHUCJIOT0, Kajusl JBYXPOMOBOKHCIIOTO, HATPHUS YIJIEKHCIOTO M TaJIOT€HUI0B
MO’KHO BBIIIOJIHSTDH C IOIPEIIHOCTBIO, MEHBIIIEN MTOTPEMIHOCTH CAMBIX TOUYHBIX KJIACCUYECKUX XUMHUYE-
CKUX METOJIOB aHaIn3a.

Cnenyer ormeTuth pabotsl Kynepa n Ksuia [65, 66], Oxdenbna u lleddepa [67] mo onenke
BIMSIHUSL Pa3IMYHBIX (PAaKTOPOB HA MOTPEUIHOCTh PE3ysbTaTa M3MEPEHUs, a UMEHHO KOHCTPYKLUHU
SYCHKH, TOYHOCTH B3BEIIMBAHMA, CII0CO0A BBEACHHS MPOOBI, a TAaKXKE BEITUYMUH HCIOIb3yEeMBIX KOH-
cTaHT (noctosiHHON MDapajest, BEIMYMH aTOMHBIX MaCcC MCCIIEyeMOro BELECTBA).

[Tocne pononuutenbHbIXx uccienoBanuii B 1974 rony komuretr MIOITAK no snekTpoanaiuTu-
YEeCKOW XMMMHM IMPEATIOKUI UCII0NIb30BaTh KOHCTaHTy dapases B KauecTBE 3TaJIOHA JUISl XUMUYECKUX
METOJIOB aHaJu3a MO CJIEAYIOUIUM MPUYMHAM: METOJ KYJIOHOMETPHUYECKOIO TUTPOBAHMS MO3BOJISIET
HOJY4YUTh OYEHb TOYHBIE U BOCIPOU3BOAMMBIE pe3ynbTaThl; MeTol KT mo3Bosiser npoBoIuTh aHAIU-
3bl, KOTOpbIE HE MOT'YT ObITh IIPOBEAEHBI APYIMMHU MeTojamu; KoHctaHTa Dapanes sBisercs Oosee
3 PEKTUBHBIM STAIOHOM, YEM paHee MCIOIb3yeMas JUIA ATHX LeJel aToMHas Macca cepedpa; MeTo[
KT HacTonbko panMoHaIN3UPOBAH, YTO CTAJIO BO3MOKHBIM IIPOTHO3UPOBATh YCIOBUS, 00€CIIEUNBatO-
M€ MPOXOXKJIEHUE PeaklU IMpU MaKCUMaJIbHOM BbIXoje 1o ToKy. OaHako koHcTaHTa Dapanes He
Obula MPUHATA B KaueCTBE MEXAYHApOJHOTO 3TalOHA, TaK KaK I'PaBUMETPUYECKHE METObl aHalIn3a
MO3BOJIAIOT MOJIYYUTh PE3yibTaT aHAJIM3a U3 U3MEPEHUIN Macchl HABECKU U OCaJiKa U BbIPA3UTh UX ye-
pe3 ocHOBHYIO equHuIly cuctembl CU — kuorpamm [60].

HecmoTps Ha 3T0, paboOTHI 1O YTBEPKACHUIO KOHCTaHTHl Dapajest B KadyecTBEe MEXyHapOIHO-
ro 3TajgoHa npojospkanuck. Tak, B 1977 roay uccnenoBarensmu SAummmopu u Tanaka [68] 6b11 mpo-
aHaJIM3UpoBaH cTaHAapTHbIN obpazen (CO) kamus (TaIeBOKUCIOTO KUCIOT0, aTTECTOBAaHHBIM HAIMO-
HanbHbIM Otopo ctannaptoB (HBC, CIIIA) B 1959 roxy MeToj0M KYyJIOHOMETPUYECKOTO TUTPOBAHUS, a
Takxe emie B 2 pa3Hbix jadoparopusix CIIA Okdensaom u Hleddepom [67] B 1965 rony, Hokom u
Heiinom [69] B 1969 rony. Pe3ynbraTsl u3MepeHuil MacCOBOM /10JIM OCHOBHOT'O BEILECTBA, MOTYYEH-
HbIE€ Pa3HBIMH HCCIIEOBATENSIMHU, OUYEHb XOPOIIO COIJIACOBBIBATIUCH (MaKCUMAIbHOE PACXO0KIEHUE CO-
ctaBuiio 0,011 %). Ilo 3akir04eHHIO aBTOPOB padOTHI, MOTYUEHHBIE JaHHBIE CBUETEIBCTBYIOT 00 M3-
MEpEHHH MacCOBOH J0JIM OCHOBHOT'O BEIIECTBA C HAUBBICIIEH TOYHOCTHIO B AaHAJTUTHUECKOW XUMHH (C
OTHOCHTEJIbHBIM CpeHUM KBajpaTuueckum otkiaoneHrem 0,002 % - 0,003 %).

Taxum o6pazom, B 70 — 80-x rr. XX Beka CIIOKWIHCH MPEANOCHUIKH TS UCTIONB30BaHUS Me-
TO/Ia KYyJIOHOMETPHUYECKOIO0 THUTPOBAHUS JJISl aTTECTAl[MU MEPBUYHBIX, BHICOKOTOUHBIX CTaHIApPTHBIX
00pa31oB cocTaBa YUCTHIX XUMHUECKUX BEUIECTB, MPEIHA3HAYCHHBIX I IPUMEHEHUs B KaueCTBE HC-
XOAHBIX BemecTB B TuTpuMeTpuu [70-74]. C 3TOro MOMEHTa 1O HAcTOsIIee BPeMs BBICOKOTOYHBIC

YCTAaHOBKH M HAIIMOHAJIBHBIC 3TAaJIOHbI, OCHOBAHHBLIC Ha MCTOAC KYJIOHOMETPUUCCKOTO THUTPOBAHUA,
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owutn pazpadortansl B CIIA, I'epmannn, CnoBakuu, Poccun, Anonnn, Kutae, I0xHoit Kopee, Ykpa-
WHE, a B IoclieHue rojibl B Mekcuke u bpasunuu [74-82].

Meroa KyJIOHOMETPUUECKOTO TUTPOBAHUS SIBJISETCS ONTUMATIBHBIM METOJIOM IS CO3/1a-HUS Ha
€ro OCHOBE IMEPBUYHOIO HTAJIOHA €IMHMI] BEJIMYMH, XAPAKTEPU3YIOIIHUX COJEpPKaHUE KOMIIOHEHTA B
JKUJIKUX U TBEPJbIX BEIIECTBAX M MaTepualiax B JAMana3oHe MaccoBbIX goJie oT 99 mo 100 %: s
MHOTHX HEOPraHWYECKUX U OPTaHWYECKUX BEIIECTB, TUCCOIMUPYIOIIUX HA HUOHBI, OH SBJISIETCS] BBICO-
KOTOYHBIM, JIOCTYITHBIM B pealu3allii, MOJJAIONIMMCS aBTOMATHU3AINHA U yI0OHBIM C METPOJIOTHYe-
CKOM TOYKM 3pEHHs, TaK KaK He TpeOyeT rpayupOBKH.
1.2 JlearenbHOCTh YPaldbCKOTO HAyYHO-HCCIIEIOBATENILCKOIO MHCTUTYTa METPOJIOTUHU B OOJIACTH KY-
JIOHOMETPUYECKOT'O TUTPOBAHUS

B nepuozg ¢ 1976 no 1981 roxnet B CeepuioBckoM ¢punuane BHUMM (B Hacrosiiee Bpems
OI'VII «YHUNM») Obuta co3mana v aTTecToBaHa «Y CTAHOBKA BBICIICH TOYHOCTH JIJISl BOCIIPOM3BEIC-
HUSl MAaCCOBOH JIOJIM OCHOBHOT'O BEIIECTBAa B CTaHJAPTHBHIX 00pa3liax XUMHUYECKHX BELIECTB METOJIOM
KynoHoMeTpudeckoro tutpoBanus YBT 14-A-81», kortopas Bo3IJaBiisiyla TOCYIapCTBEHHYIO TOBE-
POYHYIO CXEeMY ISl CPEJICTB U3MEPEHUN MacCOBOM JIOJIM KOMIIOHEHTOB B BEILIECTBAX W MaTepualax,
pernamenTupoBanuyro MU 2639-2001 [3].

Ha VBT 14-A-81 arrecToBaHO 1I€CTh TUIIOB TOCYJaPCTBEHHBIX CTaHAAPTHBIX 00PA3IOB (1anee
CO) cocraBa YUCTBIX XUMHUYECKUX BEHIECTB 1-r0 pa3psiga, NpeaHa3HaueHHBIX JJISI BOCIIPOU3BEACHUS U
nepesayn pazMepa eIMHHUIBI MacCOBOM 0JM OCHOBHOTO BemiecTBa oT YBT crangapTHeiM oOpasuam
0oJiee HU3KOTO paspsia U XUMUYECKUM PeaKTHBaM, UCTIOIb3YEMBIM B KOJIMYECTBEHHOM XHMHUYECKOM
ananuze. [Ipu pa3zpabotke nanueix CO Obuta mpoBeaeHa Oombias paboTa Mo aHAIW3y MOTpeOHOCTEN
MPEANPUITHI PA3IMUHBIX OTpaciield MPOMBIIUICHHOCTH B CTaHIAPTHBIX 00pa3llax coCTaBa XUMHUYE-
CKHMX BEIIECTB, MpoaHanu3upoBaHa HoMeHKkIaTypa CO, BBITYCKaeMBbIX 332 pyO€XOM C NMPUMEHEHHEM
METOJIa KyJTOHOMETPUUYECKOTO TUTPOBAHMs. 3a/lada METPOJIOTUYECKOT0 0OecTeyeHs] U3MEPEHU co-
CTaBa BEIIECTB IS BCEX TUMOB XMMHUYECKUX PEAKIINil, UCTIOIh3YEMbIX B TUTPUMETPHUH, OblIa pelieHa
C MCTOJB30BaHueM MuHMMalibHOro Habopa CO cocraBa 1-ro paspsima. Ilepeuens CO cocraBa 1-ro
pa3psija ¢ yKazaHHEM X METPOJIOTHYECKUX XapaKTepUCTHK puBeneH B Tadmuie 1.1 [60]. Cranmapr-
HBbIE 00pa3Ilbl COCTaBa YHCTHIX XUMUYECKUX BEIIECTB 1-TO paspsiaa, METPOIOTUYECKUE XapaKTePUCTH-
KM KOTOPBIX YCTaHOBJIEHBI METOJOM KYJTOHOMETPUUYECKOIO0 TUTPOBAHHUS, B COOTBETCTBUU C TEPMHUHO-

norueit KKKB moryt 6b1Th oTHECEHbI K epBuuHbIM CO.
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Ta6muma 1.1 — CtangapTHBIe 00pa3ilbl COCTaBa XUMHUYECKUX BEIIECTB 1-TO pa3psiaa, METPOJIO-

THYECKUE XapaKTEPUCTUKU KOTOPBIX ycTaHoBieHbl HA YBT 14-A-81

ArttectoBanHoe | OTHOCUTEIbHAsS
Haumenosanue CO 3HAYEHUE MacC- MOTPEIIHOCTh O6nactp npu-
cocTaBa Homep CO coBoil nonu oc- | arrectanuu CO | MEHEHHsS B TUT-
1-ro pa3psina HOBHOTO BelIle- (mpu P=0,95), pUMeTpuun
crBa, % %, He Oosee
CO cocraBa kanust
(hTaIeBOKUCIOTO I'CO 2216-81 | 99,90 - 100,00 0,03 Anmaumerpus
KHCJIOTO
CO cocraBa HaTpus AJIKanuMeTpust
YTIICKUCIIOTO I'CO 4086-87 | 99,95 100,00 0,03
CO cocraBa kanus
nByxpoMoBokucioro | 'CO 2215-81 | 99,95 - 100,00 0,03 OxcuaumeTpus
CO cocraBa HaTpus
masenesokucioro | ['CO 3219-85 | 99,95 — 100,00 0,03 Penykromerpust
CO cocraBa TpuioHa Kommiekcono-
b I'CO 2960-84 | 99,70 — 100,00 0,03 METpHS
CO cocraa HaTpus Cenumerpus
XJIOPUCTOTO I'CO 4391-88 | 99,90 — 100,00 0,03

Martepuan ykazanubix TunoB CO cocraBa 1-ro paspsiga MOXET ObITh JOCTAaTOYHO JIETKO I10-
Jy4eH BBICOKOM CTENEHM YHCTOTHI M XapaKTEPU3YyEeTCs BRICOKOH CTaOMILHOCTBIO BO BpeMeHH. J[aHHbIe
CO cocraBa 1-ro pa3psiia 0XBaTBIBAIOT BCE TUITI XMMHUYECKHX PEAKLUH, peau3yeMbIX B TUTPUMET-
PHUM: KUCIIOTHO-OCHOBHBIE PEAKIIMU, PEAKIIMH OKUCIIEHUS - BOCCTAHOBJICHHS, KOMIUIEKCOOOpa30BaHMUs,
ocaxxaenus [60]. Tlopsmok mprMEHEHHUs TOCYIapCTBEHHBIX CTaHAAPTHBIX 00pPA3IOB COCTaBa YHUCTHIX
XUMHUYECKHX BelecTB 1-ro pa3psaa pernamentupoBad B [OCT 8.600-2003 «I'CU. MeTtoauku BbIIOI-
HEHMsI U3MEpPEHHI MacCOBOM JI0JM OCHOBHOTO BEIIECTBA PEAKTUBOB U 0COOO YHMCTHIX BELIECTB TUTPH-
MeTpuuecKuMu Metoaamu. Obuue TpedoBanus» [83]. PazpaboTanbl HEOOX0MMbIE HOPMATUBHBIE J10-
KYMEHTBI Ha METO/BI Mepejaudl eMHHIIBI MACCOBOM J0JIM OCHOBHOTO BEIIECTBA CTaHJIAPTHBIM 00pa3-
I[aM COCTaBa XUMHYECKHX BeIIeCTB 2-r0 pa3psa [84-89].

B 2004 r. ®I'VIT «YHUMM» npuHuMan y4actue B MEXIYHApOJHOM KIIIOUEBOM CIMUYEHUU
CCQM-K34 «KonuuecTBeHHOE ompejeneHue Oudranara Kaaus», NpoBoguMoM KoOHCYIbTaTUBHBIM
KomuteToM 1o xonuuecTtBy Bemectsa — Metposorust B xumu MBMB. B cnnyennu npuHumManu yva-
CTHE CeMb METPOJIOTHUECKHX MHCTHTYTOB ciieaytomux ctpas: ['epmanus (BAM), Croakus (SMU),
CIOA (NIST), Kurait (NIM), SAnonus (AIST), Kopes (KRISS) u Poccust (UNIIM), koopamaaTopom
cimaeHnid BeicTynan CrnoBarnkuii Merpoiorndeckuii ”HCTUTYT (SMU). OOpa3iom sIBISUICS TPOMBIIII-
JICHHBIH peakTuB Oudranara Kanus KBATU(DUKALUU «X4», U3MEPSAEMON BEIMUMHON — KOJHMYECTBO Be-
IIeCTBa MOHOB BOJIOPO/a, OTHECEHHOE K Macce MpoObl OudTanata kaiaus (Moib/kr). OOpaser ObuL1

MMOATOTOBJICEH KOOPAWHATOPOM CIMYCHUA, UCCIICAOBAH HAa OJHOPOAHOCTH W pa3oCjiaH BCEM Y4YaCTHH-
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KaM JUIs IPOBEICHUSI M3MEPEHUH. B mpuriamennn K y9acTUi0 B CIMYEHUU OBUIN 3asBIICHBI TpeOOBa-
HUS K TOYHOCTU U3MEPEHHI - pacIIupeHHasi HeOoNpeIeIeHHOCTh He JosbkHa npeBbimatsk 0,05 %.
PesynbraT n3MepeHuit copepikaHusi HOHOB BOJIOPOJA, @, B oOpasie OudTanarta Kaius, HOTy-
yennblii Ha YBT 14-A-81, cocraBun w=4,894584 Monb/Kr ¢ pacHIMpeHHON HEONMpeaeIeHHOCThIo, U,
npu ko3 duitnente oxpara k=2 u gucine m3mepennii N=6 U=0,001515 mos/kr (MaccoBas J0s OC-
HoBHoOro BerectBa 4=99,958 %, U(k=2, n=6) = 0,031 %). 3a onopHoe 3HaYCHHUE COJICPIKAHHS KHCIIO-
Tl B mpobe Oudranata xamusa B cimyennn CCQM-K34 6buto mpuHATO cheayromiee 3HAYCHHE:
®=4,89270 momns/kr, U(k=2, n=6) = 0,00033 mons/kr (4=99,919 %, U(k=2, n=6) = 0,007 %). I'pacdu-

yecku pe3yibrarel cimyenns CCQM-K34 2004 roxa npezacrasiensl Ha pucynke 1.1. [90]

PCSYHI)T&TI)I KJIFOUCBOI'O CIIMUCHUA
CCQ M-K34 MaccoBas
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5 t
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=
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=)
3
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Puc. 1.1 Pe3ynbraTtsl MexayHapoaHoro kiroueBoro cinuyenuss CCQM-K34 «KonuuectBeHHOe
omnpeneneHue Oudranata Kaaus» (OTPE3KH COOTBETCTBYIOT 3asBIICHHBIM YYaCTHHUKAMU 3HAYCHUSIM
pacIIMpeHHON HeopeeIeHHOCTH pe3yibTaTa u3Mepenuii (k=2))

B cootBeTcTBUY € paBUIIaMK MEXTyHapoHOTO «CornameHus 0 B3aMMHOM IPU3HAHUY HaIlH-
OHAJIBHBIX 3TAJIOHOB M CEPTU(PHUKATOB KAITMOPOBKU U M3MEPEHHH, BBIIABAEMbIX HAIIMOHAJIBHBIMU MET-
ponorndeckumu nHCTUTYTaMu» (Mutual Recognition Agreement - MRA) [91], pe3ynbTaThl MexXTyHa-
POIHBIX KITFOUEBBIX CIMYEHHUH SBISIOTCS OJHUM U3 00S3aTEIBHBIX YCIOBUI MOJITBEPKIACHUS U3MEPH-
TEJIbHBIX BO3MOYKHOCTEH METPOJIOIMYECKOI0 HHCTUTYTA U MCIIOJIb3YeMOH H3MEPHUTEIbHON YCTaHOBKH
(9TasNoHa), MPU ATOM 3asBIsieMble 3HAUEHUS PACIIMPEHHOM HEOMpEeAeNCHHOCTH YCTaHOBKH HE MOTYT
OBITh MEHBIIIE COOTBETCTBYIOIIMX 3HAYCHUH, MPOAEMOHCTPHPOBAHHBIX €0 B KITFOUEBBIX CIMYECHUSIX

(Taxke He00X0IMMO, YTOOBI PE3yJIbTAT U3MEPEHHS HA YCTAHOBKE (3TAJIOHE) COTJIAaCOBBIBAJICS C MPUHSI-
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TBIM OIOPHBIM 3HAYEHHMEM KIJIIOUEBOTO CIMYEHUs). B 3TOH CBSI3M OTUETHI O MPOBEACHUU KIIIOYEBBIX
CJIIMYCHUH ABISIOTCS IIEHHBIM HCTOYHUKOM MH(OPMAIUH, TaK KaK MO3BOJISIIOT COTIOCTABUThH pealibHbIE
MeETpoJIoruueckue xapakrepucTuku (MX) aHajlOrMYHBIX YCTAaHOBOK Pa3HBIX CTpaH IPU U3MEPEHUU
OJIHOTO U TOTO K€ 00BbEKTa, a He cpaBHUBATh MX, 3asBisieMble Ha caliTaX U B PEeKJIaMHBIX IPOCIEKTaX,
KOTOpPbIE OOBIYHO IPUBOASAT B BUJE AMAIIA30HA.

ITo utoram cinuenuss 2004 roma Hamu ObUI NMPOBEAEH JETANbHBIA aHAIM3 OTYETOB CTpPaH-
y4JacTHUIl U 0000IIeHa WHpOpPMALKI O METPOJOTHUECKUX XapaKTEPUCTHKAX YCTaHOBOK, JACHCTBYIO-
IIMX B Pa3HbIX CTPAaHaX, UX IPUOOPHOM COCTaBE M KOHCTPYKLMH KYJOHOMETPUUECKUX SUCEK, a TAKXKE
OCHOBHBIX COCTABJIAIOLIMX HEONPEAEICHHOCTH, BHOCSIIUX HAUOOJIBIIMI BKJIAJ B CyMMapHYIO CTaH-
JApTHYIO HEONpPEeAeIeHHOCTh. Pe3ybTaThl MPOBEICHHOTO aHajIM3a MPUBEIEHBI B paszaene 1.3.

1.3 AHanu3 XapakTepUCTUK 3apyOeKHBIX KyJTOHOMETPUUYECKIX YCTAHOBOK

1.3.1 CpaBHUTENbHBIN aHATN3 METpOIOrHUYecKux xapakrepuctuk Y BT 14-A-81 u 3apyOexHbIX
KYJIOHOMETPUYECKUX YCTaHOBOK

MeTponoruueckue XapakTepUCTUKHA aHAJOTUYHBIX M3MEPUTEIbHBIX YCTAaHOBOK YIOOHO CpaB-
HUBATh 110 Pe3yJbTaTaM W3MEPEHUH OHOM M TOH K€ BEJIMYMHBI B OJJHOM M TOM k€ 00bekTe. B Tabmm-
ne 1.2 mpuBeneHbl METPOJIOTMYECKHE XapaKTEPUCTUKH KyJIOHOMETPHUYECKHMX YCTAHOBOK pa3HBIX
CTpaH, BBIPAKEHHBIE B BHUJIC 3HAUYECHUN XapaKTEPUCTHUK HEONPEIEICHHOCTH IIPU U3MEPEHHH KOJIMYe-
CTBa BemlecTBa Ou(Tanata Kamws, MPUBEJCHHOTO K Macce MpoOBI, MO JaHHBIM MEXKIYHAPOIHOTO

wiroueBoro ciamyennss CCQM-K34 «KonnuectBenHoe onpeneneHue Oudranara kamusi» [90].

Tabmuma 1.2 MeTponoruueckue XapakTEepUCTUKU KYJIOHOMETPUYECKHUX YCTAaHOBOK pa3HbIX
CTpaH Mo pe3yJbTaTaM MEXIYHapoIHbIX KitoueBbix cimueHnii CCQM-K34 «KomnyectBenHOe ompe-

nenenue oudranarta xkamus» (2004 romx)

Pesynbrar u Heonpenenén- | Poccust CnoBa- | CIIA | KOPESA | Kwuraii | Snonus

HoCTh mM3Mepenuid maccooii| (YHUNM, | xus (NIST) | (KRISS) | (NRC | (AIST)
TToMH VBT 14-A- | (SMU) CRM)
Oudranara Kanus 81)

Pe3ynbrar nsmepenuit mac-
coBoii gonu Obudranara ka- 99,958 99,919 | 99,9250 | 99,917 99,920 | 99,904
s, %
CTamaprHas HONPEACHCH- | 09 | 0001 | 0,0015 | 0,0007 | 0,002 -
HOCTBb THIa A, %
CTamiaprHai HONPEACHCH- | 013 | 0003 | 0,0032 | 0,0033 | 0,005 -
HocThb THna B, %
CymmapHas CraniapTHas 0,015 | 0,003 | 0,0035 | 0,0034 | 0,006 | 0,015
HEONPEEIEHHOCTD, %0
Pacumpentas seonpese- 0,031 | 0,007 | 0,0069 | 00066 | 0,011 | 0,030
JIEHHOCTB, %

[To narHBIM TaGIUIEI 1.2 MOXKHO clieNaTh CIEIYIONINE BHIBOIBI:
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- HanOoJbIlIee 3HAYCHHUE CTAH/IAPTHON HEOINPEACIICHHOCTH THIAa A, XapaKTepU3YIOIIeH Clydaii-
HBIN pa3dpoc pe3ynbraToB, nokazaHo YHUMM - 0,009 %, naumensiuee 3Hauenue mnokazaHo KRISS
(Kopes) — 0,0007 %;

- HauOoJblllee 3HAUCHHUE CTAHJAPTHOM HEONpPENETICeHHOCTH Tuma B, 00ycioBiIeHHON, B OCHOB-
HOM, MOTPEIIHOCTBIO CPEACTB U3MepeHuil, nokazano Y HUMUM —0,013 %, nanmeHnbliiee 3Ha4€HUE T10-
kazano SMU (Cnosakwust) — 0,003 %;

- HanOoJbIIIee 3HAYCHHUE PACIIMPEHHON HeompeaeneHHocTn nokazano YHUMUM — 0,031 %, uto
COOTBETCTBYET METPOJIOTMUECKUM XapaKTePUCTHKAMH, YCTAHOBJICHHBIM IMpPH aTTECTAllMH YCTAHOBKU
VBT 14-A-81 u 3a"HeceHHbIM B €€ nacnopT. HauMmenspliee 3HaYeHE paCIIMPEHHON HEONPEIeICHHOCTH
nokazano KRISS (Kopes) — 0,0066 %.

[IpoBeneHHBIN aHAIN3 U3MEPUTEITBHBIX BO3MOKHOCTEH KYJIOHOMETPUUECKUX YCTAHOBOK IIECTH
cTpan mokazai, yTo YBT 14-A-81 mo cBOMM METPOJIOTHYECKHM XapaKTePUCTHKAM YCTYIMaeT 3apy-
OCKHBIM aHajoraM Kak [0 3HAYeHUSM HEOMNPEIEeNIEHHOCTH TuMa A, XapaKTepU3yIOLIew ciydyailHbIi
pa3z0poc pe3yapTaTOB U3MEPEHUM, TaK U 10 3HAUEHUSIM HEONPEeIIEHHOCTH TUIa B, 00ycioBiieHHO B
TOM YHCJIE HEONPEAEIEHHOCThIO UCIIOIb3YEMBIX CPEJICTB U3MEPEHUI.

1.3.2 CpaBHuTe/IbHASI XapaAKTEPUCTHKA KyJloHOMeTpuueckux siueek YBT 14-A-81 u 3apy-
0e/KHBIX AaHAJIOTOB

Kynonomerpuueckas siueiika siBIsI€TCS BaKHBIM 3JIEMEHTOM M3MEPUTEIIbHON YCTAaHOBKH, peaiu-
3yIOlIEeN METOJ KYJIOHOMETPUYECKOT0 TUTPOBAHMS, TaK KaK J0JKHA obecrieunBaTh 3QpGEeKTUBHOE pas-
JIeJIEHEe aHOJIHOTO M KaTOJHOTO MPOCTPAHCTBA M OBICTPOE MPOTEKaHHE HY)KHOW XMMHUYECKON peaKkiuu
0e3 MOOOYHBIX MPOLIECCOB KaK MPU FeHEPUPOBAHUU TUTPAHTA, TaK U MPU €T0 B3aMMOICHCTBUH C aHa-
JTU3UPYEMOU POOOIA.

B mporiecce pa3BuTHs U CTAaHOBJIEHUSI KYJTOHOMETPUUECKOTO TUTPOBAHMS KAaK aHATUTHYECKOTO
METOJIa HauOOMBIIYIO MOMYIIPHOCTh MOTYYMIN IBa TUNA KYJTOHOMETPUUYECKUX SYEEK - TOPU3OHTATIb-
HOTO M BepTHKaIbHOTO THIOB [61, 73-74, 77-78, 91].

B sideiike rOpu30HTANBHOTO THIIA KaTOAHAS U aHOJHAs KaMmepbl MPEACTABISIIOT COOOM XUMUYe-
CKHE€ CTaKaHbl paBHOrO0 00bEMa, COEAMHEHHbIE MEXIy co00il TpyOKOll C Tpems meperopojkaMu M3
CIIEYEHHOTO CTEKJa, KOTOpble O0pa3yloT [BE MPOMEKYTOYHBIE KaMephl. Pasnenenue KaTogHOW U
AQHOJTHOM KaMep OCYIIECTBJICHO 3a CUET MPOMEXKYTOUHBIX Kamep U MPOOKHU U3 IEKTPOIPOBOISIIETO
relis CO CTOPOHBI KaMephl, Co/IeprKalliell BCIOMOTaTeIbHbIN 371eKTpo (KaToA UK aHOJ B 3aBUCHMOCTH
OT TEHEPUPYEMOTO THTPAHTA), a TAK)KE€ HAIMYUS CHCTEMBI OIYCTOIICHUS/3aIOTHEHUS TIPOMEKYTOY-
HBIX KaMep ¢ TOMOIIbIO JaBJICHHUS] HHEPTHOTO Ta3a. PacTBop B paboueil kamepe (TO ecTh KaMepe, Co-
JeprKamiel pabounii AEeKTPo.1) MepeMeIInBaeTcss MarHuTHOW Mernankoid. Ha pucynke 1.2 mpuBeneHa
cxeMa KYJIOHOMETPUYECKON SYEHKH TOPU30HTAIBHOTO THIA, MCHOJB3yEMOH B KYJIOHOMETPHUYECKOU

ycraHoBke SAmonuw [74].

19



Rinsing system using Ar
Counter Electrode\‘ gi J 1 9 Combined electrode Ag-AgCI/Pt

Pure Ar 1 Pure Ar

b1 1

= i

110 mm
|

Working
Electrode

I

RO f
silicic acid gel Stirring bar
55 mm Porosity sintered-glass disk
175 mm

Pucynok 1.2 Cxema KyJIOHOMETPHUYECKOHN SIMEHKH T'OPU3OHTAIBHOIO THIIA, MCIOIb3YEMON B

KYJOHOMETPHUYECKOH ycTaHOBKe SnoHuu [74]
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Pucynok 1.3 Cxema KyTOHOMETPHUECKOH sTUEHKH BEPTUKAJIBLHOTO TUIIA, UCIIOIB3YyEMOIl B KyJ10-
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HomeTpuueckoit yctaHoBke YBT 14-A-81 (Poccust)

1 — reHepaTOpHBIN MEKTPOJ; 2 — MHAMKATOPHBIA 3JEKTPOA; 3 — BIIEKTPOJ CpaBHEHHUs; 4 —
BCIIOMOTaTeNbHasi KaMepa; 5 — MPOMEXyTOUHasi Kamepa; 6 — BCIIOMOTaTeIbHBIN JIEKTPO; 7 — OTBEp-
cTHe JUI1 BBOJA MpoObI; 8 — KpblmKa stueiiku; 9 — kopmyc sueiiku; 10 — 6apbotep; 11 — reneBas

npo0Oka; 12 — MarHUTHBIN CTEP>KEeHb JUIs IIepeMellInBaHus pacTBopa; 13 — mopucTtast neperopojxa.

B Ttabnuue 1.3 mpuBeneHa cpaBHUTENbHAs XapaKTEPUCTHKA KYJIOHOMETPUYECKUX siUEeK, UcC-

MOJIb3YCMbIX B YCTAHOBKAX PA3HBIX CTPaH.

Tabnuna 1.3 XapakTepucTuKy KyJIOHOMETPUUECKUX SYEEK HEKOTOPBIX CTpaH

Crpana Tun srueiiku BosmoxkHOCTs | OOBEM sueiiku, cm®
(ab6peBuatypa OTyCTOIICHUS/
METPOJIOTHIECKOTO 3aITOJTHEHHS
MHCTUTYTA) IPOMEXYTOY-
HOHM KaMephbl
I'epmanus (BAM) | BepTukanbHas, | mpomMexyToUHast Jla 180
Kamepa
Oxnas Kopes TOPU30HTAIbHAS, 2 TPOMEXKYTOUHBIX Jla ~100
(KRISS) KaMepbl
CILIA (NIST) TOpPHU30HTANIbHAS, 2 TPOMEKYTOYHBIX Ha ~80
KaMmephbl
Snonus (AIST) | ropusoHTaNIBHAS, 2 TPOMEKYTOUHBIX Ha 120
KaMepbl
Kurait (NRCCRM) | ropuszoHTanbpHast, 2 IpOMEKYTOUHBIX Ha 180
KaMepbl
CnoBakus (SMU) | BepTukanbHasi, | mpoMexyTouHas Ha 250
Kamepa *
Poccus (UNIIM) | BeprukanpHas, 1| mpoMexyTouHas Her 400
Kamepa
* - HEeTIPepBIBHBIN MOTOK PAaCTBOPA U3 IPOMEKYTOUHOW KaMepbl B pabouyro KaMepy BO BpeMst OC-
HOBHOT'O TUTPOBAHMS

AHanu3 XxapakTepUCTUK KyJTOHOMETPUUECKUX YCTAHOBOK Pa3HBIX CTPaH MOKa3all, YTO KYJIOHO-
MeTpuieckas siueiika, Bxozsmias B coctaB YBT 14-A-81 umeer 6onpimmii (B 2 pa3a) o0beM paboueit
KaMC€pbl, HE HMCET KOHCTPYKI_[I/IOHHOI\/'I BO3MOXHOCTH OCYHICCTBJIATE IPOMBIBAHUC (3aHOJ'IHe-
HUE/OMYCTOIICHHE) MPOMEKYTOYHON KaMephl JaBIIEHHEM WHEPTHOTO ra3a U MPOAYBKY aprOHOM BCIIO-

MoOTraTelIbHOM U HpOMC)KyTO‘IHOI‘/’I KaMcep.
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1.3.3 CpaBHHTe/JbHBIH aHAJU3 NPUOOPHOr0 COCTABA KYJOHOMETPHYECKHMX YCTAHOBOK
Pa3HBIX CTPAH U METPOJIOTHYECKHX XapPAKTEPHUCTUK CPeICTB U3MepeHu i

Kak y)xe ObIJIO CKa3aHO BBIIIE, B HACTOSIEE BPEMsI BHICOKOTOYHbIE KYJTOHOMETPHUECKUE YCTa-
HOBKHM (PYHKIITMOHHPYIOT B METpOJIOTHYEeCKUX MHCTUTYyTax necatu crpaH: CIIIA, CnoBakuu, I'epma-
Huu, Anonuu, Kuras, FOxnoit Kopeu, Ykpaunsi, Mekcuku, bpaswiuu u Poccuu. Ilpu 3ToOM KysnoHo-
MeTpuueckue ycraHoBku CroBakuu, ['epmanun, Mekcuku u bpaswiny mpakTH4ECKH MOJIHOCTBIO
UJICHTUYHBI, TaK KaK MPHOOPETCHBI KOMILICKTHO y cioBaikoi ¢pupmer Applied Precision Ltd. Hekoro-
pble CTpaHbl HE MyOIUKYIOT JETaIbHYI0 HH(OPMAIMIO O COCTaBE CBOMX KYJIOHOMETPUYECKHX YCTaHO-
BOK. C y4eToM BBIIIECKa3aHHOIO ObUI MPOBEJCH CPAaBHUTEIbHBIN aHAIN3 PUOOPHOTO COCTaBa U MET-
POJIOTMYECKUX XapaKTEPUCTUK OCHOBHBIX CPEICTB M3MEpeHuil poccuiickol yctanoBku YBT 14-A-81
U Tpex 3apyOexHbBIX KyJoHOMeTpuueckux yctaHoBok - CIIA, CrnoBakuu, FOxnoit Kopen. Kynono-
METPUYECKUE YCTAaHOBKHU 3THX CTpaH ObUIM CO3[aHbl HE3aBUCUMO JPYT OT Jpyra, OHU (GyHKLHUOHUPY-
I0T U MOJBEPraroTcs MOJCPHU3ALMHN HA MPOTSKEHUU HECKOJIBKUX JECSITUIETUH, HH(pOpMaLUs O MpH-
OOpPHOM COCTaBe KYJIOHOMETPUYECKHX YCTAaHOBOK ITHX CTpaH HauOoJjee MoApoOHO OImyOJIMKOBaHA.
[Tpu cocraBieHn 0030pa UCMONb30BAIN JTaHHBIE CTaTEl, OTYETOB IO MEXKYHAPOJIHBIM CIMYEHUSIM U
IpEe3eHTalMi METPOJIOrMYECKMX MHCTUTYTOB Ha 3aCelaHusAX paboyMX Py MO 3JIEKTPOXUMHUH U He-
oprannueckomy anann3zy KKKB MBMB. Pe3ynbratel 0030pa mpruOOpHOro cocraBa BHICOKOTOUHBIX
KYJIOHOMETPHUYECKHX YCTAaHOBOK BBIOPAaHHBIX CTpaH NpuBeeHsbl B Tabnuie 1.4. MeTtposnoruueckue xa-
PaKTEPUCTUKH CPEACTB M3MEpPEHU, NpUBeACHHbIE B Tabuule 1.4, He Bo Bcex ciydyasx yA0OHO COIo-
CTaBUTh MEXAY co00ii, 3Ta Tabauua ObUIa COCTaBICHA, TJIaBHBIM 00pa3oM, JUIsl PEeLIeHHs 3aJaud BbI-
Oopa cpelCTB MU3MEpPEeHMH Ui OCHaIleHus pa3pabaTsiBaemoro Ha 0aze YBT 14-A-81 rocynapcrBeH-
HOT'0 MEePBUYHOIO 3TaioHa. bojee HarisIHO COOTHOILIIEHNE METPOJIOTUYECKUX XapaKTEPUCTUK CPE/ICTB
u3MepeHui, Bxoasamux B coctaB YBT u 3apy0eKHBIX KyJTOHOMETPHUUECKUX YCTaHOBOK, JE€MOHCTPH-
PYIOT JHMarpamMbl, MOKa3bIBAIOIINE 3HAYCHHsS HeompeaeneHHOCTH U(Xi), 0OyCIOBICHHON BKIaJaMu
HEOIPEAEIEHHOCTH OT UCMOJb30BAaHHBIX CPEACTB M3MEPEHUI NPU U3MEPEHUU MAcCChl, HANPSIKEHMUS,
COIIPOTHBIICHUS] U BPEMEHU 10 JIaHHBIM, TIpeCTaBIeHHbIM yuacTHHKamu ciudeHust CCQM-K34 «Ko-

JMYECTBEHHOE onpeeneHue oudranara kanus» (pucyHok 1.2 a, 6, B, I).
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Ta6auna 1.4 OcHOBHBIE CpeICTBA U3MEPEHUI, BXOSIIUE B COCTaB BBICOKOTOYHBIX KyJOHOMETpUUuecKux yctaHoBok Poccun, CIIA, CnoBa-

kuu, IOxunoit Kopeu

Bun cpen- Poccus CIIIA CrnoBaxust IO>xnas Kopest
CTBa U3Me- cn MX CHu MX CHu MX cu MX
penuii (CU1)
CHU maccsl | Mukpoananu- [Ipenen B3BemmBanus — | Mukpoananu- IIpenen YapTpamMuk- [Ipenen YibpTpamuk- [Ipenen
TUYECKHE Be- 20r TUYECKUE BECHI | B3BEIIMBAHUS | pOBEChl Sarto- | B3BEHIMBaHUS | POBECHI B3BCIIMBAHUS
CBI Iena nenenus mkansl | AT 20 Mettler -22r, rius S4 —4020 mr, Mettler —2100 mr,
BJIP-20 T (muckpernocts) — | Toledo Huckpert- Juckper- UMT?2 Huckper-
0,1 mr; Hocts — 0,002 Hocts — 0,1 mocts — 0,1
[TorpemHocTs U3Mepe- MT; MKT; MKT,
HUS Macchl TI0 IIKae — [ToBTOpSsie- [ToBTOpSsie- MOBTOpSsie-
+ 0,015 mr; mocths — 0,004 mocTh — 0,2 Mocth - 0,25
Jlomyckaemasi morper- MI MKT MKT
HOCTbH B3BEIIMBAHUS /10
5t —0,05mr
Hcrounuk | [loTen- Jlnana3zoH nocTostHHOrO | MicTouHMK 110- - IIpenusunon- Jwnana3oH: Hcrounuk -
nocTosiHHOro | nmuoctart I1- Toka £ 1000 MA CTOSIHHOT'O TOKA3 HBIH HUCTOY- | OT 1 MKA 1o TOKa IIPOU3-
TOKa 5848 MIPOU3BOJICTBA HUK TOKa (C 500 MA BOJICTBA
Knacc Tounoctu 0,5 |HUCT (s byHKunen ITorpem- KRISS (mns
TUTPOBAHHUS U3MEpEHUS HOCTbB: TUTPOBAHUS
BBICOKUM TO- Bpemernn) CS 20 ppm + BBICOKUM TO-
koM 100-200 8011A “Ap- 1-105 A koM 100 MA)/
MA)/ plied  Preci- Hcrounuk- Jmnana3oH -
[Mporpammupy-| J[uamaszoun - | sion”, Cmoa- W3MEPUTEITh ot 10 A 1o
emblii ucTod- | ot 10 MKA 10 | Kus Keithley 2400 | 10 A, pa3pe-
HHUK TOKa 100 MA, (mns tutpo- | menue ot 10
Keithley 224 Juckpert- BaHUs MabiM | A 10 1 MkB
(nnst TUTpOBa- HOCTB OT 5 Tokom 1-10
HUSI MaJIBIM HA 10 50 MA)
ToKOM 1-10MA) MKA
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Bun cpen- Poccusa CIIA CrnoBakusa HOxnas Kopes
CTBa U3Me- Ccu MX CcHu MX CHU MX Ccu MX
penuii (CH)
CU nanps- K Huanazon m3mepenuii | LHudposoii [wnamnazon udposoit [wnana3on [Ipeunsuon- Junamna3on
JKEHUS OMIIEpATop | - or 10 uB 1o 11 B, | HaHOBOJIBT- U3MEpPEeHUH — BOJILTMETP WU3MEPEHHH — | HbIN U po- HU3MEpPEHUM —
HanpsKeHUs N
Knacc Tounoctu METp ot 0,1 MmxB 10 Solartron or 10 B 10 1 | BOM BOJIBT- ot 1 MxB 1o
P 3003 0,0005, Keithley-182 | 30 B, pa3pe- 7071 kB metp Keithley | 1100 B, pas-
[MorpemHocTh U3Mepe- menne — ot 1 | (Schlumberg- | Paspemenune | 2400 pelieHue — ot
Hus Hanpspkenus — 0,01 HB 1o 10 er) — ot 70 HB, 1 MxB 10 1
% MKB, 1o- (uacTas Ka- | MOrPELIHOCTh MB, ocHOB-
I'PEIIHOCTh AuOpoBKa HE | IIpH U3Mepe- Has 1orper-
IIPU U3Mepe- TpeOyercs) HUU Hamps- HocThb 0,012
HUHW HaIpsi- xkenus 30 mB % (morper-
3nauenne JO.J1.C. npu xxenus 30 mB —0,7 MkB, HOCTh TIPH
ICMEHT temneparype 20 0C, | Hopmanbsnbiii | — 0,78 MxB, npu usMepe- | HopManeHbI | U3MepeHUH
HOPMATE B B, ot 1,018540 no AIIEMEHT IIpH U3Mepe- HUU Hamps- | SJEMEHT HaNpsHKEHUs
—— 1,018730; oTkioHe- Weston Cell HUM Hampsi- xenus 1,5 B | (voltage 30 MB - 3,6
X 480 (1e06- e D.J[.C. 3a 1 ron, | Box “Epp!ey xenus 1,5 B —3,1 MxB. star_lda.rd cell) | mMxB, npu u3-
XOTHM IS MKB, He 6onee + 50. | Laboratories” — 27 MkB. Guildline MEpEeHUU
KOMITapHpo- (utst kamuo- 9152/4 HaIpsHKSHUS
POBKH HAHO- 1,5mMB-0,18
BaHUS HaIPsI-
BOJIETMETPA) MB).
KCHUSA)
Mepa comnpo- Karymika co- 10 Om, Pesucrtop 10 Om Karymxka co- | [lorpemnocts | Katymku co- | ITorpentHocts
TUBJICHUS IpOTHBIICHHA Kuacc rounoctu 0,01, | (Leeds&Northrup) npotusnenus | 5,20-10° Om* | mpotusnenus | 4,50-10° Om*
Horpenaocts 1,0-10° | Katymka conporusnenuns 100 | 1 Om (Metra) 10 Om u 100
P 321 Om Om NBS OMm 1ipous-
HorpentHocTs 1,73-10° Om* BOJICTBA
KRISS

Ipumeuanue — 6 c6s3u ¢ OMCYymcmeuem UCXO0OHbIX OAHHBIX 0 Mempoocudeckux xapakmepucmurkax CHU 3nauenus nocpewnocmu, ommeyeHmvle 36e3004-
KOll, NOIYYeHbl nymem pacuéma no gopmyie A=3 U(Xi) ¢ ucnonvzosanuem 3naveHuli CMaHOAPMHOL HEONPEOCIeHHOCMU MepP CONPOMUBICHUS, NPUGe-
Oennvix 6 omuemax CCQM-K34
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Bun cpen- Poccusa CIIA CrnoBakusa HOxnas Kopes

CTBa U3Me- Ccu MX CHnu MX CHu MX CHu MX
penuii (CH)

CU Bpemenu | Yacroromep Ot 0 1o 10000000 | YactoTromep Huanazon | [Ipenusuon- [Torpem- YHusepcanb- Junamnazon
3JICKTPOHHO- MKC “Fluke/Philip W3MEPEHUH | HBIM UCTOY- HOCT: HBII YacTo- U3MEPECHUI
cueTHbI O 5o J{é L To+0, 5MKC) s 6662” GPS or 10 I'n 1o | HuK TOKa (C 0,Lppm+ | romep HP 10 225 MTI'n,
5041 -0 t Receiver 120 MI'1, byHKIHEH 1-10%¢ 53131A paspelnieHue
, e 80 - otHocuremsmas | (Praecis) YYBCTBHUTEIb- | U3MEPCHUS IpH U3Mepe-
TOTPEITHOCTh HCTOYHHKA HocTh 15 MB, | Bpemenn) CS HUH BPEMEH-
onopHoii yactoter, TO — 8 paspsimoB | 8011A “Ap- HBIX UHTEp-
TEPHOL SATOMHATOLIEH plied Preci- BasioB 500 tc,
YacTOThI (METKH BpeMe- A
HH), MKC, t — H3MepIeMbIi sion”, CioBa- 10 pa3psimoB
UHTEpBaJl BPEMEHH, MKC. Kus
pH- Honomep U- | luanazon m3mepenuit | pH-metp Ori- Jwnana3on biox nHN- Jwnamna3on DneKTpoMeTp Jnamna3on
metp/motenn | 115 ot -2,00 no 20,00 pH | on SA 720 u3MepeHuil | kauuu npous- | uamepenwuii ot | Keithley 6517 | usmepenuii ot
nometp (1o- (pX) ot — 2000 mo | BoxctBa “Ap- | —2 102 B, 10 MxB 10

TEHIUOMET- Kunacc rounocru 0,5 + 2000 mB, plied Preci- | paspermenue 200 B, 6a3o-

puyeckas ot -2,000 1o | sion”, Cnosa- 0,01 mB Bas MOTPEIII-

UHIUKAIUS 19,999 pH KU HocTh 0,025

KTT) (pX), %
MOTPELIHOCTb
0,2 MB,
0,002 pH(pX)

CHU nocTo- | BOJIBTMETP Hwnana3on usmepennii | [loren- biiok nHauka- [wnana3on DIIEKTPOMETP Jwnana3on
SIHHOTO TOKa | 1udpoBoit or 10 MB 10 1000 B, | unocrar Iy npou3Boa- | noteHnumana | Keithley 6517 | uamepenuii ot
(ammepomet- | yHUBepcaib- | oT 1 MKA g0 1000 PAR 174A, crBa “Applied | or—2 B o 2 20 mA no 20

pudeckast Heid 1] MKA; ot 1 kOm 10 10 | Princeton Precision”, B, makcu- MA, 0a3oBas
nuaukausa | 68003 MOM. CioBakus MaJIBHBIA TOK MOTPEUTHOCTh
KTT) Knacc Tounoctu 0,06 (moTeHIocTar +0,2 MA, 0,1%
B TPEXdJICK- paspernieHue
TpogHoMm uctt.) | 50 ppm+0.2
HA
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CpaBHUTenbHas xapakrepucTuka CpaBHUTENbHaA XapaKTepMCcTMKa METPONOrn4eckux

MeTpPONOru4eCKuUxX XxapaktepucTmk CW macchl B XapaKTepuCTUK Mep CONpoTUBINEHUSA B
KynoHOMeTpn4eckux yctaHoBkax HeKoTopbix KYyJIOHOMETPMYECKNX YCTaHOBKaX HEKOTOPbIX CTpaH
cTpaH
0,016 1,2
0,014 +— .
3 E 1,0
é 0,012 +— 9
T z i
2 0,01 T— g 0.8
< )
. 50,008 +— 28 06 1—
0 o
T 0,006 — 2
x 04—
s
0,004 +— g
T 021
0,002 +— z
0 0,0 —
Poccus CLUA CroBakusi 1Ox. Kopesi Poccus CLIA CnoBakus Ox. Kopes
(VBT 14-A-81) _ (YBT 14-A-81) _
a 0
CpaBHUTeNIbHaA XapaKTepUCTMKa METPONOrMYECKUX XapaKkTepucTuk CU
cpaBHMTeanaﬂ xapaKTepMCTMKa BpeMeHH B Ky/IOHOMeTUYeCKUX YCTaHOBKaxX HEKOTOPbIX CTpaH
MeTposiornyeckux xapakrepmctuk CU
Hanps>KeHUs B KYJTIOHOMeTPMUYEeCKNX yCTaHOBKaxX 350803
HEKOTOpbIX CTpaH N
6,00E-05 s 300803 |

5,00E-05 +— 2,50E-03 +—— S

2,00E-03 —

4,00E-05 +—

1,50E-03 —

3,00E-05 +—

1,00E-03 —— —

2,00E-05 +—

HeonpeaeneHHoOCTL M3Mepe HNA BPe MeH

5,00E-04 +— —
1,00E-05 +— !

— 0,00E+00 ——
0,00E+00

Poccus CLLA CnoBakus 10x. Kopes
(YBT 14-A-81)

3HaYeHMs HeonpeaeneHHOCTH,
Oom

Poccua CILA CnoBakua HOx. Kopes
(YBT 14-A-81)

B r

Pucynok 1.2 CpaBHHTENbHAS XapaKTEPUCTUKA METPOJIOTHUECKUX XapaKTEPUCTHUK OCHOBHBIX CPE/CTB
U3MEPEHUH, BXOJAIINX B COCTaB KYJIOHOMETPUUECKUX YCTAaHOBOK MO AaHHBIM cimdeHuss CCQM-K34

«KonniecTBeHHOE OIIPCACIICHUC 6I/I(1)Ta.]'[aTa KaJus»

[To manueM Tabmuuer 1.4 u quarpamm (pucynok 1.2 a-r) BugHo, uro YBT 14-A-81 ycrynmaer no
3HAUEHUSAM XapaKTEPUCTHK MOIPENIHOCTH OCHOBHBIX cpencTB usMepennii — CU maccel, conpoTuBiieHus,
HaINpsDKEHUS U BPEMEHU — aHAJIOTUYHBIM KYJIOHOMETPUUECKUM YCTAaHOBKAM IPYIHX CTpPaH.

[IpoBeneHHBIN aHanM3 METPOJIOTMUECKHUX XapaKTEePUCTUK 3apyOeKHBIX KYJIOHOMETPHYECKHX
YCTaHOBOK, KOHCTPYKIIUU KYJJOHOMETPUUYECKUX siueeK, MpruOopHoro coctaBa U MX cpencts usmMepeHuii B
cocTaBe yCTaHOBOK mokazai, uto YBT 14-A-81 Hyxnaercs B KopeHHO MoaepHu3anuu. K uuciy Bax-
Helmux npobjeM BOCIPOU3BEIEHHSI MAaCCOBOM JI0JM OCHOBHOT'O BEIIECTBA B BBICOKOYHCTBIX XUMHYE-
cKkuXx BemiecTBax ¢ nomonipo YBT 14-A-81 ciegyer oTHECTH MOpalbHO yCTapeBIINUE CPECTBA U3MEpe-

HUM, BXxonsmue B coctaB YBT, HEIOCTaTOYHO BBICOKYIO TOYHOCTH M3MEPEHUH, KoTtopad B 1,5-3 paza
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YCTYNaeT TOYHOCTH, JOCTUTAEMOM ATATIOHAMH JPYTHMX CTpaH, OTCYTCTBME aBTOMATH3aLUM Mpoliecca U3-
MEpPEHHIA, a TAKKE HEJJOCTATOYHOE YHCIIO BBITYCKAEMBIX THIIOB CTAHAAPTHBIX 00PA3IIOB.

Ha ocHOBaHMM BBIMOJHEHHOTO JUTEPATYPHOTO 0030pa chopMyIHpOBaHbI CIEAYIONINE 3aa91 HC-
clIeIOBaHUS.
° MPOaHaIM3UPOBATh BO3MOKHOCTH TOBBIIIEHHUS] TOYHOCTH METOJIOB U CPEJICTB BOCIPOU3BEICHUS U
rnepeladyn €MHUL] MaCCOBOM J0JIM U MAaCCOBOM KOHIIEHTPAIIMUM KOMIIOHEHTOB METOJOM KYJIOHOMETpHYE-
ckoro tutpoBanus. OCylIecTBUTh BHIOOP OCHOBHBIX HAIIPABJIICHUN COBEPIIICHCTBOBAHUS YCTAHOBKH BBIC-
el TOYHOCTH C IIeJIbI0 pa3pabOTKH rOCyJapCTBEHHOIO MEPBUYHOTO HTAJIOHA HA OCHOBE KYJIOHOMETpPU-
YECKOr0 TUTPOBAHMS;
° pa3paboTarh KYJIOHOMETPUYECKYIO SUYCHKY, 00ECIEeYHBAIONIYI0 HAWIYYIIAE METPOJIOTUYCCKUE
XapaKTEPUCTUKU pa3padaThIBAEMOTro 3TAJIOHA;
° BBIOPATh ONTHUMAJIbHBIE PEKUMBI BOCTIPOU3BEICHHS €IUHHUIl MAaCCOBOM JI0JIM X MacCOBOM KOHIICH-
Tpalu OCHOBHOT'O KomroHeHTa Ha ['TI3;
° MCCIIEIOBATh BKJIAJbl OT PAa3JIMYHBIX MCTOYHUKOB HEOMPENEIECHHOCTH WU3MEPEHUU COAEp KaHUs
KOMIIOHEHTa ¢ npuMeHeHneM 11D u yTouHuTh MareMaTuyecKyro MOJENb U3MEPEHUN MyTEM ydyeTa Xu-
MUYECKHX UCTOYHUKOB HEONPEICICHHOCTU U3MEPEHUH (COACPIKAHUS B DJICKTPOJIUTE YIJIEKUCIIOTO Ta3a u
Kuciopoaa, mudy3un onpeaessieMbIX HOHOB B IPOMEXYTOYHYIO U BCTIOMOTATEIbHYIO KaMEPhl STUCHKH ),
° AKCIIEPUMEHTAJILHO TTOATBEPIUTh U3MEPUTENIbHBIE BO3MOKHOCTU ['TID myTem yudactusi B MexIy-
HApPOJHBIX KJIIOUEBBIX CIMYEHUIX N0 3arunoilt MbMB;
° BBISIBUTh OCOOCHHOCTH Tepeavuu €IMHUI] MAaCCOBOM JIOJM U MacCOBOW KOHIIEHTPAIIMU KOMITOHEH-
TOB OT F'OCYIAPCTBEHHOT'0 MEPBUYHOIO 3TAJIOHA HA OCHOBE KYJIOHOMETPUYECKOTO TUTPOBAHHS;
° pa3paboTaTh TAJIOHBI CPABHEHUS — CTaHIAPTHBIE 00PA3IIbl COCTABA YUCTHIX XUMUUYECKHUX BEIIECTB
— W YCTAHOBHUTb UX METPOJIOTHUYECKUE XAPAKTEPUCTUKU METOJOM KYJIOHOMETPUYECKOTO TUTPOBAHUSA C

npuMeHeHneM pazpadorannoro I'TID.
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I'nasa 2. Co3nanme 3TajioHa
2.1 Pa3paboTka KylIOHOMETPUIECKON TUCHKU
Ha ocHoBe aHanmn3a 31eKTPOXUMHUYECKUX SUEEK, BXOSIIIUX B COCTaB YCTAHOBOK KYJIOHOMETpHYE-
CKOTO TUTPOBaHUS IPYTUX cTpaH (cM. riaBy 1), ObutH pa3paboTaHbl UEPTEKU U U3TOTOBJIEHA HOBas KY-
JIOHOMETpUYECKast (3JEKTpoXUuMHUUecKas) siueiika (puc.2.1).

Puc.2.1 Cxema HOBOH 3JEKTpO-

\ 5 XUMHYECKOM STUCHKH, BXOIAIICH
ras

/ / B COCTaB dTajoHa: | - reHepa-

vava | e 'tm/ TOPHBIN JIEKTPOX; 2 — MHAUKA-

BN

TOPHBIN IIEKTPO] (KOMOMHHUPO-
BAHHBIN CTEKJSIHHBIA 3JIEKTPOJL
WJIY TJIATUHOBBIM JBYXKOHTAKT-

HBI HMTOJBYATHINA 3JIEKTPOA); 3

— IPOMEXYTOUYHasi Kamepa; 4 —

BCIIOMOrarejibHasi Kamepa; 5 —

KpbILIKa BCIIOMOTaTeIbHOM Ka-

Mepbl; 6 — BCIIOMOTaTEJIbHBIN

anekTpox; 7 — Oapbortep; 8§ —

KpBIIIKA SUEeUKH; 9 — Kopmyc

suerikn; 10 — ImOABMOKHBIA 3a-

OIMTHBIA 9KpaH; 11 — reneBas

npo6ka; 12 — MarHUTHBIN cTep-

JKEHb, 3alasHHBIM B TE(IIOHO-

Byl Kancyny; 13 — mopucras

neperoponka; 14 — ycrpoiictso
JUIsl BBojia mpod; 15 — crakan-
YUK C MPOOOH.

PaGouas kamepa HOBOM KyJIOHOMETPHUYECKON SYEHKM M3TOTOBIICHA M3 CTaKaHa U3 TEPMO- U XHUMH-
YeckH CTOHKOro cTekna BMecTUMOCThI0 400 cM. TIpoMeskyTouHast M BCOMOTaTeNbHas KaMephl Sueiku
MIPEJICTABISIOT COOON PaCIIMPSIONINECS KBEPXY TPYOKH M3 CTEKJIa MAapKH «ITUPEKC» auamerpom 30 MM u
20 MM COOTBETCTBEHHO C BXOIAHBIMH M BBIXOJHBIMUA OTBEPCTHSMH IS HHEPTHOTO Ta3a (y BCIIOMOTraTelb-
HOW KaMepbl OTBEPCTHUS PACIIONIOKEHBI B €€ Kpblilke). KaMmepbl coeqMHeHbl MeXy co00i numdom, THO
00erx Kamep 3aKpbITO MOPUCTHIMHU MEPETOPOJKAMH, U3TOTOBJICHHBIMH U3 CIIEYEHHOTO M3MEIbUE€HHOIO
nupekca, rpy6oit (ITOP 500) u cpenneit (ITOP 160) mopuctocT COOTBETCTBEHHO (KJIacCH(pUKAIHS IO

I'OCT 25336-82 [92]). B kpsitike paboueit kamepbl MPeAyCMOTPEHbI OTBEPCTUS VIS MPOMEKYTOIHOMN
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KaMepbl, TEHEPATOPHOTO 3JIEKTPO/1a, MHANKATOPHOTO AIIEKTPOAA, YCTPOHCTBA JUIsl BBOJA MPOOBI, BXOJHOE
U BBIXO/IHOE OTBEPCTHS ISl HHEPTHOI'O Trasa.

WueptHblil ra3 nomaercs B pabouyro Kamepy uepe3 6apOoTep B B CTEKISTHHON TPYOKH C KpyT-
HOTIOPUCTON (PPUTTON Ha KOHIIE, B TPOMEKYTOUHYIO KaMepy — dYepe3 CTEKISHHYIO TPYOKY U B BCIIOMO-
raTelbHYI0 KaMepy — 4epe3 MOJMATHIICHOBBIN Kamwuisip. B paGoueit kamepe aist ynaBiauBaHus OpbI3T
AJIEKTPOJINTA, 00Pa3yIOLIMXCS MPH MPOITYCKAaHUH Yepe3 HEro MHEPTHOTO ra3a, NpeayCMOTPEH 3aIlUTHBIN
9KpaH, NPEACTABISIOMUI COO0H TUCK U3 Te(IIOHA C OTBEPCTUSMH, TOBTOPSIOMIUMHI OTBEPCTHS B KPBIIIIKE
pabouel Kamephl.

B pa3paboTaHHOH 3JE€KTPOXUMHYECKON sSUeHKe BCEe TPU KaMepbl UMEIOT MEHBIIIUNA pa3Mep U BMe-
CTHUMOCTb TI0 CPAaBHEHHMIO C siueiikoil B coctaBe YBT, 4TO MO3BOJMIO COKPAaTHUTh 00BEM 3aJIMBAEMOIO B
HUX dIeKTponuTa B 1,5 - 2 pa3a. YMeHbIIeHHE 06beMa IeKTpouTa padoueii kamepsl B 2 paza (200 cm®
BMecTo 400 cM®) pHBENO K MOBBIIEHUIO YyBCTBUTEILHOCTH CUCTEMB! HHAMKAINY KOHEUHOH TOUKH THT-
pOBaHMsI 3a CUET YBEIMYEHUS KOHIEHTpPAIMU MOHA, 00YCIaBIUBAIOLIETO MHIUKATOPHBIN CUTHAI. DTO
TaKXXe MO3BOJIIO YMEHBIIUTh CYMMAapHO COJEPKaHMs AJIEKTPOAKTUBHBIX IpuMeceid B (OHOBOM diiek-
TPOJIUTE, MOTYIIUX MOBIUATH HA PE3YyIbTaT U3MEPEHUN. J[OMOTHUTENBHBIM PEUMYILIECTBOM MEHBIICH
BMECTUMOCTHU pabouell KaMephl SBISETCS SKOHOMUS DIIEKTPOJIUTA U PEAKTUBOB Ha €T0 MPUTOTOBIICHUE.

Cranpgaptayro HeomnpeaeneHHocTh Tuna B m3mepenuss KTT onenuBanu mo oOpaboTke KPHUBBIX
TUTPOBAHUs, IIOJIYYCHHBIX HA CTApOM M HOBOM sAuerKkax. Il HaX0KI€HNUsI KOHEYHON TOYKH TUTPOBAHMS
ucnonp3oBanu ypaBHeHus (2.10) — (2.13). Habmromaemserii pa3dopoc MexIy pe3yiabTaTaMu HU3MEpeHUi
MIPUHAT 32 CTaHJApTHYIO HeomnpeaeneHHocTh Thna B nu3mepenus KTT (tabauna 2.1). M3 aHanu3a gaHHBIX
Tabmumpsl 2.1 BUIHO, YTO cTaHAApTHas HeompeaenaeHHOcTh u3MepeHuit KTT ¢ ucnons3oBaHreM HOBOM
KYJIOHOMETPHUYECKON yMEHbIUIach OoJiee ueM B 1,5 pa3a 1Mo cpaBHEHHIO C SUEHKOU, BXOSIICH B COCTaB
VBT.

Tabauna 2.1 PaccuntanHble 3HaUEHUS CTAaHIAPTHON HEOIPENEICHHOCTH TUNa B u3mepeHus ko-

HEYHOM TOUKH TUTPOBAHUA IJI PA3JIMYHBIX THUIIOB peaKI_II/Iﬁ " KYJIOHOMCTPHYCCKUX AYCCK

CraHpapTHas HEONPEAEIECHHOCTh

Bua tutpoBaHus 110 TUIY peakiuu tuna B uzmepenus KTT, %
Kynonomerpuueckass | HoBas kyloHOMeTpuueckas

adelika u3 cocraBa YBT | sAdelika U3 cocTaBa 3TaIOHA

KucnoTHO-0CHOBHOE  (TTOTEHIIMOMETPUUCCKUI
crioco6 ¢ukcaruu KTT ¢ mOMOIIBIO CTEKIISH- 0,0029 0,0013
HOT0 KOMOWHUPOBAHHOTO AJICKTPOJIA)

OKHCINTENbHO-BOCCTAHOBUTEIbHOE (OMame-

pomerpuuecknii criocod dukcanuu KTT) 0,0032 0,0022

OcaautenbHoe (MOTEHIIHOMETPUIECKUN CITO-
co0 ¢ukcammu KTT ¢ momorsio HOHCENEK- 0,0050 0,0031
TUBHOTO DJIEKTPOJA Ha cepedpo)

Kommekconomerpruueckoe (IOTEHIHOMETPHU-
yeckuit crmoco6 ¢ukcarmu KTT ¢ momormibio 0,0042 0,0023
MOHCEJIEKTUBHOTO JJIEKTPOJIa HA METh)
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OpHuM 13 yclIoBUH NMPAKTUYECKOW pean3alui METoAa KyJIOHOMETPUYECKOTO TUTPOBAHUS SBIIS-
eTcsd MakCHUMaJbHO 3((eKTHBHOE pa3/ieneHne aHOAHOTO M KaTOAHOTO MPOCTPAHCTBA MPHU COXPAHEHUHU
MEXy HUMH JJIEKTPUUYECKOTO KOHTaKTa. Jjis cobmoaenus 3toro TpeboBanus B siuetike 1981 r., Bxomus-
el B coctaB KysloHoMeTpudeckoi yctaHOBKH YBT 14-A-81, aneKTpoakTUBHBIN refib 3a1MBajid Ha JHO
00enx Kamep, MO3TOMY IPOMBIBKA IPOMEXYTOYHON KaMephl ObLIa HEBO3MOXKHA.

CornacHo nuTepaTypHbIM AaHHBIM [93], B HacTosIiee BpeMsi B KyJOHOMETPHYECKOM THTPOBAHUHU
JUISL IPEIOTBPALICHUS TOTEPh MPOOBI 32 CUET €€ MUTPALIMU B IIPOMEKYTOUHYIO KaMepy B X0JI€ OCHOBHOTO
TeHEpUPOBAHUS OCYIIECTBIIIOT MEJICHHOE BBITECHEHHE JJIEKTPOJIHMTA U3 MPOMEKYTOUHON Kamephl B
pabouyto. Ilpu 3TOM BakHO HE AOMYCTUTH Pa3pbiBa ITEKTPUUYECKOMN LIEMHU, KOTOPOE MOXKET HACTYMIHTh
IIPY IIOJIHOM OIIYCTOLIEHUM IIPOMEXKYTOUHOH KaMmephl, [O3TOMY YIPABISAIOT IPOLECCOM BBITECHEHUS
AJNIEKTPOJIUTA C TMOMOIIBIO MPOTPAMMHUPYEMOI TOPIIHEBOH OropeTkn. Ha cramuu mpeaBapuTeNIbHOTO |
3aKJIFOUYUTEIBHOTO TUTPOBAHUHN UCHOIB3YIOT MPOLEAYPY MHOTOKPATHOTO MPOMBIBAHHS MPOMEXKYTOUHON
KaMephbl AIEKTPOIUTOM U3 pabouell kKaMephl Tak K€ ¢ TOMOIIbIO OPIIHEBON OropeTku. B paspaboTanHoi
siYeHKe MPOILEAYpbl BHITECHEHUSI AJIEKTPOJINTA U MPOMBIBAHUS IPOMEXKYTOUHOM Kamepbl BBIIOJIHSIIOTCS
npu nomoIny apromatudeckoit oroperkr TITRONIC 110 Plus.

B HOBOII siuelike mpeaycMOTpeHa IpoAyBKa aproHOM BCeX TpeX Kamep sUeHKH, YTO CBOAMT K MU-
HUMYMY BO3MOKHYIO MOTPEIIHOCTh Pe3yJbTaTa U3MEPEHHS 32 CUET MEIIAONIEro BIMSHUS YIIIEKHCIOTO
raza BO3JlyXa IIpd KHCIOTHO-OCHOBHBIX peEaKUUsAX U KHCIOpOAAa BO3AyXa IPU OKHCIUTEIIBHO-
BOCCTAaHOBUTENbHBIX peakiusax. KoHTpoib pacxona aproHa oCymecTBIsIIA pOTAMETPOM, CKOPOCTh MOTO-
Ka aproHa cocTap/sna 5 am°/Jac.

Jns noBelmeHus 3(G@PEeKTUBHOCTH MPOJYBKH 3JIEKTPOIMTA OBLI HM3rOoTOBJIEH OapOoTep B BHJE
cTexistHHON TpyOouku ¢ ¢ppurroit (IIOP 250) Ha konue. Ilpu npoBeneHNN KUCIOTHO-OCHOBHBIX THUTPO-
BaHUU cTeneHb 3 (PEKTUBHOCTH MPOIYBKHU JIEKTPOJIUTA (CTENEHb YAaJeHUS U3 HErO YIJIEKUCIIOro rasa)
OLIEHUBAJIU TI0 3aBUCUMOCTH pH 3J1eKTposuTa OT BpeMEHH €ro NpoyBKH aproHom. B kauectBe (hoHOBOTO
NEKTPOJINTA UCTIOIB30BaIM 1 M pacTBOp Xj10puaa Kajius, MOAKUCIEHHBIH paCTBOPOM XJIOPOBOAOPOIHON
kucaoTel 10 pH 5,2-5,7 nns oGnerdeHust ynajieHus yriekuciaoro rasa. I'paduku 3aBucumoctu  PH=f(t)
IIpY UCTOJIb30BaHUM OapOoTepa B BHUJIE TIACTUKOBOM TPYOKH C TUAMETPOM BBIXOJAHOIO OTBepcTUs 1 MM,
HCTOJIb30BABIIETOCS B CTApO AJIEKTPOXMMHUUYECKOH siuelike (kpuBas 1), u 6apboTepa B Bue CTEKISTHHON
TpyOKH, 3aKaHuMBarolleicsa ¢purToi (kpuas 2), mpuUBEAeHbI Ha puc. 2.2. BugHo, uyTo crabuimzanus
3HaueHuil pH B mepBoM ciydae mpouCcXOoAUT MPUOIU3UTENBHO 3a 50 MUH, B TO BpeMs KaK MPH UCIIOIb30-
BaHuM Oapborepa C ¢purroii 3a 20 muH. AHamu3 6osee 20 rpadukos 3aBucumoctu PH=F(t) npu nucrmomns-
30BaHMM HOBOTO OapOoTepa mokaszall, 4To BpeMsl MPOIYBKU AJIEKTPOJIMUTA MPU KUCIOTHO-OCHOBHOM THT-

POBaHUU MOXKET OBbITH cokpaieHo ¢ 60 MuH 110 30-40 MuH.
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3aBucumocTb pH anektponuta (1 M KCI) ot BpemMeHU NpoayBKHU aproHom

59
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87
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70 80

Puc.2.2 3aBucumocts pH 31€KTpoauTa OT BpEMEHHU NMPOJYBKU aproHOM: KpuBasi | - pH UCHOJIb-
30BaHMM OapOoTepa B BUJE IJIACTUKOBOM TPYOKHU € JUAMETPOM BBIXOJHOTO OTBEpCTUs | MM; KpuBas 2 —
MIPH UCTIOJIB30BaHUM 0apOOTEpa B BUIE CTEKIISTHHON TPYOKHU C KPYITHOIIOPUCTON (DPUTTOM.

B cBs3u ¢ co3panuem HOBOM Ky.]'IOHOMGTpPI‘IGCKOﬁ STYEHKN OBbLIU IMPOBCACHBI UCCICOAOBAHHA 110

BBIOOpPY (OpPMBI U pa3Mepa reHEepaTOPHBIX AIEKTPOJOB — pabodero W BCIIOMOTaTENbHOTO. B kadecTBe

pabouero snekTpona B siuerike 1981 r. ucmonp30Bany MIaTHHOBYIO CETKY C IUIOIIAABIO MOBEPXHOCTH S

oxono 200 cm?. TIpu npoBeieHHH HCCIeI0BaH1i 110 BRIGOPY ONTUMAILHOTO 2EKTPO/A A HOBOH Sueii-

KU OBLIO MMPOBEACHO IIO 4 HU3MCPCHUMA MacCOBOM JOIU 6I/I(1)TaJ'IaTa Kajiugd B roCyAapCTBCHHOM CTaHIAapT-

HOM 00pa31e coctaBa oudranarta kanus ['CO 2216-81 (aTrTecToBaHHOE 3HAaYECHUE MAacCOBOM foyin OudTa-

nata kanusa 100,00 % £ 0,03 %) ¢ ucroap30BaHNEM B KaueCTBE padOUero 3JIeKTpo/ia MIIATUHOBON CETKH C

IIOINAJAbI0 IMTOBEPXHOCTU OKOJIO 84 CM2 U IUTIaTUHOBOM IMPOBOJIOKHU C TIIOIIAJAbIO IMTOBECPXHOCTU OKOJIO 4

cM?. Pe3ynbTaThl H3MepeHuii IpeicTaBieHs B Tabmuie 2.2.

Tadauua 2.2 Pe3ynbpTaThl U3MEpeHH MaccoBor nonu Oudranarta kamus B ['CO 2216-81 cocraBa

oudranara xkanust A= (100,00 + 0,03) % c ucnonab30BaHUEM IEKTPOIOB PA3INYHON (OPMBI U MIIOIIAAN

Pe3ynbTarsl u3mepeHus MaccoBoi 10u, %
Howmep nsmepenms Pt cetka (5=84 cm?) | Pt mpoBonoka (S=4 cm?)

1 100,025 100,009

2 99,992 100,017

3 100,001 99,987

4 100,016 100,025
Cpennee 3HaueHue, % 100,009 100,010
CraHnapTHas HEONpeAeIeHHOCTh THIa A, % 0,0074 0,0082
CrangapTHas HeolnpeaeneHHoCTs Thna B, % 0,0072 0,0072
Pacmupennas neonpenenennocts (k=2, P=0,95) 0,021 0,022
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Craructudeckasi 00paboTka pe3yabTaTOB U3MEPEHUN MAacCOBOW MO OudTanata Kajaus BBITOJ-
HeHa 1o [94], 3HayeHue pacIMpeHHOI HEONpeeICHHOCTH MPU HCIOJIb30BaHHU B KaueCTBE FeHEpaTop-
HOTO 3JIEKTPO/ia MIATHHOBOM CETKH ILIONMAAbio 84 cM? M TIATHHOBOH MPOBOIOKH ILIOMANIBIO 4 cM? co-
craBuiio 0,021 % u 0,022 % coorBercTBeHHO. [1o maHHBIM TabMUIBI 2.2 BUAHO, YTO (popMa M IUIOIMIAIb
JIEKTPOJa HE OKa3bIBAIOT CYIIECTBEHHOI'O BIUSHMS Ha PE3y/IbTaThl U3MEPEHUN M YTO B HOBOM 3JIEKTPO-
XMUMUYECKOH siueiike MOTyT OBITh MCII0JIb30BaHbl 00a IEKTPOJa.

2.2 BbI6Op cpeacTB U3MEPEHUH AJIs BKIIFOUEHHs B COCTaB pa3padaThIBa€MOI0 3TaJOHA

2.2.1 AHanu3 METPOJIOTMYECKUX XapaKTEPUCTUK MHUKPOBECOB, MPEIaraéMbIX pa3IMYHbIMU IIPO-
W3BOAUTEISAMU

N3mepenue macchbl IpoObl aHATU3UPYEMOTro BEIECTBA — OMH U3 KJIFOYEBBIX 3TAloB IIPHU KOJIHYe-
CTBEHHOM OINPE/IEJICHNH BEILECTBA METOAOM KYJIOHOMETPHUUECKOTO TUTPOBAHHUS.

['maBHBIM 371eMEHTOM OJIOKa M3MEPEHHSI MacChl MPOOBI B pa3padaThIBAEMOM ATAJIOHE SBISIOTCS
AQHAJTMUTHYECKHE MHUKPOBECHI, MO3TOMY OOJBIIOE BHHMAaHHE OBUIO YAEJICHO BBHIOOPY MOJEIH BECOB.
HaBecku aHanu3upyembIX BELIECTB, UCIOJIb3YEMbIE B METO/I€ KYJIOHOMETPUUYECKOIO TUTPOBAHUS, O0BIU-
HO Bappupytorcs oT 0,2 1o 1,0 r, Macca Tapsl Al B3BEIIMBAaHUA HE MpeBbImIaeT 2,5 — 4 1, TakuMm obpa-
30M, JUIsl BKJIFOUEHHS B COCTaB 3TaJOHA MOTYT OBITh pacCMOTPEHBI MOJIENIM BECOB C HAaMOOJIBIINUM Npeie-
nom B3BemuBanus (HIIB) ot Sr.

B tabmnuue 2.3 npuBeneHbl METPOJIOIMYECKHE XapPAKTEPUCTUKU 3JIEKTPOHHBIX MHKPOBECOB, BbI-
MYCKAaeMbIX BEAYIIMMHU ITPOM3BOIUTEISIMH aHATUTHYECKOr0 000pyaoBanus — komnanusmu “Mettler To-
ledo”, IBeiinapus u “Sartorius”, I'epmanusi.

Ta6auna 2.3 — MeTposiornueckue XxapakTepuCTUKH MUKPOBECOB

XapakTepucTuka Mopenbs BeCOB, IPOU3BOIUTEND
MES, ME36 S, AX26, “Mettler
“Sartorius” “Sartorius” Toledo”
JIMCKpEeTHOCTh OTCUeTa, MT' 0,001 0,001 0,001
HIIB, r 51 31 22
Cpennee KBaJpaTUYecKoe OT- 2 5 2
KIIOHEHHE, MKT
[Ipenensr  momyckaeMol — 1o- + 20/ £ 25 + 30/ £ 50 + 50/ + 50
TPEIIHOCTH TPU TEPBUYHON TO-
BEpKE/B IKCILTyaTalluu, MKT
Bpems ycraHOBneHMs IOKa3a- He Oonee 10 14-18 14-18
HUH, C

[To pe3ynbpTaTam aHain3a METPOJIOTUYECKUX XapaKTEPUCTUK BECOB, MPUBEIEHHBIX B Ta0nuie 2.3,
JUIsL BKIIFOUEHUS B COCTaB 0JIOKA M3MEPEHHsI MacChl MPOOBI pa3pabaThiBA€MOro 3TaJIOHa, ObUIN BBIOPAHBI U
npuoOpeTensl Becsl Tuia MES npousBozactsa “Sartorius”, ['epmanust. JIonoaHUTENSHO TpHOOpETEHA TH-

ps maccoit 500 mr kinacca E1 mo TOCT OIML R 111-1-2009 [95].
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2.2.2 KoHCTpyKLHMS YallleyeK JUisl B3BEIIMBAHUS

Jlist u3MepeHus MacChl MPOOBI AHATTU3UPYEMBIX BEIIECTB OBUTH M3TOTOBIICHBI CTEKIISIHHBIC Yallley-
KU ONTUMANIBHBIX (JOPMBI M pa3MEPOB C YUETOM KOHCTPYKTHUBHBIX OCOOCHHOCTEH YalllKi BECOB U pa3Me-
POB OTBepCTHs ISl BBOJA MPOOBI B KYJIOHOMETpUUecKkol sueiike. Cxema U pa3Mepbl THUIIOBOM YallleyKu

JUI B3BEIIMBaHUs PUBEIEHBI Ha puc. 2.3. Macca yameuku cocrasiuser 1,6 — 1,8 1.

| I VES

25+ 32

»

124072

Puc.2.3 TunoBas yameyka Jyis B3BEIIUBAHUS TPOObI

KoHcTpykTUBHON 0COOEHHOCTHIO HOBOM YallleUKH SIBISETCS HAJIMYUE METEeNIbKU, KOTopas MO03BO-
JSIeT TOJBEIINBATh MPOoOy HaJl pacTBOPOM B CaMOM Hadaje SKCIEPUMEHTa, B pe3yibTare dero mpoda
TaK)Xe HaXOJUTCS B Cpelle aproHa BILIOTH JI0 €€ NOTrpyKeHus B pacTBop. [lorpyxenune nmpoOsl B pacTBOp
OCYILECTBIISETCS € TIOMOIIbIO CTPEKHS C KPIOYKOM Ha KOHIIE, TJIyOMHA MOrpY>KEHHs Peryaupyercsi cTo-
IIOPOM Ha CTEPXKHE C HAPYNKHON CTOPOHBI KPBIILIKU STYEHKH.

2.2.3 OueHka NorpemHoCT U HEOIPeIeJICHHOCTH B3BEILIMBAaHUS TPOOBI

O1eHKyY MOTPEeITHOCTH B3BEIIMBAHUS TPOOBI aHATTM3UPYEMOTO BEUIECTBA C UCIIOIB30BAHUEM pa3-
paboTanHOrO 6J10Ka M3MepeHHs Macchl poObl nposoauiau B coorBeTcTBUM ¢ 'OCT P 8.736 [96], onenky
HeonpeaeneHHocTu — coriacHo TOCT P 54500.3 [94].

Cpennee KBapaTHUECKOE OTKJIOHEHHE M HEOMPEAeIEHHOCTh TUIIAa A OIICHWBAJIM 110 pe3yibTaTaM
MHOTroKpaTHbIX (N=10) u3mepeHunit Macchl Yaleyky JUIsl B3BEMIMBAHUS U TMpH Kiacca TouHocTH E1 mac-
coit 500 Mr. HeuckimoueHHYIO CHCTEMaTHUYECKYIO MOTPEIIHOCTh M HEONPEIeIeHHOCTh Tula B oleHnBanu
10 OTKJIOHEHHUIO pe3yNbTaTa U3MEPEHHs MacChl THPH Kilacca TOUHOCTH E1 OT 1eHCTBUTENBHOIO 3HaUE€HUS
Macchl TUPHU, YKa3aHHOTO B CBHJIETEILCTBE O MOBEPKE. 3HAUEHUS TOTPEITHOCTH M HEOIPEIeIEHHOCTH
B3BEIIMBAHMS MTPOOBI C TPUMEHEHHEM Pa3paboTaHHOTO OJIOKa M3MEPEHHs MacChl MPOOBI B COCTaBE pas3-
pabaThIBaeMOro 3TajgoHa NMpUBEAEHBI B Tabnuuax 2.4 u 2.5.

Tabauua 2.4 - Pe3ynbTaTsl OIEHKH XapaKTEPUCTUK MOTPELIHOCTH M3MEPEHHs] Macchl MpoObI ¢

NMPUMCHCHUCM OJ0Ka HU3MCPCHUS MACChI Hp06LI B COCTaBcC pa3pa6aTLIBaeM0ro 9TaJIoHa

XapakTepucTuka 3HaueHue
CpenHee kBapaTnueckoe oTkioHerue (N=10), Mr 0,0010
HeuckntoueHHast cucteMaTuyeckast morpeHoCcTb, M 0,012
I'paHu1pl MOTPEMIHOCTH pe3yJIbTaTa U3MEPEHus, A, Mr 0,012
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['paHuIIbI MOTPENIHOCTH pe3ysibTaTa M3MepeHuil Maccol npobsl Ha YBT 14-A-81 cocraBnsiu
0,015 mr.
Tabsauua 2.5 - Pe3ynbraTsl OLIEHKN XapaKTEPUCTUK HEOIIPEIEIEHHOCTH U3MEPEHHSI MAacChl IIPOOBI

C IPUMCHCHHUEM Ooka HN3MCPEHUA MACChI HpO6BI B COCTaBC pa3pa6aTLIBaeMoro 9TaJIOHa

XapakTepucThKa 3HayeHue
CranpapTHas HeonpezaeaeHHOCTh Tuna A (n=10), Ua, mr 0,0010
CranmapTHas HeOnpeaeIeHHOCTh THna B, Ug, Mr 0,006
CyMmMapHas cTaHJapTHasi HEONPeIeIeHHOCTh, Ue, MT 0,006
Pacmmpennas neonpeaenaeHuocts (K = 2), U, mr 0,012

2.3 Pa3paboTka u co3nanue 0JI0Ka 3a1aHus, MOICP KaHUs M U3MEPEHHUS TeHEPaTOPHOTO TOKA

2.3.1 Pa3paboTka 610Ka 3a1aHus, MOAIEPKAHUA U U3MEPEHHSI TeHEPATOPHOTO TOKa

brnok 3amaHus, nognepkaHus ¥ U3MEPEHUSI TEHEPATOPHOTO TOKA SIBISICTCS BaYKHOW COCTaBIISIO-
el pa3padaTeiBaeMOro 3TaOHA, €ro (QYHKIHMS COCTOUT B MOJICPXKAHUU MMOCTOSHHOTO 3a/IaHHOTO 3Ha-
YCHUS CUJIbI TOKa (C MOrp€IIHOCTBIO HE 00J1e€ HECKOJILKUX MKA) U HC MCHCC TOYHOM HM3MCPCHHU TOKa,
MPOXOJSIIETO Yepe3 FeHePaTOPHBIE JEKTPOIbI.

Ha puc. 2.4 npuBeneHa npuHIMIKAANBHAS cXeMa OJ0Ka 3aJaHus, MOJEPKAHUS U U3MEPEHHS Te-

HCPATOPHOI'O TOKA.

JM

)

/
-

Puc.2.4. IlpunnunuanbHas cxema OJ0Ka 3aJaHMs, NOJAEP)KaHUS M U3MEPEHHUs T'€HEepPaTOPHOIro
TOKa pa3pabaTbIBa€MOro 3TajloHa

1 — BombTMETpP; 2 — UCTOYHUK TOKA; 3 — CUYETYUK BpeMEHH (4acToToMep); 4 - mporpaMmarop;
5 — o0pasmoBasi KaTyIIKa COMPOTUBIIEHUS; 6 — KyTTOHOMETpUYECKasl sTaeKa.

Tok OT MCTOYHMKA TOKa MPOXOAMUT Yepe3 00pa3loBYIO KAaTYIIKy COMPOTHUBICHUS, HAXOJAIIYIOCS

IIPYU MIOCTOSIHHOM TeMIIEpaType B MaclIsHOM TEPMOCTATE, U Y€PE3 CUHXPOHHBIN KOMMYTATOp (porpamMmma-
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TOp) MojAaeTcs Ha suekKy. [Iporpammarop obecrednBaeT MOICOSTNHEHUE IEKTPOAOB K TeHEPATOPHOMY
KOHTYpPY ¥ OJHOBPEMEHHOE BKIIOUEHHE MPUOOpa AT U3MEPEeHHsI BpEMEHH (4acTOTOMEp), a TaKKe UX
OJIHOBpEeMEHHOEe OTKItoueHHe. C MOMOIIBIO BOJIBTMETPA U3MEPSIOT Na/IeHUE HAPsDKEHUsT Ha 00pa3oBoOi
KaTyIIKe CONPOTUBJICHHUS], 3aT€M IO STUM JIaHHBIM HAaXOJIAT 3HaYCHHE CHUJIIbI TOKA.

Ha srame pa3pabotku 0yioka 3amaHus, MOAAEPKAHUS M U3MEPEHUSI TEHEPATOPHOTO TOKA HEOOXO-
JTUMO OBUIO YKOMIUIEKTOBAThH pa3padaThIBAEMbIl 3TAJOH MPUOOpPAMU B COOTBETCTBHH CO CXEMOMU, IpHBe-
JIEHHOM Ha puc. 2.4.

AHanu3 TUTepaTypHBIX JaHHBIX MOKAa3ajl, YTO B TPEX M3 BOCHMHU JCUCTBYIOUINX 3apYyOEKHBIX BbI-
COKOTOYHBIX YCTAaHOBKAaX KYJOHOMETPHYECKOIO TUTPOBAaHMs HMCHOJb3yeTcs ucTouyHUK Toka CS 8011A
npousBozcTBa kommanuu “Applied Precision”, cnennansHo pa3paboTaHHBIN Ui METOJa KYJIOHOMETPH-
YECKOTO0 TUTPOBAHUS, KOTOPBIM codeTaeT B cebe Kak (DyHKIMU 3aAaHUS U TMOIJICPKAHUS TOCTOSHHOTO
reHEepaTOPHOTO TOKA C MOTPEITHOCTBIO 2:107 Aysy. + 2 MKA, TH€ Ay, — 3aJaHHOE 3HAYECHUE CUIIBI TOKA,
TaK U U3MEPEHMs BpeMeHH ¢ HorpemHocTbio 1-107 Tysy + 4 MKc, e Tusy. — U3MEPEHHOE 3HAYEHHE Bpe-
MeHu. Takum 00pa3oM, JaHHBIN TprOOp Ha cxeme Ha puc. 2.4 3aMeHseT cO0O0M TpU CPEICTBA U3MEPECHHUS:
HMCTOYHUK TOKa, MporpamMmarop u dacroromep. [lpu pa3zpaborke 610Kka HEOOXOAMMO OBUIO TIPHUHATH pe-
IIEHHE O 11eJIeCO00Pa3HOCTU KOMIUIEKTOBAaHHUS OJIOKa OT/EIbHBIMU MPUOOpaMU B COOTBETCTBUU CO CXe-
MOi1 puc. 2.4 Wi UCHOIb30BaHUsI MHOTO(YHKIIMOHAIBHOTO cTouHnka Toka CS 8011A. B tabnuue 2.6
MIPUBE/ICHA CPaBHUTEIIbHAS XapaKTepucTuka cpencts m3mepenuit (CH), mis KOTOpBIX paccMarpuBajach
BO3MOXXHOCTh BKJIIOUCHHSI B COCTaB OJIOKa 3aqaHUs, MOICPKAHUS U M3MEPEHHUsS T'eHEPATOPHOTO TOKa
pa3pabaTbIBaeMOM HTaJIOHE.

Ta6auna 2.6 — CpaBHUTENbHAS XapaKTEPUCTUKA CPEICTB U3MEPEHUI, 00eCcTIeYnBaIOIUX 3a/1aHNe
U TIOJIICpXKaHUE MMOCTOSHHOTO TOKAa W M3MEPEHHE BPEMEHH, TUIAHUPYEMBIX JJIS BKIFOUCHUS B COCTaB

Onoxa 3alaHuA, MOAACPKAHUA U UBMCPCHUA IrCHEPATOPHOT'O TOKa

Haumenosanune CU1U Mertponornueckue xapak- | HaumenoBanue | Mertponorndyeckne xapak-
tepuctuku CHU CHu tepuctuku CHU

[Torenmmoctat [1M1 50- | [Imana3zon 3amanust Toka: | Mcrounuk To- | Jlmamaszon 3amanms Toka: 0

1.1 ¢ mporpammaro- 0-1A Ka —500 MA

powm ITP-8, T'omens- Kiacc Tounoctu 0,1 CS 8011A, | HeompenenenHocts  3aja-

CKHI 3aBOJ HU3MCPU-

(mpu lrex=100 MA

TEJIbHBIX TPUOOPOB A =100 MxA)
(benmapycn)
Yacroromep [TorpemHocTs HU3MEpeHUS
o 5007, KIIO | Bpemenu:
«TournexTporpudop» T, +0,5mxkc
(Ykpauna) O =% G+

(ipu trew = 2300 ¢

0 =2 Mmc)

“Applied Pre-
cision” (Cmo-
BaKHSI)

HUSI U TTOJIICPKAHHS TOKA!
20 ppm + 2 wMxA (npu
lren=100 MA U =4 MKA)

Heonpenenennocts  u3Mme-
pEHUS BPEMEHU:

0,1 ppm + 1 MKc

(mpu trex= 2300

u=0,2 mc)
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ITo pe3ynbraTtam MpPOBEACHHOTO CPABHUTEIBHOTO aHAIM3a METPOJIOTMYECKUX XapaKTEPUCTUK OT-
nenpHbIX CU 1 MHOTO(GYHKIIMOHANBHOTO HcToyHnKa Toka CS 8011A “Applied Precision” npeamnodrenue
ObUIO OTJIAaHO TMOCJIEeTHEMY KaK Ooyiee BHICOKOTOUHOMY U yIOOHOMY B 9KCILTyaTalluu CPEICTBY U3MeEpe-
HUM.

JUJ11 KOCBEHHOT'O M3MEpPEHUsl CUJIbl T€HEpaTOPHOIO0 TOKAa B COCTaB pa3padaThlBA€MOIO 3TalOHA
ObUIM BKJIFOUEHBI KaTyIIKa CONMPOTHBIIEHUS HOMHHAIBHBIM compoTuBieHueM 10 OM u HaHOBOJIBTMETP
2182A “Keithley”. Merposoriuueckue XapakTEPUCTHKH KATYIIKHM COIPOTHBICHUS W HAHOBOJBTMETPA
MpuBeIeHbI B Tabue 2.7.

Taoauna 2.7 — MeTponoruueckue XapakTepUCTUKH CPEJCTB U3MEPEHUH, MPEeIHA3HAYCHHBIX IS

U3MEpPEHUs TEHEPaTOPHOIO TOKA

Haunmenosanune CU1U Metponornueckue xapakrepuctuku CHU

HanoBonbermerp 2182A, “Keithley” (CILIA) | [Inana3oH u3MepeHust HaPsHKEHHUS:

ot 10 MB 10 100 B

[TorpemHoCTh U3MEpPEHUs HANPSIKEHUS:
ot 4-10% B 10 3,9 MB

Mepa conpotusnenuss MC 3050, 3A0 HomunansHOE 3HaueHUE CONTPOTUBIICHUS
«Kpacnonapckuii 3UI» (PD) 9,9990 Om
Knacc Tounoctn 0,001

2.3.2 OueHka HeoNpeAeIeHHOCTH 33 CYET HECTaOUIIbHOCTH T'€HEPATOPHOTO TOKA

OrneHka HEONpPEeNeHHOCTH 3a CYeT HeCTaOMIBLHOCTH T'€HEPAaTOPHOIO TOKA, MOJABAEMOTO C HC-
tounnka Toka CS 8011A, nmpoBeeHa HA OCHOBAHUH YKCIICPUMEHTAILHBIX JTAHHBIX 10 U3MEPEHUIO IMajIe-
Hus HanpsbkeHus | B Ha TepMocTaTMpOBaHHOW KaTyIIKE CONPOTHUBIIEHUS C HOMHHAJIBHBIM 3HAYEHHEM
conpotusieHus 10 Om ¢ ucnosap3oBanueM HaHOBobTMeTpa 2182A “Keithley” B Teuenne BpeMeHu rexe-
pupoBanus 2300 ¢ ¢ nepuoanuHocThio m3mepeHus: 100 c¢. B tabnuie 2.8 mpuBeaeHbl 3HAYSHHUS HEOTpe-
JIEJIEHHOCTH, OLIEHEHHOM 10 TUMY A, Tuny B n cymmapHOi#l cTaHIapTHON HEONpEeIEeHHOCTH 3a CUET He-
CTaOMJIBHOCTU T€HEPAaTOPHOT'O TOKA.

Tabanna 2.8 — OueHka XxapakTEpUCTUK HEONPEIEIEHHOCTH THMa A, tuna B, cymmapHOU cTaH-
JApPTHOM HEONPEIETIEHHOCTH U PacIIiPEHHON HEOINpeAeIeHHOCTH 3a CYET HECTAOMIIbHOCTH F€HEpaTOPHO-

ro Toka 0J0Ka 3alaHuA, MOAACPKAHUA U USMCPCHUA I'CHEPATOPHOTO TOKA

XapakTepucTHKa 3HaueHue B a0CONMIOT- | 3HayeHHE B OTHOCHU-
HEONPe/ICIIeHHOCTH HOU opme, MKA TenpHON (opme, %
CranmapTHas HeOnpeaeaeHHOCTh Tua A (N=23), Ua 0,5 0,0005
CrannapTHas HeonpeAeIeHHOCTh Tua B, Ug 2,3 0,0023
CymMapHas cTaHIapTHas HEONPEAEIeHHOCTD, Uc 2,4 0,0024
Pacmmpennas HeomnpeieJIeHHOCTh 4.8 0,0048
(k=2),U

39



Kak BuaHO 1o naHHbIM TaOauubl 2.8, co3aHHBIN OJIOK 3a/1aHus, MOJIEPKAHUS U U3MEPEHHS Te-
HEpaTOPHOT'O TOKA B COCTaBe pa3padaTblBaeMOTo 3TaIOHa 00ECHEUnBACT BBICOKYIO CTAOMIBHOCTH T'€He-
paTOPHOIO TOKa ¢ pacmiMpeHHor HeornpeaeneHHocThio 0,0048 %. IlorpemnocTs noteHuuocrara 115848,
BBITIOJIHSIBIIIETO POJIb UICTOYHHKA TeHEpaTOpHOro Toka B coctaBe YBT 14-A-81, 3a cuer HeCcTaOMIBHOCTH
reHepaTopHoro Toka cocrasisia 0,059 %.

2.4 Pa3paboTka u co3anue 0J0Ka perucTpayy HHINKaTOPHOTO CUTHAJIA

Jiia maaukanuu KTT B pa3spabaTsiBaeMoM 3TanoHe 3alUIAaHUPOBAHO IMPUMEHEHUE JIBYX YyBCTBU-
TEIbHBIX (PU3UKO-XUMUYECKUX METOJO0B — MOTEHIIMOMETPHUYECKOIO U aMIIEPOMETPUUYECKOTO C JIBYMS I10O-
JISIPU3YEMBIMH 3JIEKTPOJaMH, TaK)Ke Ha3bIBAEMOTI'0 OMaMIIepOMETPUUYECKUM.

[ToTeHIMOMETPUYECKUI METO AJIl HAXOKJIEHUSI KOHEYHOW TOYKU TUTPOBAHUS UCIIOJIB3YIOT B BO
BCEX KJIACCax AaHAIMTUYECKHUX peakiuil. s peanusanuu AaHHOro Meroxa TpeOyrorcss moHomep (pH-
METp) U DSJEKTPOJHAs CHUCTEMa, COCTOAIas U3 HHIWKATOPHOTO AJIEKTPOJa M DJIEKTPOJa CPaBHEHUS
(mampumep, xyopuacepedpsHoro). B OKHCIUTENbHO-BOCCTAHOBUTENBHBIX PEAKIUAX WHINKATOPHBIM
AJEKTPOIOM CILY>KUT IJIATUHOBBIN 3JIEKTPO/JI, B OCAAUTENIbHBIX, KUCIOTHO-OCHOBHBIX PEAKIMIX U PEaKIU-
X KOMILIEKCOOOPAa30BaHUs U3MEPUTEIbHBIM 3JIEKTPOJIOM JOJKEH BBICTYNATh MOHOCEJIEKTUBHBIN AJIEK-
TPOJ, W3MEPSIOIUNA aKTUBHOCTh OJIHOIO W3 HMOHOB, y4YaCTBYIOIIMX B peakuuu. Tak, B KHCIOTHO-
OCHOBHBIX PEAKIMAX AIIEKTPOJAOM, U3MEPSAIOIIMM aKTUBHOCTh MOHOB BOJOpPOJAa B PacTBOpE, SBISIETCS
CTCKJISTHHBIN JTNOO KOMOMHHUPOBAHHBIN CTEKIISTHHBINA AJICKTPOJI, COACPKAIIMUN BCTPOSHHBINA XJI0pHUaCcepeO-
PSIHBIA DJIEKTPOJ CPABHEHUS.

AMIepoMeTpUUYECKUI ¢ ABYMs MOJIAPU3YEMBIMU IEKTPOJAMH METOJ HUCIOJB3YETCS I HaXOX-
nenus KTT, rnaBHbIM 00pa3oM, ¢ MPUMEHEHHEM OKHCIIUTEIbHO-BOCCTAHOBUTENBHBIX peakuuid. s pea-
JU3alUy JaHHOTO METOJa HEOOXOAUM MCTOYHMK NMHUTAHUS, MUKPOAMIIEPMETP U JABa MOJISPU3YEMBIX HH-
JUKAaTOPHBIX, OOBIYHO IJIATHHOBBIX, 3JEKTPOJA. YCTPOMCTBO MHAMKATOPHOIO 3JIEKTPOJA CXEMATHYHO

IIOKa3aHo Ha puc. 2.5.
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Puc.2.5 YcrpoiicTBO MHAMKATOPHOTO 3JICKTPOJa Ui OMaMIIEpOMETPHYECKOTr0 METOJIa WHIUKa-

muu KTT

1 — xopmyc snekTpoa (CTeKNIsHHAsA TpyOKa); 2 — MIACTUKOBBINA KOJIIMAYOK AIEKTPOoIa; 3 — TOKOOT-

/|

N

BOJI U3 MEJTHOTO MIPOBO/J1a; 4 — MJIATUHOBBIN CIaif; 5 — MIIATUHOBAS MPOBOJIOKA; 6 — TUIATMHOBAS TJIACTHUHA.

HaumeHnoBaHue u TUI CpeJICTB U3MEPEHUI, BKIIOUEHHBIX B cocTaB Osioka nnaukanuu KTT paszpa-

0aTpIBa€MOro TajIoHa Ha JaHHOM JTallC, IIPpUBCICHLI B Ta6n1/1ue 2.9.

Ta6auuna 2.9 - [lepeuens CU u o0opynoBaHus, BKIOYEHHBIX B cocTaB O1o0ka unaukauuu KTT

HaI/IMeHOBaHI/IC, TUIT 1 MCTPOJIOTMYCCKNUEC XaAPAKTCPUCTUKHA CHu

IToTeHIMOMETPUYECKUI METOT

naaukanuu KTT

AMNepoMeTpU4eCKUil ¢ ABYMsI
MOJIIPU3YEMBIMU JIEKTPOJIAMU Me-
TOA
nagukaruu KTT

1 AHanu3zaTop Xun-
koctu OKCIIEPT-
001-1-0,1, HIIIT
«ODKOHHUKC-
Okcnept» (PD)

2 CTEKISTHHBIA KOM-
OMHMPOBAHHBIN
anektpon Inlab Ex-
pert PRO, “Mettler
Toledo” (I1IBetina-
prst)

3 MoHOCEeNeKTUBHE-
HBIW 3JIEKTPO]T Ha
cepebpo DJINC-
131Ag

4 MoHOCENEKTHB-
HBIW 3JIEKTPOJT HA
mens DJIMC-131Cu

Huanaszon n3mepenuii pH: ot 0 1o 14 pH,
pX:or -2 no 20 pX

[TorpemHoCTs M3MEPEHNN B KOMIUIEKTE C
anekTpoaoM — He 6oree + 0,003 pH (pX)

KpyTuzHa 31eKTpoiHON XapaKTepUCTHKH
nipu 25 °C
(59,2+3,0) MB/pH

JIuneinsii nuanasoH pX ot 6,3 1o 1.
OTKIIOHEHHE TIOTEHIMANa AIIEKTPOAa OT
JMHEWHOCTH DJIEKTPOJHOW XapakTepu-
CTHKH He Oosiee + 6 MB

JIuneinbi auanaszol pX ot 6 mo 1. Ort-
KJIOHEHHUE MOTEHINAalIa JIEKTPoIa OT JIU-
HEHHOCTH 3JEKTPOHON XapaKTePUCTHKH
He Oosiee + 3 MB

1  Iluxoammep- | [nana3zon wus-
MeTp 1UPOBOM | MEpEHUN TOKa
6485, «Keithley | oT - ot 20 pA
Instruments, 10 20 MA
Inc.», CIIIA [Torpemnocts
U3MEpEHUS
TOKa *+
(2,0-105....8,0-
10 HA.

2 DAeKTpoabl
TJIATHHOBBIC TIIa-
CTUHYATHIC (CM.
puc. 2.4)
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[TpoBeneHoO ompoboBaHME OIO0KA PErHCTPAIlli HHIMKATOPHOTO CHTHAJIA IMMYTeM TPEXKPATHBIX U3-
MepeHui MaccoBoi Ao0iu ocHoBHOro BemiectBa B CO cocraBa Oudranara xamus (I'CO 2216-81) ¢ wuc-
moJib30BaHueM mnoteHuoMmerpuyeckoro mMerona uuaukanuu KTT u B CO coctaBa Guxpomara Kanus
(I'CO 2215-81) ¢ ucrnonp30BaHUEM aMIIEPOMETPUUYECKOTO C JBYMS MOJIIPU3YEMBIMU 3JIEKTPOJAMHU METO-
na uaaukanuud KTT. PesynpTaTsl uamMepenwuii npuseacHs! B Tabuie 2.10.

Tadoauua 2.10 — Pe3ynbrarsel u3MepeHUl MacCOBOM JIOJIM OCHOBHOT'O BELIECTBA B CTAHIAPTHBIX
obpasmax cocraBa O6udranara (I'CO 2216-81) u 6uxpomara kanus (I'CO 2215-81) ¢ ucnosp3oBaHueM
pa3paboTaHHBIX OJIOKAa M3MEpPEHUs] Macchl, OJ0Ka 3aJaHusl, MOJICPKAHUS U U3MEPEHUs] TEHEPaTOPHOTO

TOKa 1 OJIOKa perucTpai MUHANKATOPHOI'O CUTI'HAJIa

Ne ICO 2216-81 FCO 2215-81

1 100,006 99,960

2 99,996 99,084

3 99,986 99,971
Cpennee 3nauenne MJIOB, % 99,996 99,972
CKO (n=3), % 0,006 0,007

AtrtecroBanHoe 3HadeHne CO U TpaHHULBI
a0COIOTHOM TOTPEIIHOCTH  yCTAaHOBJICHUS 100,00 £ 0,03 99,976 + 0,020
art. 3Hauenus CO, %

[To nanubM Tabnuuel 2.10 BuaHO, yto pedynbrarhl u3mMepenuit MJIOB B CO cocraBa Oudranara
u OMXpomarta KaJlusi ¢ UCIOJIb30BaHWEM HOBBIX OJIOKOB B COCTaBE pa3padaThIBA€MOro 3TaJOHA OYEHb XO-
POLIO COTIACYIOTCS ¢ aTTECTOBAaHHBIMM 3HAUEHHUSIMU rOCYIapCTBEHHBIX CTAaHAAPTHBIX 00pa3IoB B Mpeje-
J1aX MOTPEIIHOCTH aTTECTOBAHHBIX 3HAYEHUI.

2.5 Pa3zpaboTtka nporpaMmmbl cOopa JaHHBIX U 00pa0dOTKH pe3yIbTATOB H3MEpPEHMS C IO-
CTPOeHHEM KPMBBIX THTPOBAHMSA M HAXO0XKIEHHEeM KOHEYHOI TOYKHU

2.5.1 Pa3zpaboTka MaTeMaTHUeCKOW MOJENTH Mpollecca BHIIOJIHEHUS M3MEPEHHUH MaccoBOM aonu
OCHOBHOTO BEILIECTBA METOJJOM KYJIOHOMETPUYECKOTO TUTPOBAHHUS

N3mepenue mMaccoBOM O OCHOBHOTO BELIECTBA B YHCTHIX XMMHUYECKHMX BEIIECTBAX METOAOM
KYJIOHOMETPUYECKOTO TUTPOBAHUS OCHOBAaHO Ha 3akoHe Papanes (1.1).

Ilo ONIpCACIICHUIO, (I)OpMyna IJId pacdyeTa KOJIMUCCTBA 3JICKTPHUYICCTBA Q, KJ'I, HUMECT BU
t
Q= j 1(t)dt (2.1)
0

rae | — 3HAYEeHME TeHePaTOPHOTO TOKA, TPOXOIAIIETO YEPe3 AIEKTPOIHUT, A,

[ BpEMA TPOXOKACHUSA TOKA, C.

42



BBuay toro, yTo B cocTaB pa3pabaThIBA€MOI0 3TaIOHAa BXOJIUT CTA0MIbHBIA UCTOYHUK TOKA, 03~
BOJIAIONINH MOJIEPKUBATh TIOCTOSHHOE 3HAUEHHE TOKA C MOrpemHocThio 10 4-10° A, npu pacuere pe-
3y/nbTaTa WU3MEPEHUN MAacCOBOM JOJIM KOMIIOHEHTa KOJMYECTBO JJIEKTPUUECTBA PACCUUTHIBAIOT MO (op-
MyJie

Q=It (2.2)

Cuny reneparopHoro Toka |, A paccuuThIBalOT MO MajeHuto HampsbkeHus U Ha TepMOCTaTHpO-

I = R " (2' E)

3areM M0 OTHOILIEHHUIO MOJTYYEHHON IKCIEPUMEHTaIbHO MACChl aHAJIM3UPYEMOro BEIIECTBA IO
(1.1) u B3BeIICHHOM Ha Becax MacChl MPOOBI, M, T', HAXOSAT MaCCOBYIO JI0JIF0 OCHOBHOTO BEIICCTBA B aHa-
TU3UPYyEMOi pode
makcn 0
A=—"".100%. (2.4)
m
KOHeqHYIO TOYKY TUTPOBaHUA ONPCACIAIOT OAHHUM U3 YYBCTBHUTCIbHBIX (1)I/I3I/IKO-XI/IMI/I‘-ICCKI/IX ME-

TOAOB - HOTCHOUUOMCTPUUICCKHUM MCTOAOM HJIUM aMIICPOMETPHUICCKUM METOJAOM C ABYMS MOJIAPU3YCMbBIMHA

ANIEKTPOJIAMH.

[Tportecc BEIMONHEHNST H3MEPEHUI MacCOBOM J0JIM OCHOBHOTO BELIECTBA B aHAIIM3UPYEMOH TIpode
METOJIOM KYJOHOMETPHYECKOTO TUTPOBAHUS COCTOMT M3 TPEX ITAIOB: MPEABAPUTEILHOIO, OCHOBHOTO U
3aKIIIOUUTEbHOTO. [IpeaBapuTeibHOe U 3aKIFOUUTEIBHOE TUTPOBAHKIE MPOBOJIAT MPH MAJIOM T€HEepaTop-
HOM ToKe (1-5 MA), MOpIHsAMHU MPOITYCKasi TOK Yepe3 sieKy B TeUEHHE PaBHBIX MPOMEKYTKOB BPEMEHH
(10-30 ¢). Tlocme ka0 MOPIMHU MPOIMYIIEHHOTO KOJMYECTBA 3JICKTPUYECTBA PETHCTPUPYIOT U3MEHe-
HUe MHIUKaTopHoro curHana (pH, pX wiM MHIUKATOPHOTO TOKA B 3aBUCUMOCTU OT METOJ/Ia MHIUKAIIUU
KTT) u mo 3TUM JaHHBIM CTPOST KPUBYIO TUTPOBaHMs B Koopauuatax pH (pX wiu l..0)=f(t). OcHoBHOE
TUTPOBAHHE MPOBOAT MpH O0JbIIOM reHepaTtopHoM Toke (70-150 MA) B TeYeHHE TpeIBapUTENIBLHO pac-
CUUTAHHOTO 1O 3akoHy Papayes BpeMeHHU ¢ y4eToM Toro, 4to0sl ~0,1 Mr mpoObI ocTanock HEJOTUTPO-
BaHHBIM (B pacueT MPUHUMAIOT TAK)Ke U30BITOK TUTPAHTA, OCTABIIMIACS MOCIE MPEIBAPUTEIBHOTO TUTPO-
BaHus). [Io OKOHYAHHWH SKCIEPHUMEHTA PACCUMTHIBAIOT CYyMMAapHOE KOJHMYECTBO DJICKTPHUYECTBA, 3aTpa-
YeHHOE Ha TUTPOBAaHUE MPOOBI BEIIECTBA HA BCEX TPEX dTarax dKCIEPHUMEHTa.

YpaBHEHUS! U3MEPEHUIT COJIEp)KaHMUsI KOMIIOHEHTA B KHJIKUX U TBEPABIX XUMHUYECKHX BELIECTBAX -

MaCcCOBOH JI0TH, Awace., %, MONSPHOH J0IH, Ayon, %, MaccoBoil KoHIEHTpauH, Cyacc., I/IMS, MONSPHOI
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KoHIeHTpauH, Cyor, MOJB/IM®, - METOJOM KyIOHOMETPHYECKOrO THUTPOBAHHUs, 00BEIUHSIONME B cede

BCC U3MCPSACMBIC BCIIMYMUHLBI HA BCCX 3TAIlaX 3KCIICPUMCHTA, UMCIOT BU

rIe

_100M (U, -(f, —t,)+U, -t,+U,-t,)

mace. 7.FE-m-R .fCOZ .fOz .-fdif (25)
100U, -, -t)+U,-t, +U,-t,)
4 = 1 ) 3 3) ) L 2.6
MOL. 7-F (m/M)R fC02 fOz f;ﬁf ( )
— M(Ul'(ﬂ_tl)"'uz't2+U3't3)_ . . (2.7)
mace. 7.F. (m/p) ‘R fCOZ fOZ f;iif

_ Ul : (ﬂ _t1) +U2 'tz +U3 ’ts
wor. — “leo, fo : fdif
z-F-(m/p)-R 20
U1 — CPE€AHEC 3HAYCHUE HAIIPSXKCHUS IIPpXU NPCABAPUTCIbHOM TUTPOBAHUH, B,

(2.8)

U2 — cpeaHee 3Haue€HUE HAIPSKEHUsI IPU OCHOBHOM TUTPOBaHUH, B;

U3z — cpeaHee 3Haue€HUE HAIPSKEHUSI TPU 3aKIIIOYUTEIbHOM TUTPOBaHUH, B;

fl — of1wee Bpems NpeIBapUTEIbHOI0 TUTPOBAHMS, C;

t1— Bpems, COOTBETCTBYIOIIEE TOUKE KOHIA IIPEIBAPUTEIBLHOTO TUTPOBAHUS, C;
t2 — BpeMs OCHOBHOT'O TUTPOBAHMUA, C;

t3 —BpEMs, COOTBCTCTBYIOLICC TOUKE KOHIIA 3aKIIFOUUTCIIbHOI'O TUTPOBAHU, C,

M — MomsipHas Macca omnpeesieMOro BElecTBa, I/MOJIb;,

Z — 9HCII0 DJICKTPOHOB, YIACTBYIOIIMX B MJIEKTPOIHON peaKkinu;

F — nocrostanas @apanes, Kin/mons;

M — Macca mpoObl C Y4EeTOM MOMPABKH Ha IOILEMHYIO CHITY BO3/yXa, T;
R — snektpudeckoe conpotuBieHue KaTyuku, Owm;

p — TUIOTHOCTH KUIAKOH MPOOHI, r/am>;

feo,r fo,+ far - XuMMUECKHE pakTopbl, KOTOPBIE CBA3AHBI, COOTBETCTBEHHO, ¢ BiusHueM CO2, O2 n

mud¢ys3ueit onpeaensieMoro HoHa B IPOMEXYTOUHYIO U BCIIOMOTaTeIbHYI0 KaMepbl KYJIOHOMETPUUECKOM

STUCHKH (B pacueTax MpUHUMAJINCh PABHBIMU eI[I/IHI/ILIe).

Muoxwutenb 100 nepeBoauT Awace. U Amon. U3 JOJIEH B IPOILICHTHI.

2.5.2 Pa3paboTka MaTeMaTHYECKOW MOJIENU MPOIIecca MOCTPOSHUS KPUBBIX TUTPOBAHUS

2.5.2.1 Pa3zpaboTka MaTeMaTHUECKON MOJIENH MpoIiecca MOCTPOSHUS] KPUBBIX TUTPOBAHUS AJIS MO-

TEeHIMOMETpUYECKOTro Metoia HaxoxaeHust KTT

KpI/IBaSI TUTPOBAHUA TIPHU HUCIOJB30BAHUU IMOTCHIHUOMCTPUUYCCKOIO MCETOJAa HAXOXKACHHUA TOUYKU

KOHIIa TUTPOBAHUS MpecTaBisieT codoil rpaduk 3aBucumoctu pH=f(t). Ha puc. 2.6 npeacrasnen mpu-

Mep KpUBOM TUTPOBaHUS OudTanara Kaiaus ¢ moreHnuoMerpudeckum onpeaenenuem KTT.
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pH

t KTT L

Puc. 2.6 O6uuii BUI KpUBOH KYJIOHOMETPHYECKOTO TUTPOBAHUS C TIOTCHIIMOMETPUICCKON MHIH-
Kaluel TOUYKKM KOHIIAa TUTPOBaHUs (Ha mpumepe Oudranara Kamms)

Jlj1g HaxoKJeHHUsI BPEMEHHU, COOTBETCTBYIOLIEIO TOUKE KOHIIA TUTPOBAHUS, HKCIIEPUMEHTAJIbHbIE
JaHHBIE JUIs IOCTPOSHHS KpuBOoi TuTpoBanus pH=f(t) onmuchIBatOT MOJIMHOMOM TPEThEHl CTEIICHH B BUJIE
pH=at® +bt?+ dt +e (2.9)
Kosddurmentsr a u b HaxomsIT 1Mo MeToy HAUMEHBIINX KBAIPATOB C MOMOIIBI 3JICKTPOHHBIX
tabiun Excel. 3a kOHEUHYI0 TOYKY THTPOBaHUS NMpUHUMAIOT reperud ¢ynkuuu (2.9). [lis HaxoxaeHus
snadyenus: KTT ypasuenwue (2.9) nBaxapl auddepeHuupyroT mo t, BTopyro Ipou3BOIHYIO NPUPABHUBAIOT
K HYJIIO 1 [TOJIy4aroT CIIeIyIolee ypaBHEHUE

6at +2b = 0 (2.10)

3nauenne Bpemenu, coorBercTBytoniee KTT, naxonar mo dopmymne
b
3a (2.11)

2.5.2.2 Pa3zpaboTka MaTeMaTHUECKON MOJIEIH MpOIiecca MOCTPOSHUS] KPUBBIX TUTPOBAHUS 1Jisd Ou-

t=

amriepoMeTpuueckoro metoaa Haxoxaenuss KTT

KpuBast THTpOBaHMs NpU MCHOJIb30BAHUM OMaMIIEPOMETPUYECKOIO METOJa MpeACTaBiIseT co0on
rpaduk 3aBUCUMOCTH |0, =f(t). Bua KpuBO#i TUTPOBaHMS MOXKET UMETh CIOXKHBIN BH, KOTOPBII 3aBUCHT
OT COOTHOIICHUSI CTETIEHH OOPAaTUMOCTH OKHCIIUTEIbHO-BOCCTAHOBUTEIBHBIX THTPYEMOW W THUTPYIOIIEH
cucteM. B wacTHOCTH, TUTpOBaHHME OMXpomaT-HOHOB MoHaMmH xkene3a (1) mpencrasnser coboit TUTpoOBa-

2 3 2—/ 3+

HUE HEOOpaTUMOM OKUCINTENbHO-BOCCTAaHOBUTENBHOM cucteMbl (Cr20777/Cr™) snexTpoxumuuecku oopa-
TuMbIM THTpanToM (Fe?*/Fe®*). Tlpumep kpuBoii TMTpoBaHMs GuXpoMmaTa Kamus noHamu sxkeresa (1) ¢

6uamnepomerpuueckoit unaukamnueit KTT npencrasnen Ha puc. 2.7.
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Loge, MEA

P
L

| !
1 KTT t,c

Puc. 2.7 O6umwmii Bua KpuBOH KyJIOHOMETPHYECKOTO TUTPOBAHUS C MHIUKAIIMEH KOHEYHON TOUKU
TUTPOBAaHMS aMIIEPOMETPUUYECKUM METOJOM C JIByMs IOJIIPU3YEMBIMHU 3JIEKTpoJaMH (Ha mpumepe Ou-
Xpomata KaJius)

WHaukaTopHBIM TOK BHaYajle UMEET IOCTOSIHHOE, OJIM3KOE K HYJIIO 3HaYEHHE WM HE3HAUYUTEIbHO
[1a/1aeT — Ha 3TOM Yy4acTKe KPUBOM B pacTBOpE MPHUCYTCTBYIOT TOJbKO HOHBI xkene3a (III), Tak kak rene-
pupyembie nonsbl xenesa (II) oxucnarores nonamu xpoma (VI) u3 npoOsr 6uxpomara kanus. Kak Tonbko
BECh BBEJICHHBIN OMXpoMar Kajus mpopearuposal, T.e. nepemien B nonsl xpoma (I1I), B pactBope nosiBns-
eTcsl U30bITOK TUTpaHTa - UOHBI Xkeine3a (I1), yTo MPUBOAUT K POCTY MHAMKATOPHOIO TOKa (BTOPOH yda-
CTOK KpUBOH Ha puc. 2.7).

JU11 HaxOoKIOEHHUsI BPEMEHHU, COOTBETCTBYIOIEIO TOYKE KOHIIA TUTPOBAHUSA, DKCIEPUMEHTAIbHBIC
JaHHBIE JUISl IOCTPOCHUSI KpUBOW TUTpoBaHus l..o=f(t) pasOuBaroT Ha JBe rpyIIbl — TOYKH 0 M MOCIIE
BO3pacTaHMsI HHIUKATOPHOro Toka. Kpurepuem oTHECeHMs TEKyIIeW TOYKH K TpyIMIe BO3pacTaHUs HH-
JUKaTOPHOTO TOKA SIBJIETCS IPEBBILICHUE BEINYMHBI HHAMKATOPHOTO TOKA [0 CPABHEHUIO CO 3HAYEHHEM
B NIpeabayIeit Touke 6onee, yem Ha 0,050 MxA. Mcnonb3ys MON0KEeHUsT METOAa HAaMMEHBIINX KBaJpa-
TOB, TPYIIIBI TOYEK J0 U MOCJE BO3paCTaHUs MHIUKATOPHOTO TOKA OMUCHIBAIOT C IMOMOIIBIO JTMHEHHBIX
YPAaBHEHUN B BUJIE

Lo =at+Db (2.12)

ITpupaBHUBas ypaBHEHHUs MPSMBIX 10 U I10CJIE BO3PACTAHUS HHIUKATOPHOTO TOKA, HAXOAST 3Ha-
yenue Bpemenu B KTT o dpopmyre
bz B b1
a4~ (2.13)

rne  ai, bi, az, bo— xoaddunmenTH B ypaBHEHHAX MPSAMBIX HAYAILHOTO M KOHEYHOTO y4acT-

t=

KOB KPUBOM TUTPOBAHMUS,
t — Bpems B TOUKE KOHI]a TUTPOBAHMUSI, TOJYYEHHOE PACUE€THBIM METOJIOM.
3HaueHust KO3PGUIUEHTOB HAXOIT METOJOM HaUMEHBIINX KBaJIpaToB C MOMOIIbIO AJIEKTPOHHBIX

tabimr Excel.
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2.5.3 Pa3paboTka mporpammbl cOopa 1 00pabOTKH JAHHBIX U3MEPEHHI CONIEpKaHUsl KOMIIOHEHTA
METOJOM KYJIOHOMETPUUYECKOTO TUTPOBAHUS

Pa3zpaborana mporpamMma, ocymiecTBisiiomas cOop U 00pabOTKy HM3MEPUTENbHBIX JaHHBIX, IMO-
CTpPOCHHE KPUBBIX THUTPOBAHUS, HaXOXKICHHE KOHEUHOI TOYKM TUTPOBAHUS W BBIYUCIICHUE pPE3yibTara
M3MEpEHUI MacCOBOM 01 OCHOBHOTO BemlecTBa. [lociaenoBaTeIbHOCTh AEUCTBUN MTPOTrPaMMBI 00paboT-
KM PE3yJIbTaTOB U3MEPEHUS COJIEPKaHMSI KOMIIOHEHTa Ha MPUMEPE MACCOBOM JIOJIM B aHAIM3UPYEMOM

pobe ¢ UCIob30BaHUEM NoTeHIHoMeTprueckoro Metoaa naaukauuu KTT npuBenena Hike:

1 BBOJA UCXOIHBIX JAHHBIX:
1.1 Howmep npoTokona (ycmauasnueaem npocpamma, onepamop peoaxmupyem npu Heooxo-
oumocmu);
1.2 Jlara usmepeHut (ycmanasnusaem npoepamma,);
1.3 AHanu3upyemoe BEUIECTBO (onepamop bloupaem u3z CHUCKa):
o bugpmanam xanus,
o buxpomam xanus;
o Xnopuo nampusi;
o Kapbonam nampus,
o Tpunon b;
o Okcanam nHampus,
o Conauas xucroma;
o *(Opyeoe sewecmeso).
1.4 HaumenoBaHue npoObl aHATM3UPYEMOTO BEIIECTBA (6600um onepamop, Hanpumep: I CO
2216-81, napmus Ne 12);
1.5 VYcraoBus okpyxKarouiei cpebl Ipu B3sITHH HABECKH (6600um onepamop):

151 Tewmneparypa Bo3nyxa, ° C,

15.2  [aBnenue, xlla;

1.5.3  OrtHocuTeNbHas BIAXKHOCTh BO31yXa, %o.

1.6 VYcnoBus usmMepeHui:

1.6.1 Tewmmeparypa TepMOCTaTUPOBAHMS KATYIIKA CONPOTHBIICHUS (VCMAHABIUBA-
em  npocpamma, — onepamop — pedakmupyem — npu  Heobxooumocmu).  Juanaszom:
(20,00 — 35,00) °C;

1.6.2  Macca HaBecku (8gooum onepamop). Huanaszon: (0,001000 — 3,000000) ¢;

1.6.3 Ilpeamomaraemoe 3Hau€HHE MAacCOBOW JONH KOMIIOHEHTA (YyCmaHasiugaem
npoepamma, onepamop peoaxmupyem npu neooxooumocmu). Juanazon: (99,000 — 100,500)
% ;

1.6.4  3HaveHHe reHEepaTOPHOIO TOKAa U BPEMEHHU MPOITYCKaHUs TOKa MPH MpeIBapU-
TEJBHOM THUTPOBAHHH (YCMAHABIUBAEM NPOSPAMMA, ONEPamop pedaxKmupyem npu Heooxo-
oumocmu). [uanazon: (0,50 — 15,00) mA; (2 — 30) c;

1.6.5 3HaveHue reHepaTOPHOTO TOKA TP OCHOBHOM THUTPOBAHHH (YCHAHABIUBAEM
npoepamma, onepamop peoaxmupyem npu Heobxooumocmu). [Huanazon: (50,00 — 200,00)
MA;

1.6.6 3HadyeHHe TeHEPATOPHOTO TOKA M BPEMEHU MPOMYCKAHMS TOKA MPU 3aKITIOUH-
TEJBHOM TUTPOBAHUH (YCMAHABIUBAEN NPOSPAMMA, ONEPamop pedaxKmupyem npu Heooxo-
oumocmu). [uanazon: (0,50 — 15,00) mA; (2 — 30) c.

2 PacdeTsl mapaMeTpoB Ha OCHOBE MCXOJHBIX JAHHBIX JUIS TTOJTOTOBKH K U3MEPEHUIO (8bINOIHAEN
npozpamma)
2.1 3HayeHne CONMPOTHBIICHNS KAaTYIIKX NIPU JaHHOW TeMIlepaTrype TepMoctaTiupoBanus, R, Om
(661800 Ha SKpan),
2.2 JlaBneHne mapoB BOBI IIPU TEMIIEpaType B3sSTHs HaBeckH, P, [1a (661600 Ha sxpan);
2.3 TII0THOCTE BO3/IYXA, Y, T/CM® (861600 HA IKPAH),
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2.4 Macca HaBeCKH C IOIMPaBKOW Ha MOABEMHYIO CHITY BO31IyXa, M, T (661600 HA 9KpaH) -,
2.5 Bpemst OCHOBHOTO TUTPOBaHUS, {2, C (661600 Ha dKpaH).

3 BrInonHeHne U3MEPEHUH 0 OIPEICIIEHUI0 MAaCCOBO J0JIM OCHOBHOTO KOMITOHEHTA B OudTanate

Kanus
3.1 TectupoBaHue IIeNMM — HATUYHE CUTHAIOB OT HAHOBOJBTMETpPA, MCTOYHMKA Toka, pH-
MeTpa;
3.2 BeiBog coobmenuss Ha skpan: «COBEPUTE SYEHKY. ITOCJIE BBIIIOJIHEHUSI
HAXMUTE «ENTERY;
3.3 Perucrpanus nokazanuii pH-merpa. duanazon: (ot 4,500 no 7,500) pH;
3.4 BeiBog coobmenus Ha dkpan: «BBEJIUTE 20 mxn HCL. ITOCJIE BBIIIOJIHEHW A
HAXMMUTE «<ENTERY;
3.5 Perucrparus nokazanuii pH-merpa. JInamazon: (ot 2,500 mo 6,500) pH;
3.6 BeiBon  coobmenust  Ha  9kpan: «BKIIFOUMTE TIOJAYY APITOHA B
[MPOMEXYTOUYHVYIO KAMEPY. ITOCJIE BBIITOJIHEHUA HAXMUTE «ENTERY;
3.7 Peructpauus BpeMeHHU U moka3anuii pH-merpa (HenpepbIBHO), TOCTPOCHUE TpaduKa 3aBH-
cumoctu pH=f(t), oTroOpakenue rpaduka Ha sKpaHe u coxpaHenue B mamstu. Yepes 300 ¢ mo-
Jada 3BYKOBOTO CHUTHaJIa W BbIBOA cooOmienwst Ha 3kpaH: «[IEPEKJIFOUUTE IMOJAYY
APT'OHA B PABOUYYIO KAMEPY. ITOCJIE BBIIIOJIHEHUA HAXKMUTE «ENTER»;
3.8 Perucrpanus BpeMenu u nokazanuii pH-merpa, mocrpoenue 3aBucumoctu pH=f(t). Uepes
3000 ¢ momaya 3BYKOBOTO CHTHalla W BbIBOJA cooOmienus Ha 3kpaH: «3ABEPIIEHUE
IMPOYBKU APTOHOM. JJIA BBITTOJIHEHUA IMPEABAPUTEJIbBHOI'O
TUTPOBAHUS HAXXMUTE «<ENTER;
3.9 Perucrpanus nokazanuii pH-merpa, 3anecenue 3HaueHust pHo B Tabmmmy 1.

Tabauma 1
0 - R - -
1
3.10 [Togava 3amanHON BEIMYMHBI TOKA C UCTOYHMKA TOKAa Ha DJIEKTPOJbl B TEUEHHUE 3a-

JAHHOTO MPOMEeXyTka BpeMeHu (m. 1.6.4) — mpupamienue 3apsga. Peructpanus mokazaHuit
HaHoBoJIbTMETpa, Uii, B, ¢ mepuognunocteio ot 1 10 5 ¢, opopmieHue pe3ynbTaTtoB B BUIE
TaOIUIEL 1.

3.11 BsiBox coobuienns Ha skpan: «BBIIIOJTHUTE ITPOMbIBAHUE ITPOMEXYTOUYHOM
KAMEPBI U 3AIHIUTHOI'O 5KPAHA N0 ITIOCTOAHHOI'O 3HAYEHUA pH (= 0,003
pH). ITOCJIE BBITIOJIHEHU A HAXKMUTE «ENTER»

3.12 Peructpanus nokazanuii pH-metpa, pHii, 3aHecenne qaHHbIX B Ta0nuiy 1.

3.13 Pacuer 3nauenuss ApH, = pH;, — pH, ;, cpaBHenue co 3Hauenuem ApHi1. Ecnu ApH; <

ApHi+1, To BbIBOJ Ha KpaH 3HauyeHus ApHi. Ecnu ApHi > ApHi+1, TO BBIBOJ Ha SKpaH 3Haye-
nus ApHin coobmenus «/JJI IOCTPOEHUA KPUBOM TUTPOBAHU S HEOBXOAUMO
CHATH ELIE k TOYEK. JJIS TTPOJOJDKEHMS HAXKMUTE «ENTER», toe k=L-I, roe L
= (3 - 30), | — HOMep mpwupaieHus 3apsaa, Ui KOTOPOTO BBIMOJHAETCS yciaoBue ApH; >
Apl‘li+1.

3.14 Tlotopenue omneparuii mo mm.3.10 — 3.13 1o tex nop, korna k=0.

3.15 BeBon  cooOmenust Ha  9kpaH: <« [IPEABAPUTEJIbHOE TUTPOBAHUE
3ABEPIIEHO. BBEAWTE ITPOBY. ITOCJIE BBIIIOJIHEHM A HAXKMUTE «<ENTER»

3.16 Tlonmaya 3amanHON BenMWYHHBI TOKA (TI. 1.6.5) ¢ UCTOYHMKA TOKA HA AJIEKTPOIBI B TCUCHUE
paccyuTaHHOTO BpeMeHH (1. 2.5), perucrpanus MOoKa3aHWi HAHOBOJBTMETPA C MEPUOIUIHO-
cteio 1 pa3 B 10 ¢, Uzi, opopmienne Tabauisl 2.
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Tabmauma 2

Ne Ui, B ti, ¢

3.17 BeiBonx cooOmenus Ha 23kpaH: «OCHOBHOE THUTPOBAHUE 3ABEPIIEHO.
BBIITIOJIHUTE IIPOMBIBAHUE IIPOMEXYTOYHOM KAMEPHI U 3AIIUTHOI'O
OKPAHA J10 ITOCTOAHHOI'O 3HAUEHUMA pH (+ 0,003 pH). [TIOCJIE BBIITIOJIHEHM A
HAXMUTE «ENTER»

3.18 Perucrpanus nokaszanuii pH-merpa. Eciiu pH > 8,000 pH, To BbIBOA Ha 3KpaH 3HAYCHHS
pH u coobmenus: «[IEPETUTPOBKA!». Ecnu pH<8,000 pH, TO BBIBOJ Ha SKpaH 3HAUYEHUS
pH u coobmenus: «/JIA BBIIIOJIHEHUA 3AKIIHOUUTEJIBHOT'O TUTPOBAHUA
HAXMUTE «ENTER.

3.19 [Tonaya 3amaHHONM BEIMYMHBI TOKA C UCTOYHMKA TOKA Ha 3JIEKTPOJbl B TEUCHUE 3a-
JTAHHOTO MPOMEXYTKa BpeMeHu (1. 1.6.6). B 3T0 Bpems uaeT peructpanus nokazaHuii HaHO-
BOosbTMETpa, Usi, B, ¢ mepuoauunocTsio ot 1 10 5 ¢, ohopmieHue pe3yabTaToB B BUe TaOJIH-
Bl 3.

Tabmuna 3

Ne Ui, B ti, teymm 1, C pH ApH, pH
0 - - - -

1

3.20 BaiBox coobuienns Ha skpan: «BBIIIOJIHUTE ITPOMbIBAHUE I[TPOMEXYTOUYHOM
KAMEPBI U 3AIIUTHOI'O 9KPAHA JIO IIOCTOSAHHOI'O 3HAYUEHUSA pH (+ 0,003
pH). IIOCJIE BBIIIOJIHEHUA HAXKMUTE «ENTER»

3.21 Peructpanus nokazanuii pH-metpa, pHzi, 3anecenue 3nauenus pH B Tabnuiry 3.

3.22 Pacuer 3nHauenuss ApH,; = pH, —pH, ,, cpaBHenue co 3HauenueMm ApHi. Eciu ApHi <

ApHi+1, TO BbIBOA Ha 3KpaH 3HaueHus ApHi. Ecnu ApH;> ApHi+1, TO BBIBOJ Ha dKpaH 3Haue-
nus ApHin coobmenus «/JJI IOCTPOEHUA KPUBOM TUTPOBAHU S HEOBXOAUMO
CHATH ELIE k TOYEK. JJIS TTIPOJOJDKEHMS HAXKMUTE «ENTERw», toe k=L-I, roe L
= (3 — 30), | — Homep mpuparieHus 3apsaa, IS KOTOPOTO BBIMOJHSETCS yciaoBue ApHi >
Ap[’]i+1.

3.23 TloBropenue onepartuii mo mi.3.19 — 3.22 1o tex nop, koraa k=0.

3.24 BwBon coobmenust Ha skpaH: «BBIIIOJIHEHUE NU3MEPEHUSA 3ABEPIIEHO. A
BBIYMCJIEHWS PE3YJIBTATA HAXXMUTE «<ENTER»

4 Boruucienue pe3ynpTaTa u3MepeHus (no gopmyne (2.6))
4.1 Boruncnenue 3nHauenuit BennuuH Ui, Uz, Uz mpoBomdaT kak cpeaHee apupMeTHIECKoe 1o

bopmyne
N
>u,
U = i=0
N )

rae N — 9uciio oTcueToB moka3aHuil HAaHOBOJIBTMETPA.

4.2 BriyuciieHue 3Ha4YeHUuH BeauunH t'1 u b

N N
t = Ztli u t, = ZtZi
i=0 i=0

4.3 Beruucienue 3Ha4eHUN BeTUIUH t1 U t3 (1o ghopmyne(2.9))

4.4  BpryucieHne MaccoBOM 10y KOMIIOHEHTa A, % (no ¢opmyne (2.6))
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2.6 CxeMa ¥ BHEIIHUI BUJ CO3JAHHOI0 dTAJOHA

brok-cxeMa 1 BHEIIHUN BUJ CO3JaHHOTO dTaJIOHA MPUBECHBI Ha puc. 2.8 (a, 0).

3 4
2
‘\ MCTOUHHE TOEA m
[ | [
L ® | 5
pH (pX)-METFS
1 \5_ HECAMIIEPMETE
\ HAHOBONBMETF 7
BECEIL /_

Puc. 2.8 bnok-cxema u BHemrHu# Bua ['ocyaapcTBEHHOro MEPBUYHOTO 3TAIOHA EAMHUI] MAaCCOBOM (MoO-
JISIPHOM) JTOJTM M MacCOBOW (MOJIIPHOM) KOHIIEHTPAIIMM KOMIIOHEHTa B JKUIKHX M TBEPJBIX BEIIECTBAX U
MaTepHuajiax Ha OCHOBE KyJoHOMeTpuueckoro Tutposanus I'9T 176-2010

1 — nanoBospT™MeTp mUPpoBoi 2182 A; 2 — uctounuk Toka CS 8011 A; 3 - Mepa dIEeKTPUIECKOTO COIPO-
tuBjieHus ogHo3HayHas MC 3050; 4 — kynoHOoMeTpHUuecKas sueika; 5 — KOMIIEKC CPeJICTB U3MEpeHUN
st onipeaenieanst koHeuHor Touku TuTpoBanus (KTT) (mpu morennmomerpudeckort naaukanuu KTT
s uamepenus pH (pX) ucnons3yror anamuzaTop xkuakoctu DxcrepT 001-1 B KOMITIEKTe CO CTEKIISH-
HbIM KOMOMHHUPOBAHHBIM AJIEKTPOJIOM WM COOTBETCTBYIOIIUM HOHOCEIEKTUBHBIM 3JIEKTPOJIOM U DJIEK-
TPOAOM CpaBHEHHMs; Ipu amrepoMeTpuueckoil nnaukammu KTT 11 u3aMepeHuss MHIWKATOPHOTO TOKa
UCIOJIb3YIOT MHKoaMrepMeTp 6485, B KkauecTBe UCTOUHMKA HAMPSDKEHUS B MHAMKATOPHOM IeNH MpHUMe-
HSIOT BOJIbTMETp-KaiuOparop B1-18/1); 6 — repmoctar LOIP LT-116; 7 - Bechl abopaTopHbIe 3JeK-
tporHsie ME 5 I (cnenuansHOTO) Kilacca TOUHOCTH.
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2.7 CranaapTHbie 00pa3nbl COCTABA YMCTHIX XMMHYECKUX BelIECTB KaK YaCTh ITAJOHA

OcHOBHBIMHU (DYHKIMSIMU TOCYapCTBEHHOTO nepBuyHoro stanona (I'TID) saBnsioTcst BocponsBe-
JICHUE, XpaHCHHE U Mepe/adya eIUHHIbI BETUUUHbBI ¢ HauBbICcIIeH TouHoCThIO [97]. KynoHnomerpryeckas
siueiika 1 KOMIUIEKC CPeJICTB U3MEPEHUH, BXoasiue B coctaB coznanHoro I'TID, obecneunBaroT Bocnpo-
W3BEJCHUE MACCOBOM (MOJISIPHOI) JTOJIM U MacCOBOU (MOJISIPHOM) KOHLIEHTpPAIlMU KOMIIOHEHTa, a XpaHe-
HUE U Nepefavy eAMHUI YKa3aHHBIX BETMYMH MOKHO OCYIIECTBUTH TOJIBKO C TOMOIIbIO YHUCTHIX XUMHUYE-
CKHX BEILECTB, COJIEPKAHNE OCHOBHOTO KOMITOHEHTA B KOTOPHIX YCTAaHOBJICHO HA 3TaJOHE.

B 5T0i1 cBsI3U OBLIO MPUHATO PEIICHHE B COCTaB Pa3padOTaHHOrO 3TAJOHA BKIIOUUTH CTAaHAAPT-
HbIe 00pa3Ibl COCTaBa YUCTHIX XUMUYECKUX BEIIECTB KaK CPEJCTBA XpaHEHUS U Mepeay eIUHUI] BeIu-
YUH, BOCIIPOU3BOAUMBIX 3TalioHOM. [Ipu BeiOOpe nepeunst CO yist BKIIFOYEHHS B COCTAB ATAJIOHA YUUTHI-
BaJIM CIIEAYIONNE (PaKTOPHI:
- TpeOOBaHUs K BEeUIECTBaM, KOTOPbIE MOTYT HCIIOIb30BaThCs B KauecTBe nepBuuHbIX CO;
- npeasiaymii onbit GI'YII « YHUNM» no pazpabotrke CO BBICOKOUHCTBHIX BEUIECTB M KCILTyaTaIllH
KYJIOHOMETPUIECKOW yCTaHOBKH BbIciIel Tounoctn YBT 14-A-81,;
- OTIBIT 3apPYOEKHBIX METPOJIOTHYECKUX UHCTUTYTOB 1O MPou3BOACTBY CO YHCTBIX BEIIECTB C UCIOIB30-
BAHHMEM 3TAJIOHOB M BBICOKOTOYHBIX YCTAHOBOK Ha OCHOBE METO/1a KYJIOHOMETPUUECKOTO TUTPOBAHUSI.

OcHoBHble TpeOOBaHUs, NMPEABABIAEMbIE K XUMUYECKUM BEIIECTBAM, KOTOPbIE MOTYT OBbITh HC-
MOJIb30BaHbl B KAYECTBE YCTAHOBOYHBIX JIJIi TATPUMETPUHU M aTTECTOBAHBI B KAYECTBE MEPBUYHBIX CTaH-
JapTHBIX 00pa3IoB:

- BBICOKasl CTEMEHb YUCTOTHI U OJHOPOJHOCTH, a TaKXKe OTCYTCTBHE MPUMECEH, CIIOCOOHBIX BBI-
3BaTh MOOOYHBIE PEAKIIHH;

- CTaOUIILHOCTH U30TOMHOTO COCTaBa AJIEMEHTOB, BXOAAIIUX B XUMHUYECKYIO (DOPMYITy BEIIECTBA;

- XUMHYECKasi CTOUKOCTh MPU XPAHCHHH;

- CIIOCOOHOCTH BCTYMATh B PEAKIUIO C TATPAHTOM B CTEXUOMETPUUYECKUX COOTHOIICHHUSX;

- XOpolIasi pacCTBOPUMOCTb;

- BBICOKAsi SKBUBAJIEHTHAsA Macca (CIIOCOOCTBYET YMEHBIIIEHUIO TMMOTPEIIHOCTH 3a CUET B3BEIIUBa-
HUS, TaK KaK Macca BeIllecTBa, HEOOXOoauMas Ui MPUTOTOBJICHUSI PAcTBOpa 3aJaHHON KOHIICHTPAIIUH,
MPSIMO MIPOTOPIIMOHANIFHA €T0 SKBUBAJICHTHOMN Macce);

- HErUTPOCKOMUYHOCTh (TUTPOCKONMYHOE WM CKJIOHHOE K BHIBETPMBAHMIO BEIIECTBO TPYAHO BBI-
CYIIUTH U B3BecHTh) [98].

CO, pazpadotannbie OI'YII «YHUUM» ¢ npuMeHeHneM KylIOHOMETpHYEeCKOW ycTaHOBKH YBT
14-A-81, npuenenst B Tabnuie 1.1 I'nmassr 1.

Pe3ynbTarhl aHanmmza MeXIyHApOJHOTO OIbBITAa MO BHIOOPY BEIIECTB JUIS UCIIOIH30BAHUS B Kade-
ctBe nepBUUHBIX CO, aTTECTOBAHHBIX METOJOM KYJTIOHOMETPUYECKOTO TUTPOBaHMsI, 0000IICHBI B TaOIH-

ue 2.11. Ilpu coctaBnenun 3Toi TaOIMIBI OBLTN MCIOJB30BaHbl JUTEPATYpHbIE JaHHBIE, 0a3bl JAHHBIX
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M3MEPUTENBHBIX U KaTHOPOBOYHBIX Bo3MOkHOCTe# (calibration and measurement capability - CMC) pa3-

HBIX CTpaH, OMYOJMKOBaHHBIX Ha caliTe MexayHaponHoro bropo mep u BecoB (Www.bipm.org), a Taxxe

oduIMaIbHbIC CAUTHl HAITMOHAIBHBIX MeTposiorudeckux uHCTUTYTOB (HMU). B Tabnume 2.11 npusene-
Hbl HAaMMEHOBAHUS MEPBUYHBIX CTAHAAPTHBIX 00pa3L0B, METPOJIOTHUECKUE XaPAKTEPUCTUKU KOTOPBIX
YCTaHOBJICHBI C IPUMEHEHUEM METO/a KYJIOHOMEeTprudeckoro Tutposanusi, Homep CO (rae takas unpop-
Malusi UMeeTcsi), 00J1acTh UX MPUMEHEHHUSI B TATPUMETPUHU, Ha3BAHUS HAITMOHAIBHBIX METPOJIOT HYECKHIX
WHCTUTYTOB, MPOoU3BOAANINX AaHHbIe CO, KypCHBOM BbIJIEIIEH UCTOYHUK WH(POPMAIIHH.

[To nanubpiM Tabnuuel 2.11 BUAHO, 4TO CTaHJApTHBIE 00pa3lbl COCTaBAa YHCTHIX XMMHUYECKHUX Be-
IIECTB, aTTECTOBAHHBIE C MPUMEHEHUEM METO/a KyJIOHOMETPHUUECKOTr0 TUTpOBaHus, BelmyckatoT B CLLIA,
I'epmanuu, CnoBakuu, Snonuu, FOxuoit Kopee, Kurae, Poccuu. [Tokazano, 4ro HanbompIiee 9ucio TU-
noB (mectb) CO pa3zpaboTaHO ISl KHCIIOTHO-OCHOBHOTO TUTPOBAHMUSI, IPH 3TOM BCE CTPAHBI BHITYCKAIOT
CTaHJIApPTHBIA oOpasell cocTaBa OudTanaTa Kaimus, UCHOJIb3YEeMbId B alKaIUMETpHH. B auummumerpun
IIMPOKOE MPUMEHEHHE TOTYYHI KapOOHAT HATPHsl, TPOU3BOJUMBIN B MATH CTpaHaX B KaueCTBE MEPBUY-
Horo CO wu Beinyckaemblii B Cil0BakuM B paHre pabouero odpasia, IpocCiIeKUBAEMOro K NEPBUUYHOMY
CO. MeHee pacnpocTpaHEHO MPOU3BOACTBO UCIIOJIb3YEMBIX B KHUCIOTHO-OCHOBHOM TUTPOBaHHUM IEPBUY-
HBIX CTaHIAPTHBIX 00pa3loB coctaBa KucioTel 6opHoii CIIA, Poccust), amunocepnoit kuciotsl (CILA,
Snounus), 6enzoiinoii kucnotel (CHIA, I'epmanus), Tpuc(ruapokcumerui)amuuomerana (CLLIA, Crnosa-
KHSL).

B kauecTBe peyKTOMETPUUECKOTO IEPBUYHOIO CTAaHAAPTHOrO 00paslia B IIECTH CTpPaHax MpHUMe-
Hs10T CO cocraBa 6uxpomara Kaius. B okcuauMeTpun B Ka4eCcTBE BOCCTAHOBHUTEIS HCIIONIB3YIOT OKCallaT
HaTpusi, okcua Mbimbska (III) 1 mogar xanus, nepBUYHBIE CTaHJAPTHBIE 00pa3lbl COCTaBA YKAa3aHHBIX
BeniecTB mpon3Bo AT B YeThipex (NazC204 n As03) u nByx (KIO3) HMU cooTBeTCTBEHHO.

Jlji IpuMEeHeHMs B 0CaJUTEIbHOM TUTPOBAHUM (CEAUMETPUH) MPAKTUYECKU OJIMHAKOBOE PacIipo-
crpa”eHue noixydmwtn CO cocTaBa XJIOpuAa HaTpUs M XJOpHaa Kanus, HekoTopble ctpanbl (CHIA, I'ep-
Mmanus 1 KuTaif) Beimryckarot o0a 3tux nepsuysbsix CO.

B KOMIUIEKCOHOMETpHH, COTTIACHO JTUTEPaTypHbIM MaHHbIM [104, 105], mIMpoKo NPUMEHSIOT ITH-
JIEHMAMUHTETPAYKCYCHYIO KUCIIOTY U €€ IMHATPUEBYIO colb (TpuiioH b), onHako npoaHanin3upoBaHHbIE
UCTOYHUKH COJIepKaT JIaHHBIE TOJBKO O JABYX NMEPBUYHBIX CTaHIAPTHBIX 00pasliax cocTaBa TpuioHa b,
BBIITYCKaeMbIMH HallMOHAIBbHBIX MeTposornyeckuMu uHctutyramu Kuras (NRCCRM) u Poccun (PI'VII
«YHUUM»). BAM (I'epmanusi) npou3BOAUT TaKKe CTaHIAPTHBIN 00pa3ell HUTpaTa CBUHIIA, UCIOIb3ye-
MBIH JJIs1 yCTaHOBJIEHUS] TUTPA PACTBOPOB TPUJIOHA b MM ATHIIEHIMaMUHTETPAYKCYCHOU KU CIIOTHI.

Kak nokasan ananus MeXIyHapOJHOTO OIbITa MO BHIOOPY BELIECTB AJISl HCIIOJIB30BaHMS B Kaue-
ctBe nepBUYHBIX CO (Tabxa. 2.11), B OCHOBHOM JUIsl K&KJOTO TUIIA PEAKIIMU UMEETCs JIBa WK Oojee Be-
IIECTB, YJOBJIETBOPSAIOIINUX IMPEIbABISEMbIM TPEOOBAHUSAM, MPU STOM KaXK/10€ BEIIECTBO MMEET CBOU

MNpeuMynieCTBa U HEJOCTATKH. 21.]'[?1 COCTaBJICHHUS ONTHMAJIbHOM HOMCHKJIATYpPbI ICPBUYHBIX CTAHJAPTHBIX
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Tabmuua 2.11 — Undopmanyst 0 HepBUYHBIX CTAHAAPTHBIX 00pa3Iax cocTaBa YUCTHIX XMMHUYECKHX BEIECTB, AaTTECTOBAHHBIX C IPUMEHEHHEM METO0/1a KyJIo-

HOMCTPUUYCCKOTO TUTPOBAaHUA, IIPOU3BOJUMBIX 3apy6e)KHbIMI/I MCTPOJOTMYCCKUMHU UHCTUTYTaAaMU

ObJaacTs npume- | HanmeHnoBanue HMM, npounsBoasiuuii nepsuunbiii CO
HEeHUsl B TUTPH- | nepBu4HbIX CO NIST BAM SMU NIM KRISS NMIJ YHUUM
MeTpHuHU €OCTaBa YHCTHIX (CIIA) (I'epmanus) | (CaoBakusi) | (NRCCRM) | (FOxk. Ko- (SAnonmnsn) (PD)
XHUMHMYECKHUX Be- (KuTaii) pes)
1eCTB
Anxammmerpust | Kanwmii draneso- SRM 84 CRM BAM CRM A02 CRM CRM 104- NMIJ CRM | T'CO 2216-81
KHUCIIBIA KHCIIBIH (www.nist.gov) | (CMC, [73]) (CMC) GBWO06106a 02-002 3001-a (CMC) [99]
(6udranaT Kamus) (CMCO)
(CMC)
bopnas kuciora SRM 951 - - - - - I'CO 8900-
(www.nist.gov) 2007 [100]
AmmunocepHas - - CRM - - NMIJ CRM -
(cynbdamuHOBAS) A01(CMC) 3004-a
KHCJIOTa
(CMC, [101])
beH3oliHas kuc- SRM 350 CRM BAM - - - - -
JoTa (www.nist.gov) (CMC)
Anugumerpus Hatpuii yrnexuc- SRM 351 CRM BAM - CRM - NMIJ CRM | T'CO 4086-87
JbIi (KapOoHaT (www.nist.gov) (CMC) GBW06101a 3005-a (CMC) [99]
HaTpUA) (CMC)
Tpuc(runpoxcume SRM 723 - CRM AO07 - - - -
THJT)aMUHO-MeTaH | (WWW.Nist.gov)
(www.smu.sk)
Penykromerpust | Kammii qsyxpomo- SRM 136 CRM BAM CRM A04 CRM - NMIJ CRM | IT'CO 2215-81
BOKHCITbIi (OU- (www.nist.gov) (CMCQO) (CMC) GBWO06105b 3002-a (CMC, [99])
XpoMaT KaJusl) (CMC)
(CMC, [102])
Oxkcunumerpus Harpuii masesne- SRM 8040 - - CRM - NMIJ CRM I'CO 3219-85
BOKHUCIBIN (Okca- | (Www.nist.gov) GBWO06107a 3007 [99]
JaT HaTpUs) (CMC)
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Obaactp npume- | HaumeHoBanue HMMU, npousBoasimmii nepsuunbiii CO
HeHHsl B TUTPH- | nmepBu4HbIX CO NIST BAM SMU NIM KRISS NMIJ YHUUM
MeTpHH €OCTaBa YHCTHIX (CIIA) (I'epmanus) | (CaoBakusi) | (NRCCRM) | (FO:xk. Ko- (SAnonmnsn) (PD)
XHUMHYECKHX Be- (KuTaii) pes)
1eCTB
(CMC, [80])
OKcHI MBIIIBIKA SRM 83 CRM BAM CRM A03 - - NMIJ CRM -
(D) (www.nist.gov) (CMC) (CMC) 3003-a
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00pa3110B cOCTaBa BHICOKOUMCTHIX BEUIECTB JJISl BKJIIOUEHHUS B COCTaB TaJOHA HaMU ObLI POBEICH
AQHAJIN3 yKa3aHHBIX BELECTB Ha MPEIMET COOTBETCTBMS TPEOOBAHMSIM, MPEAbSBISIEMBIM K MCXO/I-
HBIM BELLECTBAM, C YUETOM UX IPEUMYILECTB U HETOCTATKOB.

Jns peakuuii HeMTpanu3aluu B TUTPUMETPUH B KaueCTBE MCXOAHOTO BEIIECTBA LIMPOKO
WCIOJIB3YIOTCS JUIsl aIKaIMMeTpuu OudranaTr kanus, OeH30MHasg KUCIOTa, amuiocepHas (cynbda-
MUHOBas1) KMCJIOTA, )i alUAUMETPUH - HATPUN YTIIEKUCIbIN, TPUC(TUAPOKCUMETHII)-aMUHOMETAH.

budranar kanus cpaBHUTENBHO JIETKO MOJYYUTh B YHUCTOM BHJIE, OH HMEET BHICOKYIO KBHU-
BaJICHTHYIO Maccy, XOpOIIIO pacCTBOPUM B BOJIE, HE TUTPOCKOMHUYEH, YCTOWYUB MPU HArPeBaHUU 10
135 °C. HemocTtaTkoM 3TOTO BEIIECTBA SIBISCTCSA TO, YTO KOHEUYHYIO TOUKY TUTPOBAHHS C OOJIBIION
TOYHOCTBIO MOYKHO OIIPECIUTh TOJBKO IIPH OTCYTCTBUU yriiekucioro rasa [106].

beH3oliHas KUCIIOTa MOXET OBbITh MOJY4YE€Ha C BBICOKOH CTENEHbI YUCTOTHI - 99,997 % u
BBIIIIE, HO B KAYECTBE MEPBUYHOTO CTAHapPTa HE PEKOMEH]IYEeTCS B CBS3H C TPYIHOCTSIMH KOHTPOJIS
noTeps 3a cueT ee geryuectu [106].

AmuniocepHast (cynb(aMHUHOBAsI) KHACIOTa MPUTO/HA B KAYeCTBE NEPBUYHOTO CTaHIApTa,
OJTHAKO TPOMBIIUIEHHOCTh HE U3TOTOBIISIET €€ C HEOOXOIUMOM CTETIEHBIO YUCTOTHI, TIOATOMY HE00-
XOJMMO IIPUMEHEHHE JTOMOIHUTEIBHOM 0YHCTKU TaboparopubiMu MeTofamu [106]. B padore [102]
MPUBEICHBI ONTUMAIIFHBIC YCIOBHSI CYIIKH U U3MENIbYEHHUS] aMUJJOCEPHON KUCIOTHI TIEPE]] UCIIOIb-
30BAHUEM.

Hatpuii yriekucnslii peKOMEHJ0BaH JJIsl IPUMEHEHUsI B KauecTBE MEPBUYHOIO CTaHAAapTa
JUIsl YCTAaHOBJIEHUS TUTpa KUCIOT KOMUTETOM IO aHAIMTUUYECKUM METoJaM MeXayHapoJHOro co-
103a 110 TeopeThuueckoi u npukiaaHoi xumun (MIOTTAK) [101].

Tpuc(ruapokcumeTnin)aMuHOMeTaH, 1Mo JAaHHbM [107], HEOAHOKpAaTHO mMpeJIaraics Iyis
HCIIOJIb30BaHUsl B KaUeCTBE MEPBUYHOIO CTaHAApTa JUIsl YCTAHOBJIEHUS TUTPA KUCIIOT, OAHAKO aB-
TOpPBI OTMEYAIOT, YTO YaCTO KayeCTBO 3TOTO PEaKTHBA HE YAOBJIETBOPSET MPEABbABISEMbIM TpeOo-
BaHUSM - €r0 KPUCTAJJIbI COZIepKaT OONbIIOE KOJIMUECTBO MaTOYHOTO pacTBopa, focturatouiee 0,7
%.

Jlns peakuuy OKHCIEHMSI-BOCCTAHOBJIEHUS! MPUMEHSIIOT OMXpOMAT Kajiusl, OKCHUJI MBIIIbSIKa
(III), HaTpuii MmaBENEBOKUCIBIN U Ap. BUXpomar Kaaus yloBJIETBOpSET NMPaKTHUECKH BCeM Tpebo-
BaHMAM, npeabssiasieMbiM kK CO. Hegoctatkom OuxpomaTa Kajusi SIBISIETCS TO, YTO CKOPOCTb IPO-
TEKaHUsI HEKOTOPBIX PEAKIIUii C €ro y4acTHeM HeJO0CTaTOYHO Bbicoka [98].

Oxkcua meimbska (1) sBisieTcst cuabHBIM BOCCTAaHOBUTEIEM, PEKOMEHOBAH ISl OTpeee-
HUS CIEA0B THAPONEPOKCUIOB, HO IIPU BCEX €0 MPEUMYIIECTBAX JUIsl IPUMEHEHUS B OKUCIIUTENb-
HO-BOCCTQHOBHUTEJBHBIX PEAKIUAX OH SBIISETCS CHIbHEHIIUM siom [104].

Jlnst peakiuii KOMIUIEKCOOOpa30BaHUsI MTUPOKO MPUMEHSIOT dTUICHINAMUHTETPAYKCYCHYIO

KHUCJIOTY U €€ JAMHATPUEBYI0 coib (TpuiioH b), oOpa3yromue co MHOTMMH KaTHOHaMH METaJlIOB



NPOYHBbIE KOMILUICKCHBIE COEIMHCHHS IO CTEXHOMETPHUYHO MpoTeKaromuM peakiusam [98, 104].
Tpunon b o cBouM cBOICTBaM COOTBETCTBYET OOJBIIMHCTBY TPEOOBAaHUH, MPEABABISEMBIX K HC-
XOIHBIM BeniecTBaM. Hegocrarkom TpuioHa b sBisseTcst €ero HEKOTOpask TMIPOCKONMYHOCTD, YTO
TpeOyeT XpaHEHMs COJIM B SKCUKATOPE WM MPEABAPUTEIBHOIO MIPOCYIIMBAHUS Mepe]l IPUMEHEHU-
€M, HO HaJIM4ue B CTPYKTYpHOU (popMylie KpUCTAJUIOTHIpATa COIM ABYX MOJEKYJ BOJbI HE MO3BO-
JSIeT IPOBOAUTH CYHIKY coyi mipu Temnepatype (105 — 110) °C 6e3 yacTu4HOM MOTEpH KPUCTAILIH-
3annoHHoM Boabl. CornacHo [108] moBepXHOCTHYIO Biary MOKHO YCTPaHHTh IYTEM CYIIKU Peak-
TuBa npu Temneparype He Bbie 80 °C u oTHocuTenbHOU BiaaxkHOCTH 50 % B TeueHue 4-Xx CyTOK.
OTUIEHINaMUHTETPAYKCYCHAs KMCIIOTA B OTJIMYNE OT €€ JTUHATPUEBOM COJIM HE COIEPIKUT XUMHUYE-
CKHU CBSI3aHHOHM BOJIbI, U, BbicylieHHas npu 150 °C, umeer noctosHHbIN coctaB [104], onHako oHa
NPaKTUYECKH HE PacTBOpUMMA B BOJIE, UYTO TpeOyeT MPOBEACHHUS CIIEIUAIBHOW MPOIETyphl PacTBO-
pEeHHUs B IPUCYTCTBUU LIEJIOUH, U KaK CIEJICTBUE, 00YCIOBIMBAET HEOOXOAMMOCTh BBOJa IPOOKI B
AYEHKY [UIsl KyJOHOMETPUYECKOTO TUTPOBAHMS B BUJE pacTBopa. HUTpaT cBMHIIA NPUMEHSIOT IS
YCTaHOBJICHUSI TUTPA PACTBOPOB ITWICHIMAMMHTETPAYKCYCHOM KHCIOTHI M TpWiIOHAa b, s 3ToMn
IeJIM TAKKE MCIIOJIb3YIOT U YUCThIC METAJLIbI (IUHK, Me]b, HUKeIb) [105].

Peakiuu ocax[ieHHss UMEIOT CPaBHUTEIBHO OIpaHMYEHHOE IPUMEHEHHUE, MOCKOIbKY 00JIb-
IIMHCTBO UX HE OTBEYAIOT OCHOBHBIM TPEOOBAHUSM, MPEIBIBIAEMBbIM K THTPUMETPUYECKUM PEaK-
USIM: OBICTPOTE MPOTEKAHHS PEAKLUH, aJIeKBATHOCTH CTEXHOMETPUYECKUX COOTHOIICHUH pearu-
PYIOIIMX BELIECTB U BO3MOXXHOCTU TOYHOM (PUKCAIlMM KOHEUHOM TOYKU TUTpoBaHUS. B monasisto-
1eM OOJIBIIMHCTBE TaHHBIN TUI PEAKLUU UCIIONb3YyeTCs JUIsl TOUHBIX ONpeAeeHni HOHOB cepedpa
U PTYTU (apreHTOMETPHs, MEPKYPUMETPHUSI U MEPKYpPOMETpHs). B peakuusax ocaxaeHus: uCHoib3y-
10T HaTPUM XJIOPUCTBIN U KaJIMK XJIOPUCTHIM. DTH BEIIECTBA YAOBIETBOPAIOT TpeOOBAaHUAM, IIPEIb-
ABJIIEMBIM K MCXOJIHBIM BEIIECTBAM, U IIMPOKO MPUMEHSIOTCA 3a PyOeKOM B KauecTBE NEPBUUHBIX
CO.

I[To pe3ynbTaTaM MpOBEIEHHOIO aHaIM3a ObUIO MPUHATO PELIEHHE BKIIOUUTH B COCTAB ATa-
JIOHA LIECTh THUIIOB paHee Cco3JaHHbIX ¢ mpuMeHeHneM YBT cranmapTHbeIX 00pa3loB cocTaBa 4u-
CTBIX XUMHUYECKHUX BEIIECTB: KaIuil (PTaeBOKHUCIIBIN KUCIBINA, HATPUN YTIIEKUCIBIN, KAJIUA ABYXPO-
MOBOKHCIIBIHM, HATPUN 1IaBENICBOKHUCIBIN, TPUIOH b 1 HaTpuil XJIOpUCTHIN — U pa3paboTaTh TPU HO-
BbIX Tna CO: 3TUIEHINaMUHTETPAYKCYCHON KUCIIOTBI, XJIOpUAA Kallus U XJIOPOBOJOPOAHOM KHUC-
notel. CTaHAapTHBIN 00pasel] cocTaBa XJIOPOBOJOPOIHOM (COSTHOM) KUCTOTHI MMO3BOJIUT XPAaHUTh U
IepeaBaTh OT TAJIOHA €IMHUILY MOJIIPHOM KOHUEHTpAIMd KOMIIOHEHTA, KpOME TOr0 PacTBOp CO-
JISTHOM KUCJIOTHI IIMPOKO MPUMEHSIOT B TUTPUMETPUH B KauecTBe TUTpaHTa. Pa3paboTke HOBBIX TH-
noB CO nocesmena ['naBa 5 HacToseit AuccepTalnm.

Ha puc. 2.9 npuBeaeHa cxema HCTOIb30BaHUS NIEPBUYHBIX CTAHIAPTHBIX 00PA3IOB COCTaBa

YUCTBIX XUMHUYCCKHUX BCHICCTB, BKIIIOYCHHBIX B COCTAB 3TaJIOHA, B TUTPUMCTPHYCCKOM aHaJIN3C.
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BCHICCTB B TUTPUMETPUICCKOM aHAJIN3EC

IMepBuunstii CO cocraBa
HATPUS XJIOPHUCTOTO

Poxanomerpust (SCNY)

ITepBuunbit CO cocraBa Kamus
XJIOPHCTOT0O

Mepxypomerpus (Hg?*)

ITepBuunbrit CO cocTaBa TpHIOHA
b

Mepxypumerpus (Hg*)

n HCpBI/I‘{HHﬁ 9TaJlOHa Ha

I'ocynapcTBeHHBI

OCHOBE€ KYJIOHOMETPHUYCCKOI'0 TUTPOBAHUA

I'OT 176-2010

ITepsuunsrii CO cocraBa 3THIICH-
JTMaMUHTETPAyKCYCHON KHCIIOTHI

Aprenromerpus (Ag*)

IIepBuunsiit CO cocraBa
HaTpus [aBEIEBOKHCIOTO

Kommnekconomerpust (H2Y?)

Lepumerpus (Ce*)

Homomertpus (J°)

[epBuunsiit CO cocraBa
KaJIMs IByXPOMOBOKHCIIOTO

Bpomaromerpust (BrOs’)

[Mepmanranaromerpust (MnOy’)

[epBuunsiit CO cocraBa

HaTpHUS YTIIEKUCIIOTO

Apcenaromerpus (H2ASO4) HoASOs

Honaromerpus (JO3Y)

Iepsuunsrit CO cocraBa
KaJust (HTaIeBOKUCIIOTO KUCIOTO

Banagaromerpus (VO3)

ITepeuunsrit CO cocraBa pacTBopa
COJISIHOM KUCJIOTBI

Turanomerpus (Ti%*)

Buxpomaromerpus (Cr,07%)

Ackopouromerpust (CeHgOg)

Anumumerpust (HY) (kucmotsr)

Anxamamertpus (OH") (memoun)

—

J

Puc.2.9 Cxema ucnoab30BaHus MEPBUYHBIX CTAHAAPTHBIX O@ﬁwwiow CoCTaBa YNCTHIX XUMHUUYCCKHUX

KHCJIOTHO - OCHOB-
HBIC pCaKIIH

peakmuu oca-
SKJICHHUSI

peakuuu

pC€aKkun OKUCJICHUA - BOCCTAHOBJICHUA

KOMIIJIEKCO-

o0pa3oBaHus
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2.8 MeToauKH BOCIIPOM3BeIeHNsI eIMHUI] BeJIMYUH HA ITAJIOHE

Heorbemnemoil cOCTaBHON YacCThIO JTAJOHA SIBIISIOTCA TAKXKE METOJUKHU BOCIIPOU3BEACHUS
€IMHUI] MACCOBOM J10JM U MAacCOBOU (MOJISPHOM) KOHIIEHTPAIIM KOMIIOHEHTa B CTaHAApPTHBIX 00-
paslax cocTaBa YUCTBIX XMMHUYECKUX BELIECTB, IEPEUYNUCIECHHBIX B pasnene 2.7. Meroauka Bocpo-
U3BEJICHUS €IMHMI] BEJIMYMH Ha 3TAJIOHE MPEACTaBiIAeT cOO0H TOKYMEHT, BKIHOYAIOIUNA METOAUKY
U3MEPEeHUI BEIMYMHBI (BEIMYMH) B KOHKPETHOM BEIIECTBE (CTaHIAPTHOM 00pasle) U METOAUKY
OLICHKM HEONIPEJIEIIEHHOCTH pe3yJibTaTa U3MEPEHU.

Pa3zpaboTka METOIMKH MU3MEPEHUI METOIO0M KYJIOHOMETPUUYECKOI'O THUTPOBAHUS SIBISETCA
MHOI'O3TAIHbIM MCCJIEI0BATENbCKUM IPOLIECCOM, BKIIIOYAIOIIUM B ce0s1 BEIOOp aHAIUTUYECKOH pe-
aKIu¥, MaTepuana, (GOpMbl U IJIOMIAN TCHEPATOPHBIX JEKTPOJIOB, COCTAaBA U KOHIEHTpauu (ho-
HOBBIX 3JIEKTPOJIUTOB, CIIOCO0A MHIMKAIIMU KOHEYHON TOYKM TUTPOBAHUS U ONTHMAJIbHBIX 3Hade-
HUM TakMX I1apaMeTpoB, KaK CHJIbl TIEHEPAaTOPHOTO TOKa, peXuMma IPeIBapUTEIbHO-
r0/3aKJIFOYUTEIBHOI0 TUTPOBAaHUM, Macchl HaBecKu. [IpuHIMIBI, HEOOXOAMMBIE YCIIOBHS, NMPaKTHU-
YECKHUE M0/IX0/Ibl K BBIOOpPY MapaMeTpOB METOAUK U3MEPEHUN METO/I0M KYJIOHOMETPUYECKOTO THT-
pOBaHMs U3JI0KEHBI B IUTEpaTypHOM 0030pe (I'naBa 1) Hacrosmen quccepranuu.

ITpu pa3zpaboTke METOIMK BOCHPOU3BEACHUS €MHULl BEJIMUYMH HA 3TAJIOHE aBTOP OMUPAJICS
Ha METOAUKU U3MEpEeHUi, BXxoasaumx B coctas Y BT, u HayuHo-uccienosarensckue oryersl OI'VII
«YHUHM» [109-111]. B cBsi3u ¢ u3MEHEHHEM KOHCTPYKIIMH KYJIOHOMETPHUYECKOU SIUCHKU | TO-
SBJICHUEM HOBBIX BBICOKOTOYHBIX CPEACTB M3MEPEHUN B COCTaBE CO3JaHHOI'O ATaJOHA IO CpaBHE-
Huto ¢ YBT 14-A-81 norpeboBanoch NepecMOTPeTh U aKTyaIu3HUpOBaTh CYILECTBOBABIINE METO-
JMKU U3MEpeHuil B yacTu BbIOOpa (hOpMBI M IUIOLIAIM F€HEPATOPHBIX AIIEKTPOJOB (B HEKOTOPBIX
ClIy4asix), ONTHUMAJIbHBIX 3HAUEHUN CHJIbI T€HEPAaTOPHOTO TOKA W PEKUMOB MPEABAPUTEIBHO-
ro/3aKJII0YUTEILHOT0 TUTpoBaHUN. PopMy U IUIOIMIAJh TE€HEPATOPHBIX 3JIEKTPOJIOB BBIOMpaH,
CpaBHMBas ABa-TPU MOAXOIALIMX DJIEKTPOJA, UMEIOIIMUXCSA B HAIWYHMH, C YYETOM ONTHMAJIBHBIX
3HAYEHUM IUIOTHOCTH ToKa. [Ipumep pe3ysbTaToB CpaBHEHHUs JBYX IEKTPOAOB IPH U3MEPEHUU
MaccoBOM a01M Ougranara Kaaus npuBeeH B Tadnuue 2.2.

[Tpouenypa npeaBapuTeIbHOrO TUTPOBaHMS ObUIa BBE/IEHA B METOAMKH BriepBbie. [IpoBene-
HUE MPEIBAPUTEIILHOTO TUTPOBAHUS MO3BOJISET, BO-NIEPBBIX, MUHUMHU3UPOBATh BIUSHUE AIEKTPO-
AKTHUBHBIX IIPUMECEH, BO3MOXHO, IIPUCYTCTBYIOIINX B 3JIEKTPOJMUTE, @ BO-BTOPBIX, CBECTH HEOIIpE-
JIEJIEHHOCTh HAaXO0KJEHUSI KOHEUYHON TOYKU TUTPOBAHUS MPAKTUUYECKH K HEONpeAeNeHHOCTH MaTe-
MaTH4eCcKON 00pabOTKM KpUBBIX TUTpOBaHUs. [Ipr 3TOM HeomnpeeneHHOCTh 3a CUET HECOBMAICHUS
TOYKH SKBUBAJIEHTHOCTH M TOYKM Ieperuda KpUBOM TUTPOBAHHUS, CBOMCTBEHHAs KIIACCHMYECKOU
TUTPUMETPHUH, HCKIIOYAETCAd 3a CYET IPOBEIEHUS JIBYX MPAKTUYECKH HIEHTHYHBIX MPOLENYp

(mpeABapUTENBHOIO U 3aKJIFOYUTEIBHOTO TUTPOBAHMI) B HaUajie U KOHLIE U3MEPEHUSI.



ITpu BBIOOpPE perxnMa NPEABAPUTENBLHOTO U 3aKIIOUUTENBHOIO TUTPOBAHUN (TO €CTh TUTPO-
BaHUI MaJbIMU MOPIMAMHU KOJWYECTBA AIIEKTPHUUYECTBA) PYKOBOJCTBOBAIUCH OOIUM HPUHIIUIIOM,
4TOOBI ATH CTAAMK OBLTH MAaKCUMAaJIbHO MJISHTUYHBI JPYT APYTY B IJIaHE eIMHO0Opa3HOro onpee-
JIEHHUs KOHEYHOW TOYKU TUTPOBAHUS, IIPH 3TOM CTPEMUIIUCH K TOMY, YTOOBI J0JIsI KOJTMYECTBA JJIEK-
TPUYECTBA, 3aTPAYCHHOT0 Ha THU CTAAUM, Oblja HAUMEHbILEH I MOJTY4YEeHUsl MEHbILIEH Heolpee-
JIEHHOCTH pe3y/bTaTa U3MEPEHUI coiepKaHHsI KOMIIOHEHTA B BEILLIECTBE.

Jlnis perieHus 3a1a4y BBIOOpa ONTHUMANIBHBIX 3HAYCHUN TEHEPAaTOPHOTO TOKA U BPEMEHHBIX
MHTEPBAJIOB €r0 MPOIYCKAHUS IPU IPEABAPUTEILHOM U 3aKIFOUNUTEIbHOM TUTPOBAHUAX OBLIH MPO-
BEJICHBI TEOPETUYECKUE PACUETHI 3aBUCHMOCTH CTaHIAPTHOM HEOIPEIAECICHHOCTH U3MEPEHHSI KOJIU-
4eCTBa IEKTPUYECTBA, OLIEHUBAEMOM 1O TUIlY B, OT 3HaYeHUN T€HEPaTOPHOIO0 TOKA U BPEMEHHU C
1eJIbI0 BbIOOpa KOMOMHAIIMKM 3HAYEHUH 3TUX BEJIMYMH, JAIOLIEEe MUHUMAJIbHOE 3HAYEHHE HEOIpe-
JICJIIEHHOCTH.

Kak yxe Ob10 CKa3aHO BbIILIE, IPEIBAPUTEIBHOE U 3aKIIOUUTEIbHOE TUTPOBAHUE IIPOBOU-
JM, IpomycKas 3aps (KOJIMYECTBO 3JIEKTPUUECTBA) MaJIbIMU HOpLUAMU. {1 pacyeToB ObLIO BbI-
OpaHo yeTbIpe 3HaueHus reHeparopHoro toka (1,5; 3; 5; 10 MA) u 10 3HaueHul BpeMeHU T'eHepu-
poBanus nopuuu 3apsna (1, 2, 3, 4, 5, 10, 15, 20, 25, 30 ¢) 1 ana ka0l KOMOMHAIIMY 3HAYCHHMA
IeHEepPaTOPHOro TOKa M BPEMEHU OBbUIM BBINOJIHEHBI PacyeThl CTaHAApPTHOM HeonpeaenéHHOCTH TUIla
B u3mepenus konuuecTBa snekTpudecTBa. I'paduk, npencraBieHHbi Ha puc. 2.10, neMoHCTpUpyeT
3aBUCHUMOCTh 3HAU€HUsI OTHOCHUTEIbHON CTAaHAAPTHOW HEOIpeNeleHHOCTH Tuna B m3Mepenus ko-
nnvectBa dnekTpuyectBa Ug(Q) ot 3nauenuit | u t. ITo rpaduky BHIHO, YTO MHHUMAJBHBIC 3HAYE-
Hus HeonpeneneHHocTy Ug(Q) mopsimka 0,003 % MoryT ObITh HOJNYYEHBI TPU KOMOMHAIIMU 3HAYe-
HUU reHepaTopHoro Toka ot 1,5 10 10 MA u unTepBaioB Bpemeru ot 10 1o 30 c¢. C ymeHblieHueM
3HAYCHUH BpPEMEHHBIX HHTepBaioB ¢ 10 mo 1 ¢ 3Hadenus HeompeneneHHocTH Us(Q) HauWHAIOT
cTpemutenbHo yBennuuBatbes ¢ 0,003 % o 0,029 %. OOGumien3BecTHO, 4TO YeM MEHbLIas O KO-
JMYECTBA JJIEKTPUUYECTBA 3aTpadycHa Ha IPEIBAPUTEIBHOE U 3aKIIOUYHUTEIbHOE TUTPOBAHUE, TEM
MEHBIIIE BKJIaJ HEONpEAENEHHOCTH 3THUX 3TaloB B CYMMapHYIO CTaHAAPTHYIO HEONpeaeeHHOCTh
pe3ynbTara U3MEpPeHU METO1I0M KYJIOHOMETPUYECKOro TUTpoBaHus. [1pu s3ToM equHUYHAs TOPIUs
KOJIMYECTBA IEKTPUYECTBA JOJKHA BBI3BIBATh TAaKWE M3MEHEHMsI MHAMKATOPHOIO CHUTHANa, KOTO-
pble CII0COOHA 3aperuCTPUPOBATh HHANKATOPHASI CUCTEMA.

Hcxons u3 BbIIeCKa3aHHOTO, MOXHO C/I€TaTh BBIBOJI, YTO ONTHMAaJIbHBIMU 3HAUEHUSMH Te-
HEPAaTOPHOI'O TOKAa M BPEMEHHOI'0 MHTEpBaJIa JUIsl MPEJBAPUTEIHLHOTO U 3aKIIOYUTEILHOTO TUTPO-
BaHUI SBJISAIOTCS MHUHHMMAJIbHBIE 3HAUEHHUS TOKa M BPEMEHH, IOMaJalollue B CHHIOI 00JacTh Ha

rpaguxke - 1,5 MA 1 10 ¢ COOTBETCTBEHHO.
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0,03

0,025
0,02 W 0,025-0,03
0,015 m0,02-0,025
0,01 W 0,015-0,02
0,005 W 0,01-0,015
° W 0,005-0,01
W 0-0,005

I, MA

Pucynoxk 2.10 - 3aBUCHMOCTh 3HAYEHUN OTHOCHUTEIIBHOW CTaHAAPTHON HEOMpPEIEIECHHOCTH
tuna B u3mepenus konmvecta snekTpuuectsa Ug(Q) ot 3HaueHuil renepatoproro Toka (1) u uH-

TepBaJioB BpeMeHu (t)

Taxoke ObUTH BBIIOJTHEHBI PACYETHI C MEJbI0 BBISICHUTH, KAKAM 00pa3oM BBITOJHEE C TOYKU
3peHUs TIOTy4aeMOoro 3HaueHusI HeornpeaeaeHHocTr Ug(Q) mpormyckaTth 3alaHHOE KOJTMYECTBO DJIeK-
TpUYECTBA — MAJILIM TOKOM B T€UEHHUE OOJIBIIET0 HHTEpBala BpEMEHU WK OOJIBIIUM TOKOM B Teye-
HHUE KOPOTKOTO MHTEpBajia BpeMeHH. [Jis1 BBIMOIHEHUS PacyeToB ObLTH B3ATHI SKCIIEPUMEHTAIbHBIE
3HAuUEHUsl KOJIMYECTBA 3JIEKTPUUECTBA, MPOMYIICHHbIE HAa CTAAUSIX MpeABAPUTEIbHOIO, 3aKIJIIOYH-
TEJIbHOI'O U OCHOBHOTO TUTPOBAHMI Ha MpHUMEpEe U3MEPEeHUN MaccoBOM A0iM Oudranara kamus, —
ato 20 MK, 30 MKut u 94 Kn coorBercTBeHHO. 11 IPEIBapUTEIBHOTO U 3aKIIOUNTENBHOIO TUT-
POBAaHMI pacyeThl CTAaHIAPTHOW HEONPENEIECHHOCTH THUINA B M3MEpeHus KOIMYecTBa JJIEKTpHUYE-
CTBa MPOBOJIWIH JUIsl YETHIPEX BHIOPAHHBIX 3HAUCHUM reHepaTopHoro toka (1,5; 3; 5; 10 MA), 3Ha-
YEeHUS] BPEMCHHU MOJYYEHBI PACUCTHBIM IyTeM U3 ypaBHeHus (2.2). Ha ocHOBe 3THUX MaHHBIX TO-

CTpOEHBI IpaduKu, MpecTaBleHHbIe Ha pucyHKax 2.11,2.12 u 2.13 coOTBETCTBEHHO.
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0,0025
0,002 @15
UB(Q), % ,
0,0015 @3
0,001 os
o10
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Pucynoxk 2.11 - 3aBUCMMOCTh 3HAYEHUN OTHOCHUTEIIBHOW CTaHAAPTHON HEOMpPEIeIECHHOCTH
tuna B uamepenns kosmuectBa siektpuuectBa Us(Q) oT 3HaveHwuit reHeparoproro toka (l) u uH-

TepBasioB BpeMeHH (1) pu MponycKaHWu 3aJaHHOTO KOJIMYecTBa 3ekTpruectBa Q=20 MK

0,003
0,0025
1,5
us(Q), % 0,002 o
0,0015 a5
0,001 010
0,0005 10
0

20

t, c 3

Pucynok 2.12 - 3aBUCHMOCTh 3HAYEHU OTHOCUTEIBLHOW CTaHIAPTHON HEOIMPENECTECHHOCTH
tuna B uamepenus kommuectBa dnekTpudectBa Us(Q) oT 3HaueHwmit reHeparopHoro Toka (I) u uH-

TepBaJIoB BpeMeHH (1) pu MponycKkaHuy 3aJaHHOTO KoJimdecTBa snekrpruectBa Q=30 MK

Ha pucynkax 2.11 u 2.12 BuaHO, 4TO IpH NPOITYCKAHUM 33JaHHOTO KOJMYECTBA AJIEKTpUYIE-
crBa (20 u 30 MKn) menbmee 3nadenue neonpenenennocta Us(Q) (0,00067 % u 0,00088 %) coot-
BETCTBYET PEXKUMY NPONYCKaHUs TOKOM 1,5 MA B TeueHue BpeMeHHOro uHrepsana 13,3 ¢ u 20 ¢

COOTBECTCTBCHHO. CJ'ICI[OBE[TCJ'ILHO, B 06H_[eM CJIydac OIITUMAJIBHBIM PCKUMOM IMPOBCACHUS ITPEABA-
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PHUTENBHOTO U 3aKJIIOYUTENILHOTO TUTPOBAHUM SBJISIETCS MPOMYCKAHWE KOJIMYECTBA AJIEKTPUYECTBA
MUHUMAJIBHBIM TOKOM 1,5 MA B TedeHHE OOJIBIIIETO BpEMEHHOTO HHTEpBaa.

AHanoru4HbiM 00pa3oM OblIa MpOaHATU3UPOBaHA 3aBHCUMOCTh HeompeaeacHHocTH Up(Q)
OT pEXHMMa MPOITYCKAHUS KOJIMYECTBA SJEKTPHUUECTBA IPU OCHOBHOM TUTPOBAaHUU. {7151 TUTpOBaHUS

HaBecku Oudranata kKamus Maccoit 0,5 T Ha 3Tare OCHOBHOTO TUTPOBAHUS IPOITYCKAIOT OKOJIo 94

K.

25
2
o1,5
15
@3
uB(Q)l % os
o70

0,5

62667 31333
t,C

18800 4343

Pucynok 2.13 - 3aBUCMMOCTh 3HAYEHUN OTHOCHUTEIIBHOW CTaHAAPTHON HEOMpPEIeIECHHOCTH
tuna B onpenenenus konmdecTBa dnekrpudectBa Us(Q) oT 3HaueHuit reHeparopHoro Toka (1) u
MHTEPBAJIOB BpeMeHH (t) mpu MpomycKaHWu 3a[JaHHOTO KOJiuecTBa dnekrpudectsa Q=94 Ku

Ha puc. 2.13 BuaHo, uto HamMeHbInas HeompeaeneHHocTs Us(Q)=1,67 % cooTBeTcTBYET
pexumy npomnyckanus Tokom 70 MA B TeueHnue Bpemenu 1343 c. CrnenoBarenbHO, ONTUMAIbHBIM
PEXMMOM MPOIYCKaHUsI KOJUYECTBA 3JIEKTPUUECTBA HA ATalle OCHOBHOTO TUTPOBAHMS SIBIISETCS
NPOMYyCKaHHE MaKCHUMaJIbHO BO3MOXKHBIM TOKOM B TeUeHHE 00Jjiee KOPOTKOTOo MHTEpBajla BpEMEHH,
3HaUYEHUE KOTOPOT0 pacCUMUTHIBAETCs 10 3akoHy Papazes. [Ipu sToM MakcHuManabHOE 3HAYEHHE Te-
HepaTopHOro Toka | OyaeT 3aBUCeTh OT IJIOTHOCTH TOKA | U 3HAYCHUS MPEICIBHOIO TOKa BCIIOMO-
raTenpHOro pearenta (cm. ['masy 1).

MeToIuK1 OLEHKH HEONPEIEIIEHHOCTH pe3ysibTaTa M3MEpPEHUH, BXOASINE B METOAMKHU
BOCIIPOM3BEJICHUS €IMHUL] BEJIWYUH Ha dTaoHe, Mg Becex CO, BKIIOUEHHBIX B COCTaB 3TaJOHA,
ObLIM pa3paloTanbl BrepBble. OCHOBHBIE MOJAXO/bI K OLIEHKE HEONPEAEICHHOCTH COOTBETCTBYIOT

MEKIyHAPOIHBIM TPeOOBaHUAM, H3JI0KEeHHBIM B [112], u 6ostee moapobHo onucanbl B [maBe 3.
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2.9 BeiBoABI 11O Ii1aBeE 2

1 Pa3paboTana HOBast KyJOHOMETpUYECKas siueiika, 00aaronas CieayoluMi IpeuMyIie-
CTBaMH:

-MEHBIIMMU pa3MepamMu pabodel, TPOMEKYTOUHOM M BCIIOMOTraTeIbHONW KaMep, 4To MpHUBe-
JIO K IOBBIIICHUHM YyBCTBUTEIBHOCTU CUCTEMbBl MHIMKALMYA KOHEYHOM TOYKM TUTPOBAHMS U, KaK
CJICZICTBHE YMEHBIICHHE HEONPEACICHHOCTH, 00YCIIOBIEHHON (pUKcalneil KOHEUHOW TOUYKH THTPO-
BaHus B 1,5 paza;

- BO3MOXKHOCTBIO IIPOJYBKM aprOHOM BCEX TpeX Kamep siueiiku: pabouel, IpoMeKyTOUHON
Y BCIIOMOTATEJIBHON — 4YTO CBOAUT K MUHUMYMY BO3MOXHYIO IIOIPEIIHOCTD PE3yJIbTaTa H3MEPECHHUS
3a CYET MEMIAIOIIEr0 BIMSHUS YIJIEKHUCIOro ra3a BO3AyXa IPH KHCIOTHO-OCHOBHBIX PEAKLUAX U
KHCJI0pO/1a BO3/yXa IPU OKUCINUTEIbHO-BOCCTAHOBUTENIbHBIX PEAKIUSX;

- BO3MOKHOCTBIO BBITECHEHMSI DJIEKTPOJIUTA U NPOMBIBAHUS ITPOMEXYTOUHOM Kamephl s
YMEHBILIEHUS MIEKTPOMUTPALMH ONPENEIAEMBIX HOHOB, PEAJIM3yEMOT0 IIPHU IIOMOIIM aBTOMAaTHuye-
ckoii 6roperkn TITRONIC 110 Plus.

2 Iloka3aHo, YTO HCIIOJIb30BAHUE HOBOM SIUEHKHU JUIsl KyJJOHOMETPUYECKOTO TUTPOBAHUS ITPU
BBINOJIHEHUH U3MEPEHUH MacCOBOM JTOJIM OCHOBHOTO KOMIIOHEHTa B CTaHJIapTHOM 00paslie coCTaBa
Ooudranara Kanus NPUBENIO K YMEHBUICHUIO HEONPEIEJIEHHOCTH TUlla A B 2 pa3a [0 CPaBHEHUIO C
AQHAJIOTUYHOM XapakTepucTukoi ycranoBku YBT 14-A-81.

3 O6ocHOBaH BBIOOP CPENICTB U3MEPEHUM JIJIsl BKIIIOUEHUS B COCTAB pa3pabaThiBa€MoOro 3Ta-
noHa. Co3/1aHbl OCHOBHBIE OJIOKH pa3pabaThIBAEMOI0 TAJOHA: OJIOK U3MEpEHHs Macchl, OJIOK 3aja-
HUS, TTOIEPKAHUS U U3MEPEHHsI KOJIMUYECTBA AJIEKTPUUECTBA, OJIOK PErMCTpalui MHJIUKATOPHOTO
CUTHaJIa, B KOTOPOM peaJM30BaHbl JBa METOJa MHAMKAIIMK TOYKM KOHIA TUTPOBAHMS: MOTEHILIHO-
METPUYECKUN U aMIIEPOMETPUUECKHI METO/T C ABYMS MOJIIPU3YEMBIMU AJIEKTPOJAMH.

4 Pa3paboTaHa mMaTeMaTH4ecKasi MOJIENb Mpollecca BBHIIOIHEHUS U3MEPEHUI MaccoBOM 1011
OCHOBHOT'O KOMIIOHEHTa METOJOM KYJIOHOMETPUYECKOTO TUTPOBAHMS U MOCTPOECHUS KPUBBIX TUTPO-
BaHus ¢ HaxoxJaeHueM KTT moTeHnpoMeTrpuueckuM METOJIOM Ha IpuMmepe Oudranata Kajiusd U aM-
NEPOMETPUYECKUM METOJOM C JIBYMS MOJISIPU3YEMBIMU 3JIEKTPOJIaMU Ha NpuUMepe Ouxpomara Kausl.
Pa3pabotana nporpamma co6opa 1 00pabOTKH TaHHBIX U3MEPEHUI MAacCOBOM J0JIM OCHOBHOTO Bellle-
CTBa METOJOM KYJIOHOMETPHUYECKOIO TUTPOBAHUSA C IIOCTPOCHUEM KPHUBBIX THTPOBAHMSI M HAXO0XKJE-
HUEM KOHEUHOM TOYKH TUTPOBAHHUS.

5 IlpoBeneH aHaaM3 HOMEHKJIATYphl IEPBUYHBIX CTaHAAPTHBIX 00pPa3lloB COCTaBa BHICOKOUH-
CTBIX BEILLECTB, BBIIYCKAEMBIX Pa3HBIMHU CTPAHAMU C MCIOJIb30BAaHUEM METOJA KYJIOHOMETPUYECKOTO
tutpoBanus. CocrasieH nepederb CO 17151 BKIIOUEHHUS B COCTaB pa3pabaThIBa€MOro 3TaJIOHA B Kaue-

CTBC CPEACTB XpaHCHUA U I€pE€aadn CAMHUIL] BEJIMYNH, BOCIIPOU3BOJUMBIX 3TAJIOHOM.
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6 lnst cranmapTHRIX 00pa3iioB, BXOISIIMX B COCTAB 3TAJIOHA, pa3pabOTaHbl METOIUKH BOC-
MPOU3BEJICHUS E€IMHUI] BEJIMYUH HA HTAJIOHE, BKJIIOYAIOIIME METOJUKH HU3MEPEHHN UM METOIUKU
OIICHKH HEONPEICICHHOCTU Pe3yJbTaToB n3MepeHuid. CylecTBOBABIINE METOAMKA U3MEPEHUN Te-
PECMOTPEHBI U aKTyaJIM3UPOBAHBI: MPOBEJCHBI UCCIICIOBAHUSI 110 BEIOOPY (POPMBI U TIIONIAIA TeHE-
pPaTOPHBIX 3JIEKTPOJIOB, BIIEPBBIE BBEICHA MPOIIEAYpa MPEIBAPUTEILHOTO TUTPOBAHMS, HA OCHOBA-
HUU PacyeToB CleJaHbl PEKOMEHIAINH 110 BBIOOPY ONTHMAIBHBIX 3HAYCHHUM CHIIBI TEHEPATOPHOTO

TOKa ¥ PEKUMOB ITPEIBAPUTEIIHLHOT0/3aKITFOUUTEIIEHOTO TUTPOBAHUH.
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I'naBa 3. UcciienoBanue METPOJIOTHYECKUX XAPAKTEPUCTHK ITAJIOHA

3.1 OueHuBaHue pe3yabTaTOB U3MEPEHUII B TEPMHUHAX HeOIpe1eJeHHOCTH

[Tonnucannoe B 1999 r. Poccueit «CornamieHne o B3aMMHOM NPU3HAHUK HallMOHAIbHbBIX
STAJIOHOB U CEPTU(PUKATOB KAMOPOBKHU U M3MEPEHUI, BbIAaBAeMbIX HAllMOHAIBHBIMH METPOJIOTHU-
yeckuMH UHCTHTYyTamMu» [91] HaksIaapiBaeT TpeOOBAHMS K MOBBIIICHUIO TOYHOCTH PE3YJIbTATOB M3-
MEpEHUH, MOJIYy4aeMbIX C HCIOJIb30BAHMEM HAIMOHAIBHBIX ATAJIOHOB, W MPEACTABICHUIO HUX B
YCTaHOBJICHHBIX €AMHUIAX C UCIIOIH30BAHUEM TEPMUHOJIOTUN HEONPEACICHHOCTH.

B nHacrosiiee Bpemsi pa3paboTKON MEXTyHAPOIHBIX HOPMATHUBHBIX TOKYMEHTOB IO OLIEHH-
BaHMIO PE3YJIBTAaTOB M3MepeHuid 3anuMaercs Oobenuuennpli Komurer mo PykoBoactBam B MeT-
ponorun (OKPM), Bo3rnaBisiemMblii tupexktopoM MexayHapoauoro bropo Mep u Becos (BIPM).
OKPM 6511 co3nan BIPM coBmectHOo ¢ MexayHapoaHoi anekTporexuudeckoit komuccueit (IEC),
MexnynaponHoil enepanueit kmuHuYecko xumuu U gadoparopuoit meaununsl (IFCC), Mexnay-
HapOAHOU Koomepauuen nmo akkpeautanuu nadoparopuii (ILAC), MexayHapoHoil opraHu3aliei
no cranpaptuzamuu (ISO), MexayHapoaHbIM COI030M IO TEOPETUYECKOW U MPUKIAJTHON XUMHH
(IUPAC), MexxayHapoIHBIM COIO30M TI0 TeopeTrueckoi U npukiagaoil pusuke (IUPAP) u Mex-
JyHapOJIHOM opraHuzanuei mo 3akoHogatenbHoit metponoruu (OIML). OKPM pa3zpabotan ceputo
JIOKYMEHTOB 1o o0umM HazBaHueM «OlleHHBaHHE JAHHBIX U3MEPEHHID», B KOTOPO OCHOBOIMOIA-
rarolM JOKYMEHTOM SBIIsieTCSl «PyKOBOJICTBO 1O BBIPAXXEHHUIO HEOIPEACIEHHOCTH WU3MEPEHUI»
(“Guide on uncertainty of measurement” - GUM) [114]. KopoTko U3JI05)KUM OCHOBHBIE TIPHHIIUITBI 1
MOAXOAbI TOTO JOKYMEHTA.

HeonpeneneHHOCTs M3MEpPEHUsI - 3TO «HEOTPHUIATENbHBIA MapaMeTp, XapaKTepU3YIOLIUN
paccesiHie 3HAYCHUN BETUYUHBI, TPUMUCHIBAEMBIX MU3MEPSIEMON BEIMYMHE HA OCHOBAHUM MCIIOJb-
3yemoii unpopmarmu» [115]. Moaensio u3MepeHns Ha3bIBAIOT MPABHJIO 110 MTPE0OPa30BAHUIO YK C-
JIEHHOTO 3HAYE€HHUS B COOTBETCTBYIOIIEE 3HAUEHHE HM3MEPSEMOM BEIMYMHBI. JlaHHBIE, KOTOpHIE
HEOOXOUMBI MOJIEIH ISl TOTO, YTOOBI OMpPENeIUTh U3MEPIEMYIO BEIHMUNHY, U3BECTHBI KaK BXOJ-
HbIE BEJIMYMHBI B MOJIETTM M3MEpeHH. Ha mpaBuiio uim MozieNib 4acTo CChUIAlOTCS, Kak Ha (QyHKITU-
OHAJIBHYIO 3aBUCHUMOCTh. BBIXOIHOW BETWYMHOW B MOJEIIM U3MEPEHUN SIBIISIETCS U3MeEpsieMas Be-
TUYUHA. 3HaHWE O BXOJHOUM BelMWuyuHe Xi B MOJENU W3MEPEHUIl BBIBOAUTCS U3 MOBTOPHBIX 3HAYe-
HUH TIOKa3aHUil (OIEeHMBaHUE HEOMPEIEICHHOCTH MO TUIY A), UM OCHOBBIBAsICh HA HAYYHOM 3a-
KIIFOUCHHUH WJIN JIPYror HH(OpMAIH, KacaroIIecsl BOBMOXHBIX 3HAYCHUH BETUINHBI (OIIEHUBAHHE
HeornpeneieHHocT 1o tuny B) [114, 115].

OcCHOBHBIE 3TaIlbl OIEHUBAHUS HEOIPEIETICHHOCTH BKIIOYAIOT B Ce0s

a) 3aJJaHuE BBIXOJHOW BETUYHHEI Y (M3MepsIEeMOil BETUYIHBI),

0) HaxO0XXJIEHWE BXOJHBIX BEJIMYHMH, OT KOTOPHIX 3aBUCHT Y,

B) pa3paboTKa MOJENTU U3MEPEHU, COOTHOCAIIEH Y C BXOJAHBIMU BEJIMYMHAMH,
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T') NPUTIMCBIBAHUE PACTIPEICIICHUS BEpOsTHOCTEH — ['aycca, MpsSAMOYroiapbHOTO U T. 1. —
BXOJIHBIM BEJTUYMHAM (MJIM COBMECTHOTO PACIPEICIICHUS] BEPOSATHOCTEH JIsi TE€X BXOIHBIX BEIHU-
Y1H, KOTOPBIE HE SIBJISIIOTCS HE3aBUCUMbBIMHU) HA OCHOBE JIOCTYITHOT'O 3HAHUS,

1) BBIYMCIICHUE OIICHKH Y BEJTMYUHBI Y,

€) BBIUMCJICHUE CTAHJAPTHOTO OTKJIOHCHHMs BEIMYMHBI Y B BUJE CTAHAAPTHON HeEoIpee-
aennoctu U(y),

’K) BBIYMCIICHHE WHTEpBajga oxBaTa, cojepxkamiero Y ¢ 3aJaHHOM BEpOSITHOCTHIO OXBaTa
[113].

3.2 OueHuBaHMe HeONpPeIeJeHHOCTH Pe3yJbTATOB U3MEPEHUIl ¢ MPUMEHEHHEM ITAJI0-
HaA

3.2.1 O6nue noyoKeHUs

B cooTBeTCTBHM ¢ ONKMCAHHBIM BBIIIE AJITOPUTMOM ObLIA TIPOBEJICHA OLICHKA HEOIpeeIICH-
HOCTH PE3YyJIbTaTOB U3MEPEHUH, MOJIYy4aeMbIX METOAOM KYJIOHOMETPUYECKOTO TUTPOBAHUS C MPHU-
MEHCHHEM 3TajIoHa.

BrixoaubsiMu (M3MEpSIEMBIMH) BEJIMUMHAMHM SIBJISIIOTCS: MaccoBasi JOJIsi, MOJISIpHAsl JOJ,
MaccoBasi KOHIIGHTpAIUs WJIM MOJISpHAs KOHIIEHTpAIusl KOMIIOHeHTa. B o0miem Buge 0003HAUUM
BBIXOJHYIO BEIMUMHY KakK Y. BXOJHBIE BEIMUMHBI, OT KOTOPBIX 3aBHUCSAT BBIXOAHbBIE (M3MEpsEMBIC)
BEIIMYMHBI, NIPUBEJICHBI Ha puc. 3.1. B BUIE AMarpaMMbl «IIpUYMHA — cieacTBue». JlanHas aua-
rpaMma COCTaBJICHA Ha OCHOBE aHaIM3a U3MEPUTEIHLHOTO ITPOIIecca METOJOM KYJIOHOMETPUUIECKOTO
TUTpoBaHus ¢ nmpuMeHeHneM [TID, a Taxke HaydYHO-TEXHHUECKON JIUTEpaTyphl U MHPOPMAIUHU O
JOCTHIKEHHUSX B OOJACTH KYJTOHOMETPUYECKOTO THTPOBAHMS 3apYyOEKHBIX METPOJOTHUECKUX HH-
CTUTYTOB.

Mogenbro u3MepeHuit JUisi KOHKPETHON M3MEPSEMON BEJIMUMHBI SBJISIETCS OJTHO U3 yYpaBHE-
auii (2.5 — 2.8).

3.2.2 CranaapTHasi HeonmpeaeJeHHOCTh THIA A, Uy

Cra"mapTHYIO HEONPEIEIECHHOCTh TUMa A, Uy, XapaKTepU3YIOIIYIO CIIy4allHbIN pa3dpoc pe-
3yJbTATOB U3MEPEHUH BBIXOJIHON BEIMYUHBI Y, pACCUMTHIBAIA KaK CPEIHEE KBAIPATUUECKOE OTKIIO-

HEHHUEC CPECIAHET0 3HAYCHUA IO N U3MEPCHUAM I10 (I)OpMy.He

1 : T2
Up = m;(Yi -Y), (3.1)

rne  Yi— I-TBIf pe3ynbTaT U3MEPEHUH BHIXOTHOM BEITMYHMHBL;

Y - cpeaHee apI/I(I)MeTI/I‘-ICCKOC 3HAYEHHUE BHIXOJHOI BEIUYMHEI IO CepHuH U3 N H3MepeHHI>'I.
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IloBTops- Hanpsoke-  Bpems Bpewms, coor- Bumsinue Auddysns

eMOCTh HUe t’1, t2  BETCTBYIOILIEE COz2u O2 HOHOB B
Uy, U2, Uz KTT t, t3 MPOMEKY-
HCOHPSL{SJ’IeHHOCTB TO"IHy}O u
Heoauopon- Taiimepa BCIIoMora-
HOCTh e KTT TCJIbHYIO
KaMephl
Cnyqaﬁm,le HeanexBatHOCTB MOJeIn

baKTophl —0 o

I/ISMCPI/IT. CUCTEMa, UCIIOJIb-

syemas st pukcanun KTT A,wacc.,.
o Cwacc,
/ " CW()]I..
Macca <+ An
Tlonpaska Ha — KO0HI Tepmocratu- Ipumecu
MOABEMHYIO > poBaHHe +— An
CHJIy BO3JyXa O0bem KaTyInKu
T—p / KOJOBI <+ Ak
InotHocT) j
M npoGL! T Koncranra
Dapanes F
P—> Ejgf“om’ HHOTHOETB DIIEKTPHUECKOE MonspHas
Tnotrocts Macca 1)11;3)%1;?; COH]}:;)TTI/I;J;EHI/IC macca M
BOsAyxa mpo6sI M };2

Ilpumeuanue: T, ¢, P — ycinoBus okpyxarowieii cpelibl: TeMIepaTypa Bo3ayxa, OTHOCUTENIbHAS BIQKHOCTh BO3/lyXa U aTMOC(epHOe AaBlieHHE, COOTBETCTBEHHO.

Puc.3.1 [luarpamma (hakTopoB, BIHSIONIMX HAa TOYHOCTh U3MEPEHUN C TPUMEHEHUEM ToCy-
JTapCTBEHHOTO niepBuyHOTro Tasiona 9T 176-2010

3.2.3 CranaapTHasi HeonpeaeJeHHOCTh TUNa B, Up

CrannapTHYIO HEONpeIeIeHHOCTh TUMa B, U, OIIEeHNBAIN KaK KOMITO3UIIHIO COCTABIISIONINX
HEOIpeeIEHHOCTH, O0YCIIOBJIEHHBIX B3BEIIMBaHUEM MPOObI (M), U3MEPEHUEM MAJCHUS HAIpsKe-
Hus reaepupoBanus (Ui, Uz, Us) Ha karymike conpotunenus (R), onpeneneHrueM BpeMeHU TUTPO-
Banus (t'1, 1, to, t3), MIOTHOCTHU pacTBOpa OmpeaensieMoro BemecTBa (p) (Ans KHUAKUX TMPoO), Mo-
asipHO# Macchl (M) (7151 BBIXOAHBIX BEMUYUH Ayace. U Cuace.) M KOHCTaHTHI Dapanest (F), BuusiHueM

YIJIEKUCIIOro ra3a, Kuciopoaa U qud¢ysueit onpenenasieMoro KOMIOHEHTa B POMEKYTOUHYIO Ka-

Mmepy 1o popmyie

2

Ug = z ~ 'uz(xj): ZCZ(Xj)'UZ(Xj)

—i| ox.
A 3.2)
I Xi - OIEHKA J-Oi BXOJHOW BEIWYMHBI, BHOCSINECH BKJIAJ B CTAHIAPTHYIO ONPEACICHHOCTD,

OLIEHUBAEMYIO 110 TUIYy B;
u(Xj) — ctanmapTHas HEOMPEAEICHHOCTb OLIEHKH J-Oi BXOIHOM BETMYUHBI;

c(xj) — KO3(h(OUIMCHTBI YYBCTBUTEIBHOCTH, ONHCHIBAIOIIAE WM3MEHEHUE BBIXOIHOU
BEJIMYMHBI Y TPU U3MEHEHWH J-OH BXOAHOW BeauuuHbl. KoadduimenTsl uyBcTBUTEILHOCTH C(X))
JUTSL KaXKJ10M BXOJTHOM BEJTMYMHBI Xj, BHOCSIIEH BKJIa B U, ONPEAETSIIM KaK YaCTHbIE TPOU3BOIHBIE
MOJICNIA M3MEpPEHH — OJHOTrO W3 ypaBHeHuiu (2.5 — 2.8). [lng pacyera YMCICHHBIX 3HAYCHHI
KOX((UIIMEHTOB UYyBCTBUTEILHOCTH HCIIOJNB30BAIM  COOTBETCTBYIOIINE JKCIEPUMEHTATIbHBIC

JTaHHbIE, YCPEIHEHHBIE 110 CEpUU U3MEPEHMH BBIXOAHOW BenuuuHbl Y. Hike B kauecTBe mpumepa
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npuBeeHbl KO (DHUIIMEHTHI YyBCTBUTEIBHOCTH TSI KOKIOW Xj , BXOJAIICH B ypaBHEHHE pacyeTa

MOJIIPHOW KOHIEHTPALUU XJIOPOBOJIOPOJIHOMN KUCIOTHI (2.7):

(U = oL (3.3)
o, z-F-(m/p)-R
C(tll) — aCl;tO,i. — Ul (34)
ot z-F-(m/ p)-R
C(tl) — aC’MO}I. - _ Ul (35)
ot z-F-(m/p)-R
C(UZ) — anoﬂ. — t2 (36)
oU, z-F-(m/p)-R
C(tz) — aCMm. — UZ (37)
a, z-F-(ml/p)-R
C(U3) — aCMOJl. — t3 (38)
oU, z-F-(m/p)-R
e(ty) = e - Us (3.9)
ot, z-F-(m/p)-R
C(p) — aCMm. — Ul (tl — tl) + U2 i t2 + U3 i t3 — CMO,"I. (310)
op z-F-m-R P
C(m) — aC/mm. —_ (Ul(tl _tl) + U2 ) t2 + U3 ) ZL?,) ) p - _ Cwm. (311)
om z-F-m*-R m
C(F) — aC‘HOﬂ. - _ (Ul(tll _tl) + U2 ) t2 + U3 ) t3) P - _ Cwo,m (312)
oF z-F>m-R F
C(R) — anwz. —_ (Ul(t'l _tl) + UZ ) t2 + U3 ) t3) P —_ CMOJ. (313)
oR z-F-m-R? R
C(j;) — aca,to.'z. — 8CMDJ. — anm. — C”a,-,_ (314)
oo,  Ofo,  Ofgy

3.2.3.1 CranaapTHasi HeonpeaeJeHHOCTh He3aBUCUMbIX BXOJAHBIX BEJTHYUH
CrangapTHbIE HEONPENeNeHHOCTH Up(Xj) A1 HE3aBUCHMBIX BXOAHBIX BEIMYMH TaKHX, KaK

HanpsbkeHue reHepupoBanust Ui,Uz,Us, Bpems renepupoBanus t', t2, conpoTuBieHre KaTymku R,
koHcTaHTa Papanes F, onenuBanu no popmyse
U(x;)

k (3.15)

UB(Xj):

roe  U(X]) — pacimmpeHHas HeompeaeaeHHOCTh cpencTBa usmepenuit (CH) j-Toit BXOIHOW BeNH-
YiHBI B abcomoTHOU (hopme (13 cepTudukara kanudpoBku qanHoro CH);

k — koo urmeHT oxBara, ykazaHHBIN B cepTU(uKaTe KaauOpoBku qanHoro CU.

B cnydae oTcyTcTBHS MaHHBIX O pacmmpeHHoN HeompeneneHHoctn CU u ucmomb3yeMom

koadunmente oxsarta s pacuera Ug(Xj)) mo dopmyie (3.3), IPUMEHSIOT CIEAYIONIMIA MOIXOI.
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Cornacuo [94], naubomnee pacnpocTpaHeHHBIN crmoco0 GhopManr3auy HETOJIHOTO 3HAHUS O 3HaYe-
HUU BEJIMYMHBI 3aKJIIOYACTCS B MOCTYJIUPOBAHUHN PABHOMEPHOTO 3aKOHA PACIIPECICHUS BO3MOXK-
HBIX 3HAYCHUI 3TOI BEJIMYMHBI B yKa3aHHbBIX (HWKHEH Dj. 1 BepxHel Dj+) rpaHuiax uist j-oil BXO-
HOU BennuuHbL. [Ipy 3TOM cTaHIapTHYIO HEONPEIEIEHHOCTh, OLIEHUBAEMYIO IO THUIly B, paccuuThl-
BaroT o opmyne (3.15), a 1t CHMMETPUYHBIX TpaHuI] — 1o dhopmyse (3.16)

b. —b.
UB(X]‘):H—\/—k
23 (3.16)

b.
uB(Xj) =—=
E (3.17)

rJIe 32 YUCIICHHOE 3HAUYCHHE CUMMETPUYHBIX IPaHMIl Dj BXOJHOW BETMYMHBI IPUHUMAIIU 3HAYCHUC
a0COIIIOTHOW MOTPEIIHOCTH CPEJCTBA U3MEPEHUS, HCIIOIB3YEMOTO [Tl U3MEPEHHUS JaHHOIN BXOIHOU
BEJIMYKMHBI, YKa3aHHOE B €0 TEXHUYECKOHW JOKYMEHTAIIUH UM CBUICTEIBCTBE O TTOBEPKE.

CTaHIapTHYIO HEOIPEICICHHOCTh onpeaeneHust kouctanTel dapaznes Up(F) Takke oreHu-
Bayn 110 hopmysie (3.15) ¢ ucmonbp3oBaHUEM CITPABOYHBIX JaHHBIX [116].

3.2.3.2 CrangapTHbIe HEONPEIEICHHOCTH BXOIHBIX BEIMYMH, 3aBUCSAIIUX OT JTIOTOJIHUTEIb-
HBIX (paKTOpOB

CraHgapTHbIC HeomnpeaeIeHHOCTH U(Xj) BXOJHBIX BEIMYHH, 3aBUCAIINX OT JOMOJHUTEIbHBIX
daxTopoB (Macca mpoObI M, MIIOTHOCTH KUAKON MPOOHI p, Bpemst, coorBeTcTByomee KTT - t1 u 13),
OILIEHUBAJIM KaK KOMOMHAIIMIO COCTABJISIFOIINX OT UCTOYHUKOB B COOTBETCTBUH CO CXEMOH (CM. puC.
3.2) u pexomenaanusamu [ 112] mo anroputmy, npuBeaEHHOMY B paszene 3.1.

3.2.3.2.1 Macca npo6sl

Macca HpO6H C YUC€TOM IIOIIPAaBKU Ha MOABEMHYIO CUJIY BO3yXa BbIPAKACTCA YPABHCHUCM
[117]

1 1

m=m+m-d_, - Fir
0

, (3.18)
rme M -—wMacca Tena B Bakyyme, T

m’ — Macca Tena B BO3AyXe, T;

Osos0. — TIITOTHOCTH BO3/LYXa, I/CM,

d — MIOTHOCTH B3BENTMBAEMOTO TeNa, I/CM°,

0o — TIIOTHOCTB Pa3HOBECOB, T/CM° (JUISI CTAHAPTHBIX CTABHBIX THPb, HCIIONB3yEMEIX B Be-
cax, do= 8 r/cm?).

[T10THOCTH BO3IyXa OMPEACISIOT 10 hopmyie

_0,001293-(P-K)
6030
(1+0,00367-T) 760 (3.19)
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rae P —armocdepHoe JaBieHue, MM. PT. CT.;

K — monpaBka, ornpeenstonasics BIaKHOCTBIO BO3/1yXa;

T — Temneparypa Bo3ayxa, °C.

Bemnuuny K Beaucnsior no ¢popmyse

K = 0,0038-H-P'so0m, (3.20)

rie  H— oTHOcHTENbHAs BIAXHOCTH BO3Iyxa, %o;

P00, — YIIPYTOCTB IAPOB BOJIbI IPH JaHHOMN TemIepaType t °C, MM pT. CT.

[Toncrasnss BeipaskeHus 1 nepeMeHHbIx u3 (3.19) u (3.20) B ypaBuenue (3.18), momydanu

MOACIb I/I3MepeHHﬁ JJIs1 MaCChbI HpO6BI C Y4€TOM IIOIIpaBKN HAa IIOABEMHYIO CHJIY BO3ayXa

. 0,001293-(P-0,0038-H-P',, ) (1 1
m=m+m - :

(1+0,00367-T)- 760 d d,
_ . 0.001203-P—0,0000049134-H-P',,,, (1 1 (3.21)
- 760+2,7892-T d d,

Koaddurmentsr uyBctBUTEIbHOCTH C(lj) HAXOAMIM Kak YacTHbIC MPOM3BOIAHBIC YPABHEHHUS
(3.21) 1o KaxmOW M3 BXOMHBIX BEIMUYHH |, OACTABISS yCpEAHEHHbBIC YUCICHHBIC 3HAYCHUS 10
JTAHHBIM TPEX 3KCIIEPUMEHTOB.

Cranpmapthbie Heonpenenennoctd U(lJ) s Bxoaueix Beawuud m’, P, H, T onenuBanu mo
dopmyne (3.15).

Cranpgaprtasie Heonpenenennoctu U(lj) mns Bxomueix Bemnund Plyyo, d, do, kKoTOpBIE SIBNIS-
I0TCS CIIPAaBOYHBIMHU JaHHBIMU, OLIEHUBaJIM 1o (opmyiie (3.17), rae 3a 4ucCICHHOE 3HAYEHUE CUM-
METPHYHBIX TpaHuIl] Dj BXOHHOW BEIWYMHBI MPUHUMAINA CBEICHHS O IOTPEIIHOCTH CIIPABOYHBIX
JAHHBIX, OO0 B Cllyuyae OTCYTCTBHUSI TaKUX CBEICHWH, JIUCKPETHOCTh, C KOTOPOW IMPEIICTAaBICHBI
CTpaBOYHbBIC TAaHHBIE.

CyMMapHyIO CTaHJIapPTHYIO HEOIPEISIIEHHOCTh THIa B n3MepeHuss Macchl MPOOBI ¢ yIETOM
MOTIPABKH Ha TIOJJbEMHYIO CHITY BO3yxa Ug(M) paccunTthbiBaiu o dopmysie (3.2).

3.2.3.2.2 Il.1oTHOCTH MPOOBI

[T10THOCTH POOBI BXOIHUT B YPaBHEHHsI U3MEPEHHI ABYX BEIMYHH, BOCIPOU3BOIUMBIX 3Ta-
JIOHOM — MacCOBOM U MOJISIPHOM KOHIICHTPAIllMU KOMIOHEeHTa (2.7-2.8).

CyMMapHyIO CTaHIAPTHYIO HEONPEAEICHHOCTh THMa B HM3MepeHHs IUIOTHOCTH KHIKOM
poObl Ug(p) OLIEHUBAJIU TI0 aJITOPUTMY, OITMCAHHOMY B pazjene 3.1, ucrnonb3ys B KaUeCTBE MOJIENH

U3MEpPEHUI ypaBHEHHE

p:M , (3.22)
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re My+p — Macca KoJObl C paCTBOPOM OIPENEIsIEMOro BEIIECTBa C YYETOM MOIpPaBKU Ha MOIbEM-
HYIO CUJTy BO3]lyXa, T;
M, — Macca IMyCTO KOJOBI C Y4eTOM TOIPaBKH Ha TIOILEMHYIO CHUITY BO3/1yXa, T;

V_ — 06beM KoJIObI, U3MepeHHsIi npu Temnepatype t=20 °C, cm>,

Kt
Hanee quddeperuupys ypaBHenue (3.22) 10 Kax10# U3 BXOAHBIX BeluuuH lj, Haxoumm
k03¢ durmentsl yyBctBuTeibHOCTH C(l}).

CranngapThbie HeonpeaeneHHOCTH U(lJ) Ui BXOMHBIX BETHYUH Mi+p M M, OLEHUBAIHU T10

dopmyie (3.15). CtanmapTHYIO HEONPEIEICHHOCTh 00BbeMa KOOI u(VKl ) paccuuThIBaIH 1O (Hop-
myie (3.17), rae 3a YuciIeHHOe 3HaYCHUE CUMMETPHYHBIX IPAHUI] bj BXOTHOW BEITMYMHBI IIPUHIMA-
JIM AOTYCTUMYIO TIOTPEIIHOCTh MCIIOIb30BaHHOM MepHO# k051061 To TOCT 1770 [118].

CyMMapHyIO CTaHIApTHYIO HEOMPEICIICHHOCTh THMAa B HM3MEpeHHs TUIOTHOCTH KHJIKOU
npoOsI Us(p) paccuuThiBasiu 1o Gopmye (3.2).

3.2.3.2.3 MoJasipuasi Macca

MossipHas Macca BXOAMT B ypaBHEHHUsI H3MEPEHHI MaccoBOUM 1oiu (2.5) u MaccoBOW KOH-
LEHTpaIuu KoMIoHeHTa (2.7).

CrangapTHyIO HeonpeaeneHHoCTh U(M) MosipHO#t Macchl aHATM3UPYEMOTO BEIECTBA pac-

CUMTBHIBAIM B COOTBETCTBUU ¢ pekoMeHaanusamu [119] no popmyne

uM) =.1>"(j-u;(Ar)) (3.23)

i=1
rae  Ui(Ari) — craHmapTHAs HEOIPEISICHHOCTh OICHKH aTOMHOM MacChl I-TOTO JJIEMEHTa B COCTAaBE
MOJIEKYITBI OTIPEIEIEMOro BEIeCTBa, MOMydaeMast aereHneM Ha V3 mannsix |UPAC mo Heompese-
JIeHHOCTH i-ToTo 35temMenTa [120];

j — YKCJIO aTOMOB I-TOT0 DJIEMEHTA B COCTABE MOJICKYJIBI OITPCACIIAEMOTO BEIICCTBA.

3.2.3.2.3 Bpems, coorBercrBytomee KTT

B cootBercTBHHU ¢ AMarpaMMoi, IPUBEIEHHON Ha pHC. 3.1, HEONIPENEIEHHOCTh HAX 0K AEHUS
3HaYCHWI BPEMCHH, COOTBETCTBYIOIINX KOHCYHBIM TOYKAM MPEABAPUTCIILHOI'O U 3aKIHOUYUTEIIBHOT'O
TUTPOBaHUH 11 U t3, 3aBUCUT OT YeThIpeX (PAKTOPOB: HEOMPEIEIEHHOCTU CPEICTBA U3MEPEHUS Bpe-
MeHHM (TaiimMepa); HECOBIAIEHUS TOYKM SKBUBAJIEHTHOCTH C TOYKOH mepernba ¢yHkuuu (Ha aua-
rpamme obo3HaueHa kak KTT); necoBnagenus: pyHKIMH, TOCTPOSHHON 10 SKCIEPUMEHTAIBHO MO-
Jy4EHHBIM TOYKaM, C €€ MaTeMaTUYECKUM BBIPAKEHUEM (HEAJEKBaTHOCTh MAaTEMaTHUECKON MOJe-
J'II/I), HEOMPECACICHHOCTH I/IH)II/IKaTOpHOI\/II CUCTEMBI, TO €CTh CPCACTB HSMepeHHfI, HCIIOJIB3YEMBIX IJIA

perucTpaiii HHAUKATOPHOI'O0 CUTHAJIA.
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B I'mage 2 B ypaBHeHusIX (2.9 — 2.13) nmpuBeeHbI MaTEMaTHISCKHUE MOJIEITH M CITIOCOOBI pac-
yera 3Ha4eHU BpemeHH, coorBeTcTBytommx KTT, mis moTeHumoMeTpuyeckoro u OnaMiepomeT-
pu4ecKoro MeronoB HaxoxaeHus KTT.

Jlnst onenku HeomnpeaeaeHHocTH Us(ty) u Ug(ts) ObLI MCIONB30BaH aIrOPUTM, OCHOBAHHBIN
Ha MPUHIIKIIAX METOJ]a HAMMEHbBIIINX KBaJIPaTOB, CIIPaBEAIUBBIN 17151 000MX CIIOCOO0B HAXOXKACHUS
KTT.

PaccmoTpum anroput™ oreHKH Heomnpeaenennoctd Ug(ty) u Us(ts) mpruMeHUTEIbHO K TOTEH-
nuomerpudeckomy Merony HaxoxaeHus KTT. HanomHum, 4to 3HaueHuss BpeMEHH, COOTBETCTBY-

fo1ye noreHmomeTpudecku onpeaensiemon KTT, HaxoasaT o Gpopmyie

a (3.24)
B dopmynax (2.9-2.11) u (3.24) unnekcol npu t OnyIieHsl, 3TH GOpPMYIIbl OIUHAKOBO CIpa-
BeIMBBI 1A 1 U 13.
PaccuunThiBanu cpeHre KBaapaTHUeCKue OTKIOHEHHs KoddduimenToB a u b, S(a) u S(b)

COOTBCTCTBCHHO, I10 (bopMynaM

-2
2
bt

2
2+

! , (3.25)
S

S, =— Y

V2t -0* (3.26)

rae Sy - cpenHee KBaIpaTHUYECKOe OTKIIOHEHHE 3Ha4eHU pX(pH), MOIYYEHHBIX KCIEPUMEHTAID-
y

n

HO, pHi, OT paccunTaHHbIX 110 ypaBHeHHI0 (2.9), pH, ; |- 4ucio Toyek, NCTIOIB30BAHHBIX IS IO-

CTPOEHHUSI KPUBOM.

Sy BIUHCIISIH 11O (hopMyIie

S, = éZ(pHi_pHi)z (3.27)

Bemonnus Beruucnenus S(a), S(b) u Sy mnst kaxkmoro pesynbTata M3MEpEHUH CoepIKaHHS
KOMITOHEHTa B cepud, moxydanu N 3Hadenuit Si(a),Si(b) u Sy. CranmapTHyro HeonpeaerneHHOCTbh
HaXOKJICHUS KodduimenTa a, u(a,), IPUHAMAIH 3a CpEHEe KBaJAPATHUECKOE 3HAUYECHUE, PACCUH-

ThIBaeMoe 1o GopMmyiie

ua) = (3.28)

AHanoruuHo OLCHUBAJIN CTAHAAPTHBIC HCONIPEACICHHOCTH HAXOXKIACHUA KOB(b(l)I/IIII/IeHTa b -
u(b). IMonyueHHblie 3HAUSHHS 3aTeM TOACTaBILUN B hopmyiy (3.31).
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KoaddummenTsr uyBcTBUTENBHOCTH ¢(a) U C(D) paccUnMThIBaIM KaK YaCTHBIC MTPOU3BOIHBIC

ypaBHeHus (3.24)

c@=2-L (3.29)
oa a
ot 1

C(b):%:—a— (330)

JUis HaXO0XKICHUS YMCICHHBIX 3HaYeHUH K03()(HUIIMEHTOB YyBCTBUTEIBHOCTH UCTIOIb30BATN

CpEIHUE 10 CEPUU U3MEPEHUIN MOJISIPHON KOHLIEHTPALIMU XJIOPOBOAOPOIHOM KUCIOTHI 3HAUEHUS d U
b.

CrangapTHYIO HeomnpeaeaeHHoCTbh U (t1) orenuBanu mo Gopmysie

u(t,) = \/cz(a)uz(a) +c?(b)u®(b) (3.31)

Ouenky HeonpeaeneHHOCTH U (3) BBIMOTHSITN aHATIOTHYHO.

PaccmoTrpum anroputm orieHku HeonpeneneHHocTy Up(ty) u Ug(t3) mpumeHUTENnbHO K Onam-
nepomerprueckomy metoay Haxoxaenus KTT.

Hamomuunm, 4uto 3HaveHust BpeMenu, cootBercTByroime KTT, HaxoasaT mo ¢popmyiie

t= bz — bl
4 - (3.32)

rae  ai, b1 — koadduimeHTr B ypaBHEHUH MPSIMOU 10 POCTa HHIMKATOPHOTO TOKA;

az , b2 — xodduIHeHTH B ypaBHEHUHU MPSIMOH MOCIIE POCTa HHIUKATOPHOTO TOKA;

t — Bpems, cootBercTBytoiee KTT, moaydeHHOE pacd4eTHBIM METOIOM.

B ¢opmynax (2.12) u (3.32) unaekcel npu t omnyieHsl, 3T GOpMYJIbl OJIMHAKOBO CIIpaBe-
Bkl st v oA ts.

PaccunThiBaNn CpefHNE KBaJpaTHYECKHe OTKIOHeHHs koddduimentoB a u b, S(a) u S(b)

COOTBETCTBEHHO, 110 (popMynam

=2

St (3.33)

SZ
Ty+S

S
S, =—— Y (3.34)

y
-2 1
V2 1)
rme Sy - cpemHee KBaJpaTUYECKOE OTKIOHEHWE 3HAYEHHH MHAMKATOPHOTO TOKA, MONYyYEHHBIX
IKCIIEPUMEHTANIBHO, lu0i, OT paCCUYMTaHHBIX 1O ypaBHEHUIO (3.32), luig ;

| - umcio TOYCK, UCITIOJB30BAaHHBIX IJI IIOCTPOCHUA HpHMOﬁ.

Sy BeIUHCISIH IO hopMyIie
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S, = \/é_i(lm N )? (3.35)

Bemonssiyu Beraucienus no gopmynam (3.33)-(3.35) it KaxIoro pe3ynbraTa U3MEpeHui
BBIXOJTHOW BEJIMUYUHBI Y B CEPHH, MMOJTydasid N 3HadeHui Si(ai), Si(az), Si(b1) u Si(b2). Crangaprayio
HEOIPEIEIEHHOCTh HaX0XICHUS Kod(dummenTa a1, U(ai,), IpUHEMANIH 3a CPeHee KBaPaTHIeCcKOe

3Ha4YeHHE, pacCUYUThIBaeMoe 1o ¢popmyiie

u(a,) = (3.36)

AHAJIOTHYHO OICHUBAJIM CTAaHIAPTHBIC HEOMPEICICHHOCTH HAXOXKICHUS KOA(QHUIMEHTOB
az b1 m b2 - u(az), u(bs) u u(b2) coorBercTBenno. [lonyueHHbIe 3HAYEHHS 3aTEM IMOJCTABIISUIN B
dbopmyny (3.41).

Koadunmentsr yyBcTBUTENBHOCTH c(a1), c(az), ¢(b1) u c(b2) paccunThiBa)IM KaK 4acTHbIC

npou3BoHBIC (hopMyItkI (3.49)

c(a,) = o _ _Lblz (3.37)
aa‘l (al - 8.2)
c(a,) = a _ bz_blz (3.38)
da, (a,—a,)
ot 1
bh)=—=-—" 3.39
<®,) b, a -a, (3.39)
ot 1
b)y=—=—— 3.40
(b:) ob, a, —a, (340)

ﬂﬂf{ HaXO0XIACHHUA YHUCIICHHBIX 3HaquHﬁ KO3(1)(I)I/IHI/ICHTOB quCTBI/ITeHLHOCTI/I HNCITOJIb30BaAJIN
CpeHHI/Ie 10 CepI/II/I I/ISMepeHI/Iﬁ MOHﬂpHOﬁ KOHL[eHTpaL[I/II/I XHOpOBOHOpOHHOﬁ KHCJIOTHI 3BHAUCHUA A3,
az,biub.

CranmapTHYIO HeomnpeaeaeHHOCTh U(t1) paccuuThIBatOT 1o hopmyiie

u(t) = e (a)u’ () +¢* (o,)u” (b) +C (8, )u” (8,) +¢* (b, )u* (b,) (3.41)

Ornenky BenmuauHbI U(t3) BRITOTHSITH aHAJIOTHYHO.

Kak BUIHO 13 MPUBEACHHBIX AITOPUTMOB, CYTh MOAX0/a K OIIEHKE HEONPEIEICHHOCTH 1 1
3 COCTOUT B HAXOXJAEHUHM HEONPENEICHHOCTH KO3()(PUIIMEHTOB MaTeMaTUYeCKOH MOJIeNH, pUMe-
HSEMOM JUIsl ONMCAHMs KPUBBIX MOTEHIIMOMETPUUECKOT0 U OMaMIepOMETPUYECKOr0 TUTPOBAHUIM,
KaK Mo ocH x (Bpems 1), Tak U Mo ocu y (MHAUKATOPHBIA curHan — pX(pH) wnu l,.0), KOTOpbIE yike
coJiepkar B cede HEONPEAEeICHHOCTh CPEICTB U3MEPEHUH (TaliMepa U perucTparopa WHAUKATOPHO-
ro curHana (pH-merpa-uonomepa s pX(pH) niau amnepMerpa Ui UHIUKATOPHOTO TOKA luuo) U

HCOMPCACIICHHOCTD 3a CUHCT HCCOBIAJACHUS 3KCICPUMCHTAJIbHBIX TOYCK Ha KpHBOﬁ TUTPOBAHUA C
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paccuMTaHHBIMU B COOTBETCTBHM C MaTeMaTH4ecKoi Mozenbio. UTo kacaercs HEeONpeaesIeHHOCTH
3a CYET HECOBIAJCHUS TOYKU SKBUBAICHTHOCTH C TOYKOW rneperuda GyHKIHMU i MOTEHIIHOMET-
puueckoi uaaukanuu KTT unu Toukoit nmepecedeHrs NpsAMBIX AJs1 OMaMIepoMeTpUIecKOi HHIu-
kauuu KTT, To ucnonp3oBaHue NpeABapUTENBHOTO U 3aKIIOYUTEIHLHOTO THUTPOBAHUM Kak ABYX
UJCHTUYHBIX TPOLEAYP B HaYaJle U KOHIE U3MEPEHH MO3BOJISET HE YUUTHIBATh ATOT BKJIaA. Takum
00pa3oM, MPUBEACHHBIC AITOPUTMBI SBISIOTCS HEOOXOAMMBIMU U JOCTaTOYHBIMU JJISI OLEHKH He-
omnpenenennocty U (1) u u (t3).

3.2.3.3 CranapTHble HeonpeaeJeHHOCTH, 00YCJI0BJIeHHbIe XUMUYeCKUMHU (paKTOpamMu

CrangapTHble HEONpeAeIeHHOCTH, 00YCIOBIEHHBIE TaK Ha3bIBAEMbIMU XUMUYECKUMU (aK-
TOpaMU: BIMSHHUE YIJIEKUCIOrO ra3a WIM KUCIOpOJa, MPUMECEH, COIep)KaluXcs B pEaKTUBaX,
g dy3neit onpeaensieMoro KOMIOHEHTa B TIPOMEXYTOYHYIO M BCIIOMOTATEIIbHYIO KaMepbl — OIle-
HUBAJM, UCXOJS U3 SKCIIEPUMEHTAIBHBIX M TEOPETUYECKHX OILICHOK CTETEeHHU UX BIUSHHUS HA pe-
3yJIbTaT U3MEPEHHI MOCie TOro, Kak ObUIM MPEANPUHATH MEPbl IO MAKCUMAIbHOMY YCTPaHEHHIO

X MCIIAIICTO BIMAHNA, KaK OITMCAHO BO BTOpOfI TJ1aBc.

3.2.3.3.1 BunsiHue yrieKucJoro ra3a Ha KHCJI0THO-OCHOBHbIE TUTPOBaHuA (Oudranar
KA/, KapOOHAT HATPHUS, XJIOPOBOIOPOIHASI KMCJIO0TA)

N3BecTHO, 4TO YIIIEKHUCIIBIN Ta3 XOPOIIO pacTBOpUM B Bojie: npu temmneparype 20°C B 100 r
BOJIbI MOKeT pacTBOputhes 87,8 cm®, umn 172 mr CO,, mpu 5ToM obpasyeTcs cnabasi, HeycToHuH-

Bas erHLHafI KHUCJIOTa
CO2 + H2O — H2COs3,

KOTOpasa MOXCET AUCCOUHUHPOBATH HA MOHBI, YTO IMPHUBOJUT K ITOBLINICHUIO KOHICHTpAUHWU MOHOB

BOAOpPOJa B paCTBOPC:

H,CO3+ H,O [I  H30*"+ HCOs
HCOs+ H,0 [1  H3O" + CO5%.

B 0oCHOBHOM peakuysi 1UCCOLMALNN IPOTEKAET TOJIBKO 10 MEPBOM CTYNEHH, T.K. YrOJbHas
KHCJIOTa OTHOCUTCS K C1a0bIM KHUCIOTaM. B KyloHOMeTpuueckoil siueiike pa3pabOoTaHHOIO TajJoHa
MPOJYBKa MOAKUCIEHHOTO 3JIEKTPOJIUTA aproHOM B TeueHue 40 MUHYT MO3BOJIET YAaCTUYHO BbI-
TECHUTH YTJIEKUCIIBII Ta3, 3aTeM MPOBOAMUTCA MPOIEeypa MPeIBAPUTEILHOIO TUTPOBAHUS, B XOJE
KOTOPOH M30BITOK MOHOB BOJIOPO/Ia, UMEBIIMICSA B PacTBOPE M3-3a MOJKHUCICHUS M HEYJAJIEHHOTO
YIIIEKUCIIOTo ra3a, OTTUTPOBbIBatOT. OT NonajaHus yriekucaoro ra3a ¢ BO3yXOM BO BpEMs TUTPO-
BaHUS AJIEKTPOJIUT 3alIUILAET CJIOM aproHa, CKaruiMBaloIKK HaJ HUM IIPH MPOJIYBKE, TaK KaK aproH

(atomuast (MomsipHasi) macca 39,948 a.e.m. (r/Moib)) TspKenee Bo3ayxa (MmoispHas Mmacca 29
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r/monb). Takum 00pa3oM, BIUSHUE Ha Pe3yNIbTaT U3MEPEHUN B KUCIOTHO-OCHOBHBIX TUTPOBAHUSIX
MOYET OKa3bIBaTh TOJIBKO YIJEKHUCIBIN ra3, MOMABUIMK B SYEHKY BMECTE C aproHOM. B pesynbrare
MPOTEKAHUS Tpolecca OYAYT OTTUTPOBAHBI MTPOTOHBI, KOTOPhIE 00Pa3yIOTCs 3a CYET AUCCOIUAIIUN
COJISTHOM KHCIIOTHI, M IIPOTOHBI, KOTOpPhIe OYAYyT 00pa3oBbIBaThCs 3a cyeT pactBopenus CO2 B Boje

1 o0pa3oBaHusl c1ab0i YroJbHOM KHCIOTHI

Cy. =C,,. (HCI)+C, (H.CO,). (3.42)

B oroii ces3u BBeneH pakrop  f., , 0603HaYarOmMIl KOTMYECTBO (JOII0) IPOTOHOB, KOTOPbIE 00-

Pa3yroTCia B paCTBOPEC 3a CUCT AUCCONMAlUA yTOJ'IBHOﬁ KHCJIOTBI:

feo, = e ~C 3)=1— o (H, 3)=‘CH+(HCI)D CH+(H2CO3)‘;1——H+( )
Cyyy Cyyy. C.. (HCI)
(3.43)

AproH BbICOKOH 4HCTOTHI, TpousBeaeHHbI o TY 2114-005-00204760-99 u npumeHseMblit
NpY BBIIOJHCHUH M3MEPCHUN Ha JTAJIOHE, COTJIACHO MACIOPTy KadecTBa, COACPKUT B KAYECTBE

npuMecH 00bEMHYIO JOJII0 YIJICKUCIOro rasa W, He 6omee 0,00002 %. Komndectso Bemecrsa yr-
JISKHCIIOTO Ta3a Vc, , MOJb, HAKAaILUIMBAIOIICECs B Pabodeii KamMepe sYCHKU 33 BPeMs MPOIYBKH

QJICKTPOJINTA aproHoM, BBIYHUCIIAIN 110 (i)OpMy.]'Ie

Vco Var 'tAr “Weo
Voo, = —2 = : , 3.44
© v 100V, (3.44)

rie  Vcoz — 00BbeM YITIEKHCIIOTO Ta3a, COep KaIuicss B KauecTBe IIPHMECH B aproHe, M-,

VAr - CKOPOCTb TIOTOKA aproHa yepe3 sueiky, am/u;

tar - oOmiee BpeMsl IpOMyCKaHUsI aproHa 4epe3 3JEKTPOJIMT, BKIIOYAIOIEE MPeIBAPUTEIIb-
HYIO NIPOJIYBKY 3JIEKTPOJIUTA U BpeMS BBINOJIHEHUS U3MEPEHUH, U;

W, - 0OBEMHasT OIS YIIICKHUCIIOTO Ta3a, COCPIKAIIETOCs B aprOHe B Ka4eCTBE MPUMECH, %o

(43 macnopTa Ha apros);

Vim — MOTApHEI 00beM HAealbHOTO Ta3a, paBHbIA 22,413 968 mM%/Monk Tpu HOpPMATBHBIX
yenoBusix (273,15 K, 101,325 kIIa).

KonnenTpamuio yrnekucioro raza Ccoz, MOmb/mM®, B pabodeii kamepe 00beMOM Vpus an,

aM3, paccunThiBamu 10 GopMmyIIe

V, it
Ceo, = ©_ _Yulw B : (3.45)
Vpa6.mw. lOOVm .Vpaﬁ.labu.

)4 & YpaBHCHHA JII KOHCTAHTBI PAaBHOBECUA AUCCOLMALINN yTOJ'IBHOﬁ KHUCJIIOTHI I10 nep130171

CTYNEHH C YIETOM, YTO KOHIIEHTPAIIMH HOHOB BOJIOPOa U TUAPOKApOOHAT-HOHOB PAaBHBI, CIIETYET
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[H'I[HCO, ] _ [H'F
Ka 'K,  KyK

al p

[CO,-H,0O]= (3.46)

[H"]1=[CO, -H,0]-K K, , (3.47)
rme K, - KOHCTaHTa KUCJIOTHOCTH YroNbHOM KucnoTsl, K ,=2,5-10" [121];

K, - KOHCTaHTa paBHOBECHs yronbHOi kucnotsl npu 25°C, K,=1,70-107 [121].

Hpunnmas Bo Brumanue, 4ro [CO,-H,0]=C., u noxcrasuss Boipaxenue (3.45), moiy-

UM
Vy Ty oW
H']=C_.(H,CO,)= |—A A T K -K 3.48
(H1=C, (HO0)= [rggee ™ K. K, .48)
Var “ta "W Kal'K
f 1 100\/ Vpaﬁ Kam P (3 49)
co C,,. (HCI) '
Cwmeuenne pakropa f., 0T equHUIB! COCTABISCT:

Var “tar =W Kal K Var “tar "W Kal K

1OOV Vpa6 Kam P 100V Vpa6 Kam P
Afo, =1- -1=- (3.50)

C.,. (HCI) C,,. (HCI)

CraHzapTHYIO HEONPE/IENIeHHOCTh eMmetuennst pakropa f., ouennBamm no Gopmyie:

Vy La oW
A(fcoz)_ \/1oov Y, ae

pab.kam

U(foo,) === Jac,,. (HCl)

Takum O6p8.30M, BKJIaJd B HeOHpCI[eJ'IéHHOCTB 3a CUeT JOHOJHHUTEIIbHOM KOHOCHTpAlUH

(3.51)

HOHOB BOJIOPO/IA, MOJIb/IM, BOSHUKIIUX B SIEKTPOIIMTE 32 CUeT YIJIEKHCIIOTo Ta3a, COAep KaIlerocs
B aproHe, MPH CKOPOCTH MOTOKA aproHa depes SUeiKy Var= 3,5 IM°/d, BpeMeHH IIpOMyCKaHHs apro-
Ha 4Yepe3 DJICKTPOJIUT NPU U3MEPEHUU MOJSPHONW KOHUEHTPALMU XJIOPOBOJOPOJHOM KHUCIOTHI, far

=1,3 4, 06beme paboueit kKameph! Vpus wan = 0,18 1M° BEIUHCISIIHN 1O GopMyIIe

Var “tar oW KlK
aC,wm u ( f ) _ 1OOV Vpa( ).Kam : P _
G NG (3.52)

3513000002 ;5 5.10+.1,7-10% | =1,79-10" wams / one’
3-100-22,413968-0,18

3.2.3.3.2 BiunsiHue KMCJI0POia BO3AyXa HA OKUCIUTEIbHO-BOCCTAHOBUTEIbHBIE TUTPO-

BaHMs (DUXpoMAT KaJIUsl, OKCAJIAT HATPHUA)

77



[IpucyrcTBUE KUCIOpOA B AJIEKTPOJIMTE MOXKET OKa3bIBaTh MEIIAloIlee BIMSHHE Ha pe-
3yJlbTAThl OKUCIIUTEIHFHO-BOCCTAHOBUTEIBHBIX TUTPOBaHMH. [TOCKONIBKY AJIEKTPOJIUT MEepe]1 MpoBe-
JIEHUEM M3MEPEHHUN U B XOJIe BCEro IKCIIEPUMEHTAa MPOYBAIOT apTrOHOM, TO MOCTYIHUTh B STYCUKY
KHCJIOPOJI MOKET TOJIBKO C MIOTOKOM HHEPTHOTO ra3a. AProH BBICOKOW YHCTOTHI, TPOM3BEACHHBIN
mo TY 2114-005-00204760-99, corimacHo macmopTy KauecTBa, COJECPKHUT B KAa4ECTBE NMPUMECH

00BEMHYIO JI0III0 KUCIOpoaa W, He doiee 0,002 %.

PaccMoTpuM miporiece BAMSHUS KUCIOPOa Ha MIPUMEPE ONPEACTICHUS] MAaCCOBOM JI0JIA OKHC-
nmutens. B oOmiemM Buae mpoTeKarT cieayromue ocHoBHbIE peakiuu (3.53) u (3.54) u mobounas

peaKIMs 3a CUET HAJTMYHUS OCTATOUYHOTO KOJIMYECTBE B 3JICKTPOIUTE Kuciaopoaa (3.55):

Ox1+ne — Redl (3.53)
Red2—-me — Ox2 (3.54)
O,+4H" +48 - 2H,0 (3.55)

B kauectBe okucmurens OX1 mpu u3MepeHus MACCOBOM JI0JIH, HATPUMED, IUXPOMATa Kasus
BBICTYIIAJTM JTUXPOMAT MOHBI, a B KauecTBe BoccranoButeast Red2 — wowns xenesa (I1). Takum 00-
pa3oM, 3a CYET HAMYHs B PACTBOPE AIICKTPOJIHUTA IOMOJHUTEIHLHOTO OKHCIUTENs (KUCIOPOAa),
HEO0OXO0MMO CreHepHPOBATh OOJIbIIIee KOIMYECTBO TUTPAHTA — BOCCTAHOBHTENS. U, Kak cliecTBuHe,
pe3yibTaT U3MEPEHHUSI MACCOBOM JIOJI OKUCIIUTENS B TBEP/IOM BEIIECTBE MOXKET OBITh TOJIBKO 3a-

BbILICHHBIM. OOwas MaccoBas A0Jst OKuCauTeNs (Wy-,, ) B pacTBope OyleT CKIAIbIBATHCA U3

OIpeensieMoro okucauTens (W, ,), 00pa3yromerocst Iocle pacTBOPEHUS TBEPAOH HaBECKU BbI-
COKOYHCTOrO BELIECTBA, M KUCIOPOAa (W, ), IPHCYTCTBYIOLIETO B IEKTPOIMUTE 38 CYET ero Haju-

4l B aproHe, KOTOPBIM HEIIPEPBIBHO IIPOAYBACTCA syeiika B Iponecce SKCIICPpUMCHTA:

No V. M C, V. . M
WZOX :WOX]_+W02 :WOX]_+ 0, pab.kam. oX1 — OXl+ 0, pab.kam. OoX1 (356)
10mOXl 4'OrnOXl

rue NOZ, C02 - HOpMaJbHBIE U MOJSPHBIE KOHIIEHTPAIIMH KHCIOPOAa, COOTBETCTBEHHO,
3.
MOJIB/IM;

\Y

pab.kam.

- 006BeM paboueii KamMepsl, M,

My, - MOJIpHas Macca ONpe/IeseMOro OKUCIUTENS, I/MOJIb;

Mgy, - MAcCa HABECKU OTPEIENITEMOTO OKHCITHTEIS, T.

Paxtop f, BBe/eH Kak KOMMYECTBO (JO1) OKUCIUTENS, KOTOPBIH OTTUTPOBBIBAETCS B PAc-

TBOPE aHAJIOTHUYHO OIIPCACIACMOMY OKHCIIUTCIIIO:

W. -W
ox ~ Wo W W, Co Vs M

fo, = 2 S PR :‘WOXlD woz‘;l— Q2 —1 2% power OB (357)
Wz ox Woy g +Wo, Wy q 40mg, ,Woy

78



Kommyectso Belectsa KHCIOPOJA V,, , MOJIb, HAaKAILUIMBAIOLIEECs B Paboueii kamepe s4eii-

KM 32 BpEMsI ITPOJTYBKH JIEKTPOJIMTA ApTOHOM, BBIYHCIISLIN 110 OpMyIie
Vo _ Var “Tar - Wo

=== 7 = 3.58
Y. Ty 100-V, (3.58)

m
rae Vo2 — 00BeM KHCIOpOIa, COePIKAIIHIiCs B KAUeCTBE MPHMECH B aproHe, IM°;
VAr - CKOPOCTb IIOTOKA aproHa yepes sueiiky, am°/d;
tar - oOImee BpeMs MPOIyCKaHHs aproHa 4epe3 AJIEKTPOJIUT, BKIIOYAIOIIEE MPEABAPUTEITb-

HYIO IPOJIYBKY 3JIEKTPOJIUTA U BPEMS BBIIOJIHEHUS U3MEPEHUH, U;

Wy, - 00beMHast 0I5 KUCIOPOJa, COACPXKAIIEIOCs B aprOHE B KadecTBe mpumecH, %o (u3

MacropTa Ha aproH);
Vim — MOJIAPHBIH 00BEM MICATBHOTO ra3a, paBHbIA 22,413 968 nM°/MOIb IPH HOPMAIBHBIX
yenoBusix (273,15 K; 101,325 klla).
MouisipHasi KOHLIEHTpaLMs KUCIOPO/ia B TUEHKe 3a BpeMsl SKCIIEpUMEHTA COCTABIISIET.
C, = Yo, _ Var “tar - Wo,
2V 100v V

pab .kam. m" pab.kam.

2

, (3.59)

Hcnonw3ys cootHomenus (3.57) u (3.58) monyuum cneayroiee:

f—1— Var 'tAr 'Wo2 'Mox1 (3 60)
© 4000-V,_ - Mgy, - Wy,

Cwmeuienne dakropa f, OT enuHuIbl cocTaBiseT:

Af. =1— Var 'tAr 'Woz 'Mo><1 1= Var 'tAr 'Wo2 'Mox1 (3 61)
© 4000-V_ Mg, - Woy, 4000-V, - Mgy -Woy,

CTaHI[apTHYIO HEOMPCACIICHHOCTh CMCIIICHU A Q)aKTopa fOZ OIICHUBAJIHU I10 (popMyne:

A(f Var “tar " Wp, - M
u(fo):— (02):_ ar“tar Wo, * Moy (3.62)
2 k \/5-4000'Vm “Mox 1 - Wox1

IIpu CKOPOCTH MOTOKA aproHa uepes sYeiKy Var= 2 IM°/d, BpeMeHH MPOMYCKaHUs aproHa
yepes JIEKTPOIUT MPU U3MEPEHUH, HaIpUMEpP, MacCcoBOW onu Ouxpomara kanus, tar =1,3 4, Bkiaa

B HCOIIPCACICHHOCTD I/ISMepeHI/Iﬁ COCTaBJISICT.

Vy oto-w, -M
ﬁ-u(fo)zwm-u(fo):— AL A C 0K _197.107% (3.63)
of : =) 3-4000-V_ -m,,,

2

3.2.3.3.3 Inpdpy3us
ITocne BBeaeHUs MPOOBI AHATU3UPYEMOTO BEIIECTBA B pab0uyl0 KaMepy sIYeHKU Onpeaens-

eMble MOHBI HauMHAIOT AU(OYHIUPOBATh B MPOMEKYTOUHYIO KaMepy M Jajiee BO BCIIOMOIaTellb-
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HYIO0, B HEKOTOPBIX CIIydasX 3TOMY IPOIECCY CMOCOOCTBYIOT pa3HOMMEHHBIC 3apsibl ONpeese-
MBIX HOHOB ¥ BCIIOMOTATEIHHOTO JIEKTPO/IA.

be3 ucnonb30BaHus 3MEKTPUYECKOTr0O MoTeHMana Au(Qy3nuo HOHOB COJIM MOKHO paccMart-
pHBaTh Kak MOJICKY/IspHYI0 nuddysuro [122].

B pesynbrare mporekanus nporecca mudGy3uH 4acTh HOHOB HE BCTYIUT B XUMHYECKYIO
peakiuio, a TuPPyHIUPYET B IPOMEKYTOUHYIO KaMepy U Jiajee BO BCIoMOraTesibHy0. Oco0eHHO
JAaHHOE BJIMSIHHE OYAET BBIPAXXEHO ISl HOHOB C BBICOKOH MOABMXKHOCTBIO, HAIPUMED, TIPOTOHOB H
THJIPOKCU-UOHOB, KOTOpPbIE 00JIaJal0T aHOMAaJbHO BBICOKUMHU KO3(DPHUIIMEHTAMHU IOJBUKHOCTH.
Takum 00pa3oM, Ipu U3MEPEHUH MOJISIPHOW KOHIICHTPAIIUH COJITHOW KHACIOTHI

4acTh IPOTOHOB, KOTOPBIE 00Pa3yIOTCs 3a CUET JIUCCOLMAIMY COJISTHOM KUCIOTHI, OynyT nuddyH-

. Iloatomy BBeneH dakrop f,, , 0603HAUaOmMUI fOMIO MpO-

JTMPOBATh, T.C. CZH+ :Cw +CH+diff

TOHOB, KOTOPBIC OTTUTPOBBIBAKOTCA B paCTBOPC 3a CUHCT JUCCOLMAIIUN U3 COJISHOM KHCJIOTHI 3a BbI-

4eTOM NMPOoAu(PYHAUPOBABIINX TPOTOHOB:

fo_ CZW _CH*diff

diff

C .. C ..
:l_ H *diff Dl— H *diff (364)

CZH* CZW CH*

JI71st OLIeHUBAHUS KOJIMYECTBA PO () yHIUPOBAHHBIX HOHOB UCIIOIb30BAIM MIEPBBI 3aKOH
®duka. MonekynspHas 1uy3ust OIUCHIBAETCS MTEPBBIM 3aKOHOM PHKa, COrIaCHO KOTOPOMY Macca
BertecTBa dm, nuddynaupyromiero 3a Bpems dt yepes seMeHTapHYIO MOBEPXHOCTH AS (HOpMasb-
HYIO K HampaBieHUIO Tuddy3un), TpomopiHoHaibHa IPaAUeHTy MacCoBOi KoHIeHTpamuu dc/dx

9TOI'0 B€IICCTBA:

dm de
— =-Ddi—
it dx (3.65)
WJIY, IpEAIoaras oCTOSIHCTBO IpaJueHTa KOHLEHTPallui BO BPEMEHU,
de
= -5 —
dx (3.66)
Jlyig KonuyecTBa BellecTBa U MOJISIPHOM KOHLIEHTpalUU NepBblid 3akoH Puka OyJeT UMeTh
BU/J
dC
v =—-DSt —- (3.67)
dx

I, y
Koaddunment nudpdy3un ~ ¥ ams nmpoctoit conu npu 6€CKOHEYHOM pa30aBIEHUU BBIUKC-

asietcs o ypaBHenuto Hepucra — Xeckemna [122]:

o RT (lfz, +1iz.)

R a1ty (3.68)
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Faj .

rae #F — xoodpduuuent auddysun, spisromuiicss Ko3PpPUIUEHTOM MPONOPIHOHATEHOCTH MEX-
JIy MONEKyJISIPHBIM TIOTOKOM M I'PaJMeHTOM MOJIEKYIAPHON KOHIEHTPAIUH, CM2/C;

T — Temneparypa, K;

Ay A
*, T~ — MOJIIpHAas MOHHAs AJIEKTPUYECKas MPOBOAMMOCTh COOTBETCTBEHHO KAaTHOHA U

aHHOHA NPU OECKOHEUHO pa30aBIeHHOM pacTBope IpH TemmepaType 7, CM - cM?/MoJb (CripaBoy-
HbIe aHHbIe) [122];

F — nocrosnnas ®apanes;

R— YHHUBECPCaAJIbHAA ra3oBas IIOCTOsIHHAA,

Z+, Z- — YHCJ1a 3KBUBAJICHTHOCTU COOTBETCTBCHHO KaTHUOHA U aHUOHA.

B ypaBuenusx (3.67) u (3.68) ucnonb3oBaHO MPEANONIOKEHHE, YTO TPAIUEHT KOHIICHTpa-
IIMM OCTaeTCsl MOCTOSIHHBIM BO BpeMeHHu. B mpouecce n3mMepeHuii METOJOM KyJIOHOMETPUYECKOIO
TUTPOBAHUSA I'PAJUEHT KOHLEHTPALIUU ONPEEIIEMOr0 HOHA YMEHbBIIAETCSI BO BPEMEHH, BO-TIEPBBIX,
3a CUeT IeHEpUPOBAHMs TUTPAaHTAa, KOTOPBIM BCTYNAET BO B3aUMOJEHCTBHE C ONpEIesieMbIMU
HMOHAMH, ¥ BO-BTOPBIX, 3a c4eT Tu(y3UH U 3JIEKTPOMUTPALIUN ONPEAEIIEMbIX HOHOB B IIPOMEKY-
TOYHYIO U BCIIOMOIaTeabHYI0 KaMepsl. Ho Ji1s 1eneil oneHKr HeonpeaeNeHHOCTH IPUMEM Tpaiu-
€HT KOHLIEHTPALIUU MOCTOSIHHBIM M PaBHBIM €r0 MAKCUMaJIbHOMY 3HAUEHHUIO B Ha4aJlbHbIII MOMEHT
BpPEMEHHU.

VYcioBHO pa3zinoxuM npouecc AMddy3un onpenensieMbIX MOHOB HA JIBE€ CTaJAMU: MepBas —
MOHBI TUPPYHAUPYIOT U3 pabouell KaMepbl B MPOMEXKYTOUHYIO, BTOpas — U3 MPOMEKYTOUHOM Ka-
Mepbl BO BcrioMmorarenbHyto. [Ipy 3ToMm BKI1a] B HEONPEIEIEHHOCTh pe3ysibTaTa U3MEPEHU OyaeT
BHOCHTb TOJIBKO BTOpasi CTaus, TaK KaK MOHBI, MpoaudGyHAUPOBABIINE B IPOMEXKYTOUHYIO KaMe-
pY, IPUHYIUTEIBFHO BO3BpAIIalOT B pabouyro KaMepy ¢ MOMOUIbIO JaBJIEHUsS aproHa repeji MpoBe-
JEHUEM 3aKIHYUTEIbHOIO TUTPOBAHUS.

B Hauane nepBoi cTaauu B MPOMEXKYTOYHON KaMepe KOHLEHTpALUs ONPEEISIEMbIX HOHOB
paBHa HYyNIO, B paboyeil oHa MakcHUMallbHa M MPOIOPLHUOHAIbHA Macce BBeJAeHHON npoobl. Komu-

YECTBO BEIECTBA NPOAU(PHYHAUPOBABUINX HOHOB HA NIEPBOM CTAaJHH, V,, MOJIb, BEIPAXKAETCS ypaB-

HEHUEM

m
D%.S ,t-m
L

0 M 'Vpaﬁ.lcau.
v, =—D St C = VY
|

pab.kam.

, (3.69)

1

rae  Si— IIONIak MOBEPXHOCTH (GPHTTH MPOMEKYTOUHOM KaMephl, CM2;
t — Bpems nuddy3uu, c;

Li — TonuiuHa GpUTTH IPOMEKYTOUHOM KaMephl, CM.
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CrienoBaTenbHO, KOHLIEHTpALUs ONPEAEIIIEMbIX HOHOB B TPOMEKYTOUHOU KaMepe Crpor.xan,
MOJIB/ZIM,. MOKET OBITh BRIYUCIIEHA TTO (hOpMyIIe

1%
— |
Cnpo,w.xmt. - (3 . 70)
npom.Kam.

Ota KOHIEeHTpauus OyaeT SBIATbCA HAYaJIbHOM JJIsl BTOPOM cTaguu mpouecca auddy3un
MOHOB U3 IPOMEKYTOYHON KaMepbl BO BCIIOMOraTeibHyr0. COOTBETCTBEHHO, KOJIMYECTBO BEIIECTBA

npo (G PyHIUPOBABLIINX HOHOB HA BTOPOH CTQANU V| , MOJIb, OYJET BBIpaXKaTbCsl ypaBHEHUEM

0-C DS.S,t-C °3)2g .S -t2.
V“ — _DKBS“t npom.kam. | _ AB> 11 npom.kam. (DAB) S| S|| t m (371)
I_II I_II M 'Vn])(LM.KﬂM 'Vpaﬁ.lcww. : LI : LI[

e S, — IWIOWAIb MOBEPXHOCTH (DPUTTHI BCIOMOTATEbHOM KamMephl, cM?;
L, - TommuHa (GPUTTHI BCHOMOIATEIbHON KaMephI, CM.

3Has v, , paCCUUTHIBAIN KOHIIEHTPAIMIO IPo (P yHIUPOBABIINX HOHOB 10 (hopMyIIe

DO 2 . ‘t2 .
C.p = Vi _ (2 ae) Si - Sy m (3.72)
Vnpo,n.lcww. M V npom.kam : pab .xam. ’ LI ' LII
Dy:)’S, -S, -t*-m
fdiﬁ =1-— - ( AB) | 1] (373)
M V npom.Kam ’ pab.kam. ) L] ’ L11 .CH+
Cwmemenue dakropa fy; OT eAMHMIBI COCTABIACT:
0 2 2 0 2 2
Afdiff — fdiff —-1=1- ; (DAB) SI SII t"-m 1= . (DAB) SI SII t”-m
M V npom.Kam ’ pab.xkam. ’ LI ’ LII .CHJr M V npom.Kkam 'Vpaﬁ.kwu. : LI : LI] .CHJr
(3.74)

CTaHI[apTHYIO HEOMPCACIICHHOCTh CMCIICHUA (I)aKTopa fdiff OICHUBAJIN IIO0 (I)OpMy.TIeZ

k \/§. M .VZI’IPOAI.KLLW .V

pab .kam.

0 2 2
ul __A(fdiff)__ (DAB) SI'SII -m (3 75)
diff ] — L L '
L,-L,-C,
IIpy CKOpPOCTH MOTOKA aproHa uepe3 sueiiky Var= 2 AM°/4, BpeMeHH IPOITyCKaHUs aproHa
4epes3 HIIEKTPOIIMT NIPH U3MEPEHHH, HAIIPUMED, MACCOBOM 10/M Ouxpomara Kanus, tar =1,3 4, BKIas

B HCOIIPCACICHHOCTDb I/I3MepeHHI>'I COCTaBHT:

oc (D%)?S, -5, -t -m
——u(fu )=C. . -u(fu)=— ABJ) ©1 ">
O i ( dlﬁ) " ( dﬁ) J3-M-v? \Y L-L,

npom.kam pab.kam.

(3.76)

3.2.3.3.4 IIpumecu 3JIEKTPOJIUTA
Bnusinue npumeceit 3J€KTPOIUTA HE OLEHUBAIM, UCXO/I U3 MPEIOJIOKEHUS, YTO IEKTPO-
aKTHUBHBIE IIPUMECH, KOTOPBIE MOTYT IIPUCYTCTBOBATh B PACTBOPE M3 MCXOIHBIX PEAKTUBOB, OTTUT-

POBBIBAIOT BO BPEMS NIPCABAPUTCIBHOT'O TUTPOBAHUA.
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3.2.3.4 CymmapHasi CTaAaHIAPTHAsA HeONpeadeJeHHOCTDh, Uc, U paclIMpPeHHAasi Heompee-
JIEHHOCTB, U
CyMMapHyI0 CTaHIApTHYIO HEONPEAENEeHHOCTh, Uc, PE3YJIbTATOB M3MEPEHUM COJEPIKaAHMS

KoMmmoHeHTa ¢ npumeHenuem ['TID paccuntsiBanu no hopmyie

o =yttt (3.77)

Pacimpennyto HeonpeaeneHHocTh, U, olieHnBanu no ¢popmyiie

U=k-u, (3.78)
rae K - koo durmeHt oxsara, BBIOMpaeMbIii B COOTBETCTBHH € (OPMYIIOit
k=t (ver) (3.79)

rae t (v;) - KBaHTWIb pacupenesnenns CTbiofeHTa ¢ 3pQEKTUBHBIM YHMCIOM CTENECHEH CBOOOBI

Veff 1 ypOBHEM foBepusi P. 3HaueHwue tp (Veff) U yPOBHS AOBEpHs P MOIYYarOT M3 TaOIUIIbI 3HAYEC-

Huii tp (v) u3 t-pactpenencuus, Hanpumep Tabmuna G.2 B [112].

Ue , (3.80)

_ c

Veff - 4
Lut(x;) [ of

RNt

j=1 Vj 6XJ

rac vj — 4Yucio CTEIEHEN CBO60)IBI IIpU OIIPCACICHUHN OLCHKU i-Toi1 BXO,Z[HOﬁ BCIIMYHHBI, IIPA OTOM:

i = nj — 1 - IJI1 BBIYUCIICHUA Heonpe,ueneHHOCTeI?'I THUIIA A, Vj =0 - IId BBIYHUCIICHUA

HeolpeaeTeHHoCcTel Tuna B.
3.2.3.5 brogxer HeonpeaeJeHHOCTH

bromyxeToM HeoNpeneNIeHHOCTH Ha3bIBAIOT CIIMCOK MCTOYHUKOB HEOINPENEIEHHOCTH C COOT-
BETCTBYIOIIMMHU UM CTaHAAPTHBIMH HEOIPEIEIIEHHOCTSIMH, COOpaHHbIHN I ONpeeNeHUs] CyMMap-
HOM CTaHapTHON HEONPEAENIEHHOCTH Pe3yibTaTa U3MEPEHUH. DTOT CIIUCOK YacTO BKJIKOYAET B Ce-
0s1 JOMOJIHUTENBHYIO MHPOPMAIIHIO, TAKyI0 KaK KOA((ULIHUEHT YyBCTBUTEIbHOCTH (MHTEHCUBHOCTD
U3MEHEHUs Pe3y/IbTaTOB B 3aBUCHUMOCTH OT BEJIMYUHBI BO3AECUCTBHUS Ha Pe3yibTaT), CTEIIEHU CBO-
00bI 17151 KOKJON CTaHJApTHOW HEONpPEeeNeHHOCTH U UACHTHU(PUKAINIO CPETHUX, COOTBETCTBYIO-
IIMX KaKJIO0W CTaHAapTHON HEONMpeaeIeHHOCTH, B TEPMHUHAX OIeHOK Thma A wim tuma B [113].

3.3 UcciienoBanue MEeTPOJIOrH4eCKUX XaPAKTEPUCTHK ITAJIOHA

HccnenoBanue pa3pabOTaHHOIO 3TaloHa MPOBEACHO 10 MACCOBOM (MOJIIPHOM) J0I€ KOM-
MOHEHTA Ha TPeX YMCTHIX XMMHUYECKHX BEIIECTBaX — OudTanaTe Kajaus, IMXpoOMaTe Kajus U JTUHa-
TPUEBOW COJM ATHIIEHIMAMUHTETPAYKCYCHOU KUCIIOTHI (TpuiioHe b) — 1 mo mMaccoBoii (MOJISIpHOI)
KOHIEHTPAlUU Ha BOJHOM PacTBOPE XJIOPOBOJOPOIHOM KUCIOTHI. J{JIs Ka)kJI0ro BeliecTBa COCTaB-

JIeH OF0JDKET HeonpeaeneHHoCTH (Tabmuiist 3.1-3.4).
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Tadauua 3.1 bromker HeonpeaeneHHOCTH U3MEPEHU MacCOBOM oJii OudTanaTa Kaius ¢

npuMeHeHneM [ 'ocynapcTBenHoro nepsuynoro srtanona [T 176-2010

Tun Bxoanas | OueHka BXOJHOH Heonpenenen- [Pacn- | Kodpduuuenr uys- Bxkiaa B uc
BeJIHYU- | BEJMYHUHBI HOCTh el. | CTBHTEJIbHOCTH
HA Xj e, u; en. Bepo- Cj e, Cjuj ell.
HITH.

1 2 3 4 5 6 7 8 9 10 11

A -

MOBTOPA- | = g9 998 % | 00018 | % | N 1 1 1,80E-03 | %
€MOCTh

B Ui 0,015 B 2,94E-05 B R 4,39E+00 %/B 1,29E-04 %

B t'1 220 c 1,90E-04 c R 5,99E-04 %l/c 1,14E-07 %

B 1 110 c 1,54E-04 c R -5,99E-04 %l/c -9,23E-08 %

B U, 1,00232 B 1,60E-05 B R 9,43E+01 %/B 1,51E-03 %

B to 2360 c 1,34E-03 c R 4,00E-02 %/c 5,36E-05 %

B Us 0,035 B 2,94E-05 B R 4,93E+00 %/B 1,45E-04 %

B t3 123,4 c 7,17E-05 c R 1,40E-03 %l/c 1,00E-07 %

B m 0,53 r 1,15E-05 r R 1,89E+02 %/T 2,17E-03 %

B R 9,99977 Om | 2,89E-04 | Om R -1,00E+01 %/ OMm -2,89E-03 %

[V
B M 204,2212 | r/mons| 3,80E-03 |r/moms| N 400E-01 | 7 (r/)MOm’ 1,86E-03 | %
0,
B F 96485336 | K/ | 4ok | K | N | 104803 w1 g60E-06 | %
5 MOJTb MOJTb (Kn/momn)

B

Bwme - - | 1,70E-03 | - R 1 - 1,70E-03 | %

CO,

B | Mupdysna - - | 420E-04 | - R 1 - 4,20E-04 %
CranaapTHasi HeonpeJeJeHHOCTb TUNa A, UA 0,0020 %
CranaapTHasi HeonpeJeJeHHOCTb Tuna B, Us 0,0047 %
CymMMapHasi CTaHAapPTHAsI HeoNMpPeaeJeHHOCTh, Uc 0,0051 %
Pacmiupennas Heonpenesaennocts, U (k=2, P=0,95) 0,0102 %
[Mpumeuanue — B rpade 7 ykasaH Tun pacnpesaenenus BepositHoct: N — HopManibHOe, R — paBHOMepHOe.

Ta6auua 3.2 bropker HeonpeneneHHOCTH U3MEPEHUI MacCOBOM oM OUXpomara Kajus ¢

npuMeHeHneM [ ocynapcTBenHoro nepsudyaoro sranona DT 176-2010

MTun | Bxognas | OueHka BXOAHO# Heonpenenen- [Pacn- | Koddpdumuent uys- Bxkaan B uc
BeJIMYU- | BEJMYHUHBI HOCTh el. | CTBUTEJIbHOCTH
Ha Xj €. uj ¢a. [Bepo- Cj €. CjUj Cn.
MTH.

1 2 3 4 5 6 7 8 9 10 11
A -

MOBTOPA= | g9 976 % | 00019 | % | N 1 1 1,90E-03 | %

€MOCTb

B U, 0,07072 B 2,52E-06 B R 4,50E+00 %/B 1,13E-05 %
B t'y 577,5 c 1,08E-03 c R 1,18E-03 %lc 1,27E-06 %
B t 307,2 c 6,31E-02 c R -1,18E-03 %lc -7,42E-05 %
B U, 1,50612 B 3,79E-05 B R 6,61E+01 %/B 2,50E-03 %
B t 3971,2 ¢ |447E03| ¢ | R 2,51E-02 %lc L12E-04 | %
B Us 0,05937 B 2,18E-06 B R 4,63E+00 %/B 1,01E-05 %
B t3 2785 c 9,40E-02 c R 9,88E-04 %lc 9,28E-05 %
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1 2 3 4 5 6 7 8 9 10 11
B m 0,305450 r 1,15E-05 r R 3,27E+02 %/T 3,78E-03 %
B R 9,99962 Om | 4,00E-05 | Om R -1,00E+01 %/ Om -4,00E-04 %
B M 294,1846 |r/moins | 1,40E-03 [r/mons| N 3,40E-01 |%/(r/moms)| 4,76E-04 %
B Foo| 90485336 | Ky o1pos | XY | N | -n04E-03 W 144806 | %
5 MOJITb MOJITh (Ki/mors)
8 B”Pg‘:me - - |439E-04| - | R 1 - 439E-04 | %
B | mudpdysus - - 1,00E-04 - R 1 - 1,00E-04 %
CranjapTHasi HEONpeIeJeHHOCTh THIA A, UA 0,0019 %
CranjapTHas HeolpeneJeHHOCTH TUNa B, U 0,0044 %
CyMMapHasi CTaH/IapTHasl HeoNpe1eJIeHHOCTb, Uc 0,0048 %
Pacuiupennasi HeonpeneneHuocts, U (k=2, P=0,95) 0,0096 %

[Mpumeuanue — B rpade 7 ykazaH THI pacnpeaeieHus BepostHocTu: N — HopManbHoe, R — paBHOMepHOe.

Ta6auna 3.3 brogxer HeonpeaeNeHHOCTH U3MEPEHU MaccoBOM J0au TpuioHa b ¢ npume-

HerneM [ 'ocynapctBenHoro nepsuynoro srtanona 9T 176-2010

Tun Bxoanas | OueHka BXOJQHOH Heonpenenen- [Pacn- | Kodpduuuenr uys- Bxkiaaag B uc
BeJINYH- | BEJIUYHHBI HOCTh el. | CTBUTEJBHOCTH
Ha X; en. Uj en. [Bepo- Cj en. Ciu; el
SITH.

1 2 3 4 5 6 7 8 9 10 11
A | TORPT ] 99,963 % | 00026 | % | N 1 1 2,60E-03 | %
B U1 0,0120003 B 7,60E-07 | B R 1,65E-01 %/B 1,25E-07 %
B t'1 25 c 5,25E-04 c R 1,52E-04 %l/c 7,97E-08 %
B 1 11,9721 c 4,31E-02 c R -1,52E-04 %lc -6,55E-06 %
B U2 1,000001 B 252E-05| B R 3,33E+01 %/B 8,38E-04 %
B t2 2628 c 3,13E-03 c R 1,27E-02 %lc 3,96E-05 %
B | us |00 5 li30E06| B | R | 199E+00 | B | 25006 | %
B t3 157,562 c 9,40E-02 c R 3,80E-04 %lc 3,57E-05 %
B m 0,508062 r 1,15E-05 r R 1,97E+02 %/T 2,27E-03 %
B R 9,99962 Om | 2,50E-06 | Om R -1,00E+01 %/ Om -2,50E-05 %
B M 372,23694 | r/momns | 6,70E-03 |r/mMoms| N 2,69E-01 [%/(r/moms)| 1,80E-03 %
B F 96485,3365 leji/b 1,21E-03 MIS;I/I) N -1,04E-03 (Kﬂ;ﬁi)m) -1,26E-06 %
B Bmg‘;“e - - |372€03| - | R 1 - 372E-03 | %
B | duddy3us - - 6,28E-08 - R 1 - 6,28E-08 %
CrangapTHasi HeonpeaeJeHHOCTb TUIa A, Ua 0,0026 %
CrangapTHasi HeonpeaeJeHHOCTb Tuna B, Ug 0,0048 %
CyMMmapHasi CTAaHIapPTHAs HEOMPeIeJeHHOCTh, Uc 0,0055 %
Pacuiupennasi Heonpeaeaenuocts, U (k=2, P=0,95) 0,0109 %

[Ipumeuanue — B rpade 7 ykasaH THII pacnpeneneHus BepostHocTr: N — HopMmansHOe, R — paBHOMEpHOe.
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Taoauna 3.4 broker HEONMPEAETIEHHOCTH U3MEPEHUN MOJISIPHOM KOHIIEHTPAIllUH XJIOPOBO-

JIOPOJIHOM KHMCIIOTHI B €€ BOJHOM pacTBOpPE C IPUMEHEHHEM [ 0CyaapCTBEHHOIO MEPBUYHOIO 3TAJ0-

Ha ['OT 176-2010

Tun | Bxoa- OneHka BXOAHOM Heonpenesen- Pacn- | Koagpdunuenr uys- Bxkiaa B uc
Hasl BeJIMYMHBI HOCTb el. | CTBHTeJIbHOCTH
BeJIM- Xj . Uj ¢aI. [Bepo- Cj CII. CjUj Ch.
YHHA SITH.
1 2 3 4 5 6 7 8 9 10 11
A |TOBTOPI g 10067 | MO | 680E-06 | % | N 1 1 6,80E-06 | mob/av®
eMOCTb M
B Uy 0,015001 B 5,50E-07 B R | 6,61E-03 | mons/aqM%/B | 3,64E-09 | monb/mm®
B t 94,3906 c 2,40E-04 c R 1,60E-06 | momb/om%/c | 3,83E-10 | monn/mm®
B t1 32,2852 c 4,00E-04 c R | 1,60E-06 | mons/nm%/c | 6,39E-10 | monn/mm®
B Uz 0,699998 B 2,05E-05 B R | 1,43E-01 | mons/aM%/B | 2,94E-06 | monb/mm®
B t 1347,0948 c 1,30E-04 c R | 7,45E-05 | mons/am%/c | 9,69E-09 | monn/mm®
B Us 0,015001 B 5,50E-07 B R | 1,02E-02 | mons/aM%/B | 5,63E-09 | monb/mm®
B t3 96,1391 c 4,00E-04 c R | 1,60E-06 | moas/om%/c | 6,39E-10 | momb/mm3
B | m | 977 | r 156604 | r | R | MO | vomdoddr | -LE1E-06 | woms/n?
3
B R 999962 | Om | 2,89E-04 | Om | R | 1,01E-02 MOHO"ﬁ‘M 1| 2,916-06 | moss/m?
3
B F | 964853365 Y | 121603 | *Y | R | 1,0aE-06 | MM |5 50800 | moms/a
MOJTb MOJTb (Ki/moub)
3
B P 1,00355 | r/em® | 7,53E-05 | rlem® | R | 1,00E-01 M‘(’f/‘;ﬁé‘)“ ""| 7,55E-06 | mos/me?
Bnmsiaue MOJIb/ 3
B CO, - - 1,79E-07 i R 1 - 1,79E-07 | moas/mm
g | Auddy- - - | 420807 | MO | R 1 - 4,20E-07 | moms/am®
3us M
CraHnapTHas HeonmpeAeJeHHOCTh THIA A, Ua 0,000007 | monbs/mm®
CranmapTHas HeonpeaeJeHHOCTH Tuna B, U 0,000009 | mons/nm®
CyMMapHasi CTAaHJIAPTHAsI HEOMPeIeJeHHOCTb, Uc 0,000011 | monb/nm®
PacmmpenHasi HeonmpeaeaeHHocTb, U (k=2, P=0,95) 0,000022 | mons/mm°
IlpuMedanue — B rpade 7 yKaszaH THII paclpeeneHus BeposTHocTr: N — HopMansHoe, R — paBHOMepHOE.

[To mannbM Tabmun 3.1-3.4 BUIHO, YTO HAMOOIBIIHNK BKIaJ B CYMMapHYIO CTaHJapTHYIO He-
OTIPEICIEHHOCTh BHOCST CpeIHEe KBaJAPAaTUUYECKOE OTKIOHEHHE Pe3yabTaTOB U3MEPEHHH, u3Mepe-
HUE MacChl POOBI, HATIPSDKEHUST OCHOBHOT'O T€HEPHUPOBAHMSI, COITPOTUBIICHUE KATYIIKH, IS OudTa-
JaTa KaJis — HEONPEASIIEHHOCTh MOJISIPHOM MacChl, JIJIsl TpuiioHa b — BiMstHEE KUCIIOpOoAa, JUTsl XJI0-
POBOJIOPOTHOM KHCIOTHI H3MEPEHHE TIIOTHOCTHU KHUAKOU MPOOHI.

HCCIIeTOBaHUMN 000011IEHBI B Ta0IMIIEe 3.5.

Pe3yJ'IBTaTI:>I IMPOBCACHHBIX
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Tadmuuna 3.5 Pesynbrarel uccnegoBaHuii [ocymapCTBEHHOr0 MEPBUYHOIO 3TaJOHA E€IWHUIL

MaccoBOH (MOJISIpHOM) JJOJM U MaccOBOW (MOJISIPHOM) KOHIIEHTPALUM KOMIIOHEHTA B JKUIKUX U TBEp-

AbIX BCHICCTBAX U MaT€pUaliaXx Ha OCHOBC KYJIOHOMECTPHUUCCKOIO TUTPOBAHUA

HaumenoBanue HaumeHoBaHMe BeliecTBa U 3HAYCHUE XAPAKTEPUCTUKH
XapaKTePUCTUKHU budranar | buxpomar | Tpuion b |  XmopoBomopoaHas KuciioTa
Kaus Kaus 0.021 0l H
Maccoas 99,998 % | 99,976 % [99,963% | - -
JI0J1s1 KOMIIOHEHTA
Monspias 1015 99,998 % | 99,976 % | 99,963% | - -
KOMITOHCHTA
MaccoBast KOHIICHTpAIIUS 0,73110 3,6789 | 72,2249
KOMITOHEHTA i i i r/nm° /v /M’
MousipHast KOHIICHTpALHS 0,020052 | 0,100901 | 1,9809
KOMITOHCHTA ) ] i MO/ M | MOTIB/M° |MOTTB/ M
OTHocuTeNbHAS CTaHAAPTHAS
HEOIPEACIICHHOCTh, OIICHU-
BaeMas o TUIy A, Uoa (U1 0,002 % 0,002% | 0,003% | 0,008% | 0,007 % | 0,007 %
 HE3aBUCHUMBIX OIpeIeIie-
HUI)
OTHocuTeNnbHAS CTaHAAPTHAS
HEOIPEIeICHHOCTh, OLICHH- 0,005 % 0,005% | 0,005% | 0,009% | 0,009 % | 0,009 %
Baemas 1o tuny B, Uos

B PE3YyiabTaTe NMPOBCACHHBIX HCCIIeJOBaHUM YCTAHOBJICHBI MCTPOJIOTUYCCKUC XAPAKTCPUCTUKU

JTallOHa, IPUBEICHHBIE B Tabnuiie 3.6.

Ta6auna 3.6 Metponornueckue XapakTepUCTUKH ['0CyIapCTBEHHOrO MEPBUYHOTO ATAJIOHA

€MHMI] MAacCOBOM (MOJISIPHOI) JOJTM U MacCOBOM (MOJISIPHOM) KOHIEHTPAlMU KOMIIOHEHTA B KU JIKUX

" TBCPAbIX BCUICCTBAX U MAaTCpHaIaX HAa OCHOBC KYJIOHOMECTPUUCCKOTO TUTPOBAHUA

HaunmenoBanue 3HayeHHE XapaKTePUCTUKU
XapaKTEPUCTHKH MaccoBas MOJISIpHAS MaccoBast MOJISIpHAs
JIOJIS JIOJIS KOHIICHTpA- KOHIICHTpa-
KOMIIOHEHTa | KOMITOHEHTA | IHs KOMIIO- [Hs] KOMIIO-
HEHTa HEHTa
Jnamna3oH nu3MepeHuit ot 99,000 % | ot 99,000 % oT 5 1o ot 0,1 mo
o 100,000 % | mo 100,000 % 100 t/am® 2 Mosb/am®
OTHOCHTE IbHAS CTaHapTHAsK He-
ONPEACICHAOCTD, OUSHUBACMAATIO | 4 005 _ 9 003 | 0,002 - 0,003 | 0,007 — 0,009 | 0,007 — 0,009
TUY A, Uoa (U1 7 HE3aBUCUMBIX
onpeneneHunt), %o
OTHOCHTE bHAS CTaHapTHAsK He-
ONPEIETICHHOCTb, OLIEHUBAaeMasi 1o 0,005 0,005 0,009 0,009
Ty B, Uog, %

B Tabnuue 3.7 ans cpaBHeHUS NPUBEACHBI METPOJIOTHYECKUE XapaKTEPUCTUKU KYJTOHOMETPHU-

yeckoi yctaHoBku YBT 14-A-81, neiicrBoBasuiein B OI'VII « YHUMM» ¢ 1981 mo 2009 rr., u3 ee



nacropra, a TakyKe 3HaYCHHsI OTHOCUTEIILHOW CTaHIApTHOM HeompeaeacHuoctr tuna A (Ua) 1 tuna B
(Up) U3MepeHMIT MACCOBOM J0JTH KOMITOHEHTA.

Tabauna 3.7 Merposornueckue XapakTEpUCTUKU «YCTAaHOBKM BBICIIEH TOYHOCTH AJIs BOC-
MIPOM3BEICHUSI MAaCCOBOM JJOJIM OCHOBHOT'O BEILIECTBA B CTAHAAPTHBIX 00pasliax XMMHUYECKHUX BEIIECTB

METOJIOM KyJOHOMETpru4Yeckoro TutpoBanus» YBT 14-A-81

HanmenoBanmne XapaKTECPUCTUKHU 3HadyeHHne XapaKTCPUCTHUKHU

Jlnama3oH H3MEPEHHI MacCOBOM J0JIM OCHOBHOIO Belle-
crBa, %

OTHOCHTEJIBHOE CPEIHEE KBAIPATHICCKOE OTKIIOHCHUE Pe-
3ynbTaTa u3MepeHui, So (11 7 He3aBHCUMBIX OIpeelie-
Huil), %, He Oonee

HeuncknroyeHHas OTHOCHTEIbHAS CUCTEMATHYECKas 110-
TPENIHOCT, &b, %, HE Oonee

ot 99,00 mo 100,00

0,010 (ua = 0,010 %)

0,015 (us = 0,008 %)

[To nanubM Tabmu1 3.6 u 3.7 BUAHO, YTO B pa3pabOTaHHOM 3TANOHE YAAJIOCh YIYYIIUTh MET-
POJOTHYECKHE XAPAKTEPUCTUKH 10 cpaBHEHUIO ¢ YBT mo cTaHIapTHON HEONPEIEIEHHOCTH, OIIEHUBA-
emoii o Tuiy A, 6osiee, yeM B 3 pasa, 10 CTaHIAPTHOM HEOIIPEIEIEHHOCTH, OLIEHUBaeMoii o tumy B,
- boustee, yem B 1,5 pa3za.

ComnocraBieHue METPOIOTHYECKUX XapakTepucTuk (MX) pazpaboranHoro stanona u MX sra-
JIOHOB WJIM BBICOKOTOYHBIX YCTaHOBOK HallMOHAJIBHBIX MeTpojiorndeckux nHcrutyros (HMU) apyrux
CTpaH mpuBefeHO B Tabmuue 3.8 (Mo JaHHBIM KaTMOPOBOYHBIX M M3MEPHUTEIbHBIX BO3MOXKHOCTEH
HMMU u3 6a3s1 nanasix MBMB, oduninansabix caiitoB HMU 1 0T4ETOB 0 KITFOYEBBIX CIIMUEHUSX).

Tabauua 3.8 CpaBHeHHE METPOJIOTMYECKHX XapaKTepUCTHK paszpaboTaHHOro sraimona ['OT
176-2010 1 aHaNOTMYHBIX HAMOHAJBHBIX TAJOHOB U BBHICOKOTOYHBIX KYJIOHOMETPUYECKHX YCTaHO-

BOK JIpPYTHX CTpaH

MerTposoruueckue I'DT 176- NIST, BAM, SMU, NMIJ, NIM,

XapaKTEPUCTUKHU 2010, CIIA I'epmanus | CnoBakus | Snonus Kuraii
Poccus

Juanason usme- | 99,000 — 99,000 - | 99,000 - 99,900 - | 99,900 | 99,500 —
penuit maccooii mo- | 100,000 100,000 100,000 100,000 100,100 100,000
au, %
CranpnapTtHas He-
OTIPEICIICHHOCTb, 0,002 — 0,0015 - 0,0015 - 0,001 - 0,006 — 0,002 —
OIICHUBAaeMasl MO THUITY 0,003 0,004 0,003 0,003 0,013 0,004
A, Ua (B ckoOKax _ _ . _ Ch L.
YKa3aHO YHCIO H3Me- (n=7) (n=9) (n=6+7) (n=6) (n=2+6) | (n=6+11)
pennit), %
Craniapias e 0,003 0,002 0,003
OTIPE/ICIICHHOCTb, ' - , - , -
OIICHUBaeMasl MO TUITY 0.005 0,005 0,008 0,005 0.004 0,005
B, ug, %
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[To manabIM TaONMUIB! 3.8 BUAHO, YTO pa3pabOTaHHBIN 3TAJIOH MO METPOJOTHUUECKUM XapaKTe-

pPHCTHUKAaM HaXOIUTCS Ha YPOBHE 3apyOe)KHBIX aHATIOTOB.

3.3 Ilepenaua pazmepa eIUHHIL OT ITAJOHA

[Topsaok nepenaun pazmepa enunaui] ot ['TID go pabounx CU ommcan BO BrepBbie pazpado-
tanHOM HanmoHasnbHOM ctanaapte [OCT P 8.735.1-2011 «I'CH. I'ocynpapcTBeHHasi mOBEepOYHasi cxe-
Ma JIJI CPEJICTB U3MEPEHUM COJEp:KaHMsI KOMIIOHEHTOB B HUKUX M TBEPJBIX BELIECTBAX U MaTepua-
nax. [lepenaya pa3mepa eqUHUI] OT rOCYIapCTBEHHOTO MEPBUYHOTO 3TAjJOHA HA OCHOBE KYJIOHOMET-
pPHYECKOTO TUTPOBaHUs» [4], B pa3paboTKe KOTOPOro aBTOp MpHHUMAN ydacTue. Hactosiuuii ctanaapt
BXOJHUT B KOMILJIEKC CTAHJIApPTOB, PACIPOCTPAHSIOUIMXCS HA TOCYAAPCTBEHHYIO MOBEPOUYHYIO CXEMY
JUTSL CPEJICTB U3MEPEHHUH COJIEP KaHMsI KOMITIOHEHTOB B JKHJIKUX M TBEPJIbIX BEIIECTBaX U MaTepuajax.

OcHoBoIoNararoIMM HOPMATUBHBIM JOKYMEHTOM B KoMIuiekce ctanaapToB sisiercss [OCT P
8.735.0-2011 «'ocynapcTBeHHas cucteMa obecrieueHusl eUHCTBA u3MepeHuil. ['ocynapcTBenHas mo-
BEpPOYHAsI CXeMa JIJISl CPEACTB U3MEPEHUM COJEPKaHUsI KOMITOHEHTOB B KUAKUX U TBEPABIX BEIIECCTBAX
u mMatepuanax. OcHoBHbIE nojoxeHus» [ 1], pazpaboranubiii TeXHUUECKMM KOMUTETOM 110 CTaHIapTH-
3aiuu TK 206 «Otanonsl 1 nmoBepouHsie cxembl», [lonkomurerom I1K 206.5 «3TanoHsl U moBepoy-
HBIE CXEMBI B 00JIaCTH M3MepeHU (PU3NKO-XMMHUYECKOTO COCTaBa U CBOMCTB BewecTB». [Ipeanochui-
KOH JUIsl pa3pabOTKU KOMIUICKCA CTaHJAAPTOB CTaa HEOOXOJUMOCTh YHU(DUKAIIUUA METOIOIOTHICCKIX
MOXO0/I0B K MOCTPOCHHUIO CUCTEMbI BOCIIPOU3BEICHUS U TIepeaadyn pa3MepoB €ANHUI] BEJIMYUH, XapaK-
TEPUBYIOIIUX XMUMHUYECKUN COCTaB >KMAKUX M TBEPIBIX BEIIECTB M MaTepuanioB. Peanmzanmeit 3Toit
MPEMOCHUIKU CTaI0 00beTUHEHUE ITATIOHHON 0a3bl BEAYIIMX METPOJIOTHYECKHX MHCTUTYTOB Poccuu
B eIMHbI KOMIIJIEKC roCy1TapCTBEHHBIX NEPBUYHBIX 3TAIOHOB E€IWHUI] MACCOBOM M MOJIAPHOU JIOJIH,
MacCoOBOM M MOJISIPHOW KOHIIEHTPAIIMH KOMIIOHEHTOB B *KHIAKWX M TBEPABIX BEIIECTBAX W MaTepHaliax
(manee — Kommuiekc I'TID), o0beAMHEHHBIX OAHON 00001IEHHOM TOBEpOYHOI cxemol. [lepeyeHs rocy-
JApCTBEHHBIX MEPBUYHBIX 3TAJOHOB, BXoAsmux B coctaB Kommiekca ['TID, u o6o0iieHHast moBepoy-
Has cxeMa JIsl CPEJICTB U3MEPEHHI CoJlep KaHusl KOMIIOHEHTOB B KUJKUX U TBEPABIX BEIIECTBAX U Ma-
TepuaiiaX MpUBEACHBI Ha puc. 3.2.

B paspaborannom crangapre [OCT P 8.735.1 koHKkpeTH3UpoBaHbl TpeOOBaHMS OCHOBOIIOJIA-
raromiero crangapra [OCT P 8.735.0, orpakaroiire 0COOEHHOCTH Mepeiayu eIMHUL] MacCOBOM J0IH
1 MacCOBOH (MOJIIpHOI) KOHIIEHTPAIIMU KOMIIOHEHTOB OT TOCY/IapCTBEHHOTO MIEPBUYHOTO ITAJIOHA HA
OCHOBE KYJIOHOMETPHUYECKOTO TUTPOBAaHUs. B OTIM4me OT paHee CymecTBOBABIIECH CXEMBbI, TPUBEICH-
HOI B pabote [3], B COOTBETCTBUHU C 0OOOIIEHHOMW MOBEPOYHON CXEMOM, U3JI0KEHHONW B OCHOBOIIOJNA-
raronieM crangapre [4], u pa3paboTaHHBIM HAIIMOHAIBHBIM CTaHAAPTOM IMPEAYCMOTpEHa Mepenadya
€MHMI] MacCOBOM J0IM U MaccoBOM (MOJISIPHON) KOHIEHTPALIMU KOMIIOHEHTAa BTOPUYHBIM U pabouum

JTaJIOHaM, B Ka4e€CTBE KOTOPHIX MCIIOJIB3YIOT HE TOJIBKO CTaHIapTHBIE 00pa3Ilsl COCTaBa, Kak B [3], HO
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U U3MEpUTEIbHBIE YCTAHOBKH, OCHOBAaHHBIC HA METOJaX KYJIOHOMETPUH, TATPUMETPUH U APYIUX Me-
TOJIaX U3MEPEHHUH CoJepKaHNUs KOMIIOHEHTOB B JKUJKUX M TBEP/BIX BEUIECTBAX M MaTepuaax, orpe-
nensieMbIX B HOHHOH dopme. [lepenaya pazmepa eMHUAL BTOPUYHBIM U padOYUM 3TaJIOHAM OCYIIECTB-
JSIeTC METO/IOM MPSIMBIX M3MEPEHMH M METOJIOM CIMYEHHs IpPU IOMOIIM KOMIaparopa. 3amac no
TOYHOCTH MEXJy IOJIIMU IIOBEPOYHOM CXEMBI COCTaBJIsIET HE MeHee 1:3.

B pa3paboTaHHOM HaIMOHAIBHOM CTaHAAPTE YKa3aHbl METPOJOTHUYECKHE XaPaKTEPUCTUKU
(MX) I'TID u pabo4mx cpeacTB U3MEpeHUil, NpuBeAeHbl TpeOboBaHust K MX BTOPUYHBIX M pabounx
JTaJIOHOB.

Pacmmpenne auanazoHa M3MEpeHMH IIpH Nepeladye €AMHUI] BEIMYMH OT I'OCYAAPCTBEHHOIO
NEPBUYHOTO ITAJIOHA K BTOPUYHBIM 3TalOHaM, pabodnM STaloHaM U pabo4YuM CpeCTBaM M3MEPEeHUI
(aHaMUTHYECKUM TTPHOOpaM) COJCPKAHUSI KOMIIOHEHTOB B KUJKUX M TBEPJBIX BEIIECTBAX M MaTepra-
Jax oOecreyrBaeTCsl UCIOIb30BAHUEM PACTBOPOB HAa OCHOBE MEPBUYHBIX CTAHAAPTHBIX 00pa3LOB CO-
CTaBa YHMCTBIX XMMUYECKHMX BEILECTB, METPOJOTHYECKUE XAPAKTEPUCTUKH KOTOPBIX YCTAHOBIIEHBI C
npumeHerneM [TID. [Ipu npurorosnennn pactBopoB Ha ocHoBe CO cocTaBa YMCTBHIX XMMHUYECKHX
BEIIIECTB UCIIOIB3YIOT 00pa3iioBbie K00k 1-ro paspsiaa mo [OCT 8.470 u 1enoHU3UPOBAHHYIO BOJY C
YJIeIbHOM 3JEKTPUUECKO MPOBOIUMOCTBIO He Oosiee 2 MKCM/CM, NPU 3TOM OCYLIECTBISIOT 00s3a-
TEJIbHBIM KOHTPOJIb TEMIIEpaTypbl pACTBOPUTEIIS U OKPYXKAKOILEH Cpelibl.

B Hacrosimee Bpemst MOBEpOYHAs CXeMa pPeau3yeTcsi ¢ MOMOIIbI0 OOJBIIONH HOMEHKIATYPHI
CTaHJapTHBIX 00pPa3lOB COCTaBa PaCTBOPOB MOHOB METAJUIOB U HemeTayioB (6onee 70 tumnos CO) u
apyrux CO, MeTpoJIOrn4ecKue XapaKTepPUCTHKH KOTOPBIX YCTAHOBJIEHBI C UCHOJIb30BaHUEM IEepBUY-
HbIX CO cocTaBa YUCTHIX XMMUYECKHX BEILECTB, BXOJAIIUX B cocTaB pazpaborannoro I'TID.

CO cocraBa pacTBOPOB HOHOB METAJUIOB M HEMETAJIOB YCIEITHO UCIOIB3YIOT MPH HCIIBITAaHH-
SX W TIOBEPKaX CPEJICTB M3MEPEHUH (aHATUTUYECKUX NMPHUOOPOB), TAKUX KaK aHATHM3ATOPHI TUTPUMET-
pHuecKue, CHEeKTPOPOTOMETpUUYECKHE, ONTHKO-IMHCCHOHHBIE, aTOMHO-a0COPOLMOHHBIE, MJIaMEHHO-
doromerpuueckue, GOTOMETPUUECKUE, PEHTI€HO(IyOPECLIEHTHBIE, BOJIbTAMIIEPOMETPUUECKUE U JIP.

Pazpabotka narmonanpHoro cranaapra 'OCT P 8.735.1 cnocoOCTByeT BHEAPEHUIO CO3/JTaHHO-
ro rocyaapcTBeHHoro nepuyHoro stasoHa ['OT 176-2010, u, kak cieAcTBHE, NOBBIIIEHUIO JOCTO-
BEPHOCTU DPE3YJIbTATOB UCIBITAHUN MPOAYKLIUH IS 1IeTIeH MOATBEP>KACHUS COOTBETCTBUS B YEPHOU U

LIBETHOM MCTAJUIYpruu, B aTOMHOM 9HCPICTUKEC, B MUIIEBOM MMPOMBIIIJICHHOCTH, B O9KOJIOTHHU U AP.
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Fonarimes: TOCYNapCTEEHHEE MENEHYHBIL ATANOHOE ENHHNALL
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Puc. 3.2 FOCYIlapCTBCHHa}I MMOBECpOUYHasd CXeMa il CPEACTB HBMCpeHI/Iﬁ COACPIKAaHUA KOMIIO-

HEHTOB B JKUJIKHX U TBEPJbIX BemiecTBax u Marepuanax mo [OCT P 8.735.0-2011 [1]
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3.4 BoiBoanbl 110 riiase 3

1 Ha ocHoBe aHanm3a U3MEPUTEIBHOTO IMIPOLECCa, a TAKXKE HAyYHO-TEXHUUYECKON JIUTEPaTyphbl
¥ nHGOpPMAILIUU O JOCTIDKEHHUIX B O0JIACTH KYJOHOMETPHUYECKOTO TUTPOBAHUS 3apYOEKHBIX METPOJIO-
FMYECKUX HMHCTUTYTOB BBISIBIEHBI (DAaKTOPBI, BIMSIOIIME HA pPe3yJbTaT U3MEPEHUN C NPUMEHEHHUEM
I'TID.

2 YTouHeHa MaTeMaTU4ecKas MOJeIb Ipolecca H3MEPEHU MAaCCOBOH JIOJIM, MacCOBOM M MO-
JSIPHOM KOHILIEHTpallMM KOMIIOHEHTA B JKMJIKMX M TBEPABIX BELLECTBAX U MaTepualax METOJOM KyJO-
HOMETPUYECKOI0 TUTPOBAHMS, MO3BOJIMBILAS OLEHUTh BKJIAJIbl BCEX BBIACICHHBIX MCTOYHUKOB HE-
OIPENIENIEHHOCTH C YY€TOM TUIIOB XMMHUYECKUX PEAKIMHA U 0COOEHHOCTEH aHAIN3UPYEMBbIX BEIIECTB, B
COOTBETCTBUU C PEKOMEHIALUAMU OTEUECTBEHHBIX U MEXAYHAPOAHBIX HOPMAaTUBHBIX JOKYMEHTOB.

3 IlpoBeneHbl IKCIEPUMEHTAIbHBIE UCCIIEI0OBAaHUS ATAJIOHA C MCIOIb30BAaHUEM BEIIECTB pas-
JUYHONW XUMHUYECKOH MpUpoabl: Oudranara kauus, Juxpomara Kauus, TpuiaoHa b, sTuineHquaMuHTeT-
PAyKCYCHOM KHCIIOTBI M BOJHOIO PAacTBOpa XJIOPOBOJOPOJHOM KHUCIOTHL J[Is1 KaXK10ro M3 BEIIECTB
COCTaBJIEHBI OIOJKETHI HEONpeIeeHHOCTH. 1loka3aHo, 4YTO OCHOBHOM BKJIaJ] B HEOIPEIEIEHHOCTh U3~
MEpEeHHI co/iepKaHusl KOMIIOHEHTA C MPUMEHeHueM pa3padoranaoro I'TID BHOCAT HeomnpeaeIeHHOCTh
U3MEpEHUI Macchl MPOOBI, HAPSYKEHUSI TOKA OCHOBHOTO TUTPOBAHHUS, CONPOTUBIICHUS KaTYIIKH, MO-
JSIPHOM Macchl OIpeesIIeMOro KOMIOHEHTa (1J11 TBEPABIX BELIECTB), MJIOTHOCTU MPOOBI (1151 XKUIKUX
BEIIIECTB).

4 Ha ocHOBaHMM MPOBEJIEHHBIX MCCIIEI0BAaHUIN ONPEIEIEHb METPOJIOTHUYECKHE XapaKTepUCTH-
KU co3AaHHOro 3tanoHa. [1o cpaBHeHHI0 ¢ KyiaoHoMeTpuyeckoi ycraHoBkoi YBT 14-A-81 crannapt-
Hasi HEONPEIeJICHHOCTh THMA A pe3yibTaTa U3MEepeHHi yMeHblIeHa Oosee, 4yeM B 3 pa3a, cTaHAapTHas
HeomnpeneneHHOCTh Tunia B ymenbiiena 6onee, ueM B 1,5 pa3za. [lokazano, uTo pa3paboTaHHBIN YTAJIOH
10 METPOJIOTHYECKUM XapaKTepUCTUKAaM HaXOAMUTCS HAa YPOBHE 3apyOeikHBIX aHAJIOTOB.

5 Pa3paborana noBepouHas cxema nepenaun eaunul ot ['9T 176-2010 Ha ocHOBE KyJIOHOMET-
PHUYECKOTO TUTPOBAHUS 10 pabouux CPeICTB U3MEPEHUH XMMHUYECKOTO COCTaBa BEILECTB U MaTepHua-
JIOB B paHre HaluoHaJlbHOro cranjaprta. Pazpabortannsiii 'OCT P 8.375.1-2011 npemycmarpuBaeT
nepeaady eAMHUI] MacCOBOM (MOJISIPHOI) TOJTM M MAaCCOBOM (MOJISIPHOM ) KOHIICHTPAIIMK KOMIIOHEHTA B
KHUJIKMX M TBEPJbIX BEIIECTBaX U MaTepHaiax pabouuM CpecTBaM U3MEPEHHI ¢ MOMOIIBIO CTaHAAPT-
HBIX 00pPa3lioB U BBICOKOTOYHBIX U3MEPUTENIBHBIX YCTAHOBOK, OCHOBAHHBIX Ha METO/aX KYJIOHOMET-
puu, TuTpuMeTpuu U Ap. [locnennee mo3BoauT odecrneyuTs 6osiee 3HPEKTUBHYIO CHCTEMY TIepeaadn
€MHMII TIPU CO3JaHUU JOCTATOYHOTO KOJMYECTBA U3MEPUTEIbHBIX YCTAHOBOK B Pa3IMYHBIX PETHO-

Hax Poccun.
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I'naBa 4. Pe3yibTaThbl MeKIYHAPOIHBIX CJAMYEHUH Pa3pad0TAHHOIO ITAJIOHA

OCHOBHBIMU LIENSAMU  MEXIyHapoaHOTO «CorjameHus o B3aMMHOM INPU3HAHUU HAllMOHAJb-
HBIX 9TaJoHOB..» (MRA) [91] sBisiOTCS YCTaHOBJICHUE CTEIICHU SKBUBAJICHTHOCTH HAIMOHAIBHBIX
M3MEPUTENIbHBIX 3TAJIOHOB U 00ecreueHre B3aMMHOT0 IpU3HaHUsI cepTU(HUKATOB KaTHOPOBKU U U3Me-
pEHUH, BbIIaBaEMbIX HallMOHAJIBHBIMH MeTposiorudeckumMu nactutytamu (HMU). Peanuzanus nenei
MRA no3BonuT obecreunTs IpaBUTENbCTBA U IPyTHUE OpraHbl HAAS)KHOW TEXHUYECKOH 0a30M, KOTO-
past Oyner cnocoOCTBOBaTh PaCIIMPEHUI0 B3aUMOOTHOILIEHUI pa3HbIX CTPaH B 00JACTH MEXAyHapo -
HOM TOProBJIM, KOMMEPUECKON AESITeNbHOCTH U COCTABJIEHUU €IMHOO0Opa3HON HOPMATHBHOW JOKY-
MEHTaLHH.

CnuyeHue 3TajloHOB — 3TO CPaBHEHHUE PA3MEPOB €IUHUIIbI, BOCIIPOM3BOJUMBIX U (WIN) XpaHHU-
MBIX JBYMs WiH Oojee dtaioHamu [124].CTenieHb SKBHBAJICHTHOCTH HAIIMOHAIBHBIX M3MEPUTEIBHBIX
3TaJOHOB YCTaHABIIMBAETCS MOCPEIACTBOM KIIFOUEBOI'O CIMYEHUs, KOTOpoe MpoBoauT oauH u3 Kown-
CYIBTaTUBHBIX KOMHUTETOB Mexaynaponnoro bropo mep u Beco (MBMB). Crenens sKkBUBalleHTHO-
CTH HallMOHAJILHOT'O 3TaJIOHA - CTEIEHb, /10 KOTOPOM 3HaYeHHE, XpaHUMOE (BOCIIPOU3BOJIMMOE) HallU-
OHAJILHBIM 3TAJIOHOM, COOTBETCTBYET ONOPHOMY 3HAUEHUIO KIIOUeBOro ciaudeHus. OHa BeIpaxkaercs
KOJIMYECTBEHHO KAK OTKJIOHEHHE OT OIOPHOIO 3HAYEHHUS KJIIOUEBOI'O CIMYEHUS U KaK HEONpeIeeH-
HOCTh 3TOro oTKJIOHeHHs [124]. CriemyeT OTMETHTh, YTO TOJBKO KIIFOYEBOE CIIMYEHHE MO STUIOM
KoncynsratuBHoro Komurera MBMB naer onopHoe 3Ha4eHHE KIHOYEBOTO CIMYEHUS U IPUBOAUT K
YCTaHOBJICHUIO CTETIEHEN SKBUBAJICHTHOCTH HAIIMOHAIBHBIX ATAJIOHOB.

Pe3ynbprarom ycrnemnrHoro y4acTusi B KJIIOUEBOM CIMYECHMH SIBIISIETCS NPU3HAHUE U3MEPUTEIb-
HBIX BO3MOXHOCTEH HAIMOHAJIBHOTO METPOJIOIMYECKOT0 HHCTUTYTA U OMYOJIMKOBaHHE UX B 0Oa3e JAaH-

HBIX, HAXO/IAIICHCS B CBOOOHOM jocTyre Ha caiite MBMB, Tlpunoxenne C www.bipm.org.

B cootBerctBUM ¢ ®enepanbHbiM 3akoHOM PD Ne 102-®3 «O0 obecrieueHnn eIMHCTBA U3Me-
PEHMI» FOCYAAPCTBEHHBIE IEPBUYHBIC 3TAJIOHBl €JUHUL] BEJIUYHH MOUIEKAT CIMYEHHUIO C 3TAJIOHAMU
€IMHUL] BeTMYMH MeXayHapoJHOro OI0pO Mep M BECOB M HALIMOHAJIBHBIMH ATAJOHAMH €IMHUI BEJIH-
YUH MHOCTPaHHBIX rocynapcts. [IpoBenenue cinyeHus: pa3pabaTbIBAEMOro rocyAapCTBEHHOTO Iep-
BUYHOTO 3TAJIOHA C AHAJOTMYHBIMHU STAJIOHAMH JPYTUX CTpaH SIBISETCS 00s3aTENbHBIM YCIOBHEM
YTBEPKJICHHS ATAJOHA U €r0 MePUoIUIecKoi arrecramu [125].

B mporecce pa3paGoTkH M 3KCIUTyaTallid FOCYJapCTBEHHOTO NMEPBUYHOTO ATAJOHA Ha OCHOBE
KynoHoMmeTpuueckoro TutpoBanus ['OT 176-2010 ero u3aMepuTenbHble BO3MOKHOCTH OBLIH MOJTBEP-
AKIEHBI YYaCTUEM B MEXKIYHAPOIHBIX CIUYEHUSX, B TOM YHCIIE KIIOUEBBIX Mo arujiod MbBMB, o u3-
MepeHHIo coaepkanus oudranara xkanus (2008-2009 rr.), xsmopoBogopoaHoi kuciaots! (2009 r.) u au-
xpomara kanus (2011, 2012 rr.). ABTOp npUHUMAJl HEMTOCPEACTBEHHOE YYacTHe B IaHHBIX padoTax B
kadectBe ucnoaautens (2008-2009 rr.), 3atem pykoBogutens (2011-2012 rr.), a taxke ¢ 2005 roma

y4aCTBOBAJI B IIJIAHUPOBAHUHA CIIMUCHUN N O6CY)K2]€HI/II/I HX PE3YJIbTATOB HA YCTHIPEX 3aCCAaHHAX Pa-
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004X rpynm Mo AEKTPOXUMHUH U HeOpraHndeckoMmy aHain3y KoHCynbTaTUBHOTO KOMHUTETA 10 KOJIH-
4eCTBY BelllecTBa — MeTpoJsiorus B xumuu MbMB.

[Tocne 3aBepiieHHs IEPBOTO ATana padboT MO CO3/aHUIO 3TajoHa (pa3padOTKU KYJIOHOMETPH-
YECKOW sYEeHKM M OCHAIICHHWIO €ro OCHOBHBIMHU cpeacTBamu usMmepenuii) B 2008 romy DI'VII
«YHUHNM» nHULMUPOBAJ MPOBEACHUE JIBYCTOPOHHETO KIIFOUEBOTO CIMYEHHMS MO KOJIUYECTBEHHOMY
onpenenenuto oudranara kamust CCQM-K34.2 co CnoBaukuM METPOJIOTHYECKUM HHCTHTYTOM. DTO
ciaunyeHue no npasuiaaM MBMB Ha3biBaeTCs NOCIENYOMMM KIIFOYEBBIM CIIMYEHUEM, IIPUYEM SIBIISIETCS
BTOPBIM IOCIEAYIOIIMM, TaK Kak NepBoe nociuenyruee camuenre B 2005 rony maunuuposana ['ep-
MaHus, NOKa3aBuias B KiIro4eBoM ciaudeHuu 2004 roga He COracyroIIMICS C ONOPHBIM 3HAYEHUEM
pe3ynbrarT. [Tocne 00bsABICHUS O CIUYCHNUN K YYaCTHUKAM MPUCOSTUHWICS HalmoHanbHbI HHCTUTYT
METPOJIOTHH, CTaHAApPTH3alMU W mpoMbinuieHHoro kadectBa bpasmmuu (INMETRO). Iloaroroska,
OIICHKA OJTHOPOJHOCTH M pacchliika 00pasnoB Oudranara kanus Obu1a BeimosHeHa OI'YIT « YHUNM»
B ceHta0pe 2008 r. DkcriepuMeHTaIbHble padOThl MO KOJIUYECTBEHHOMY aHAIHN3y OudTanata Kamus
ObUIM TIPOBE/ICHBI YYAaCTHHKAMH B IMEPHOJ C CEHTAOps mo nexadpp 2008 r. Pe3ynbTaThl ciudeHUs
CCQM-K34.2 ¢ yka3aHweM CyMMapHBIX CTaHAAPTHBIX HEOIPEICICHHOCTEH MpEe/ICTaBICHB Ha PUC.

4.1 [126].

PesynbTatel CCQM-K34.2

o 100,011%
=
oo 1000078 --rmmmrmm s
cC =
EEE 100,003% f------mmmmmmmmmm oo { ------
SR Rol L SECEEECEEREEEPEETEY COPEEEEEPEPEREEPEEE
o i
05 89,885% poorcfroronnenengensnenoeeoe oo
B E
(T3 1 R
=8 99891%
T R R ETEEEEEEEEREEEEEEEE
99,953% . . —
o = 2E
== =3 7=
w = =3 @
= = [ g
Z2 = S

Puc. 4.1 Pesynprarel cimuenuss CCQM-K34.2 «KonmuecTBeHHOE ompeneicHue Oudramarta
Kanus (OTPE3KH COOTBETCTBYIOT CyMMapHBIM CTaHIAPTHBIM HeonpeaeneHHocTsM (K=1)).

OTKIIOHEHHE pe3yabTaTa H3MEPEHUH MacCOBOH JI0JIM OCHOBHOT'O BELIECTBA B OM(TaIare Kaius
YHUUNM (4=99,9982 %, U(n=7, k=2)=0,0140 %) ot pe3ynbrara CIOBAIIKOTO METPOJIOTHYECKOTO MH-
cruryta (4=100,0037 %, U(n=6, k=2)=0,0061 %), obecrieunBaroIIero CBA3b C OMOPHBIM 3HAYCHUEM
cimyennss CCQM-K34, cocrasuno 0,0055 %. Iocnenyromee kimodeBoe cnrmueane CCQM-K34.2 mo-

Ka3aJIO XOpOoIIYH COIIaCOBAHHOCTL PE3YJIbTATOB H3MCpCHHI>i MacCOBOM JOJHM OCHOBHOI'O BEIIECTBA B
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Ooudranare Kamus, BRINIOJTHEHHBIX Ha pa3padaThIBAEMOM 3TAJIOHE, B MpEIeIax paclIupeHHONW Heompe-
JICICHHOCTH C pPEe3yJIbTaTaMM, TMOJIYYEHHBIMH Ha BBICOKOTOYHBIX KYJOHOMETPHUYECKHUX YCTaHOBKAX
metposioruuecknx uHCTUTYTOB CroBakuu (SMU) u Bpaszunmuu (INMETRO).

B cooTBeTcTBUUM C MpaBHJIaMH TPOBEICHHS IMOCICIYIOIIUX KIIFOUEBBIX CIMUYCHHHA Pe3ysIbTaT
U3MEPEHUI METPOJIOTUYECKOTO HHCTUTYTA, YCIICIITHO BHICTYIHBILIETO B HCXOJHOM CIMYCHUH (B HAILIEM
npumepe 310 SMU, CroBakusi), HCTIONB3YIOT U pacyera cTeneHu sKkBuBajieHTHoctd HMU - yuact-
HUKOB IOCJICAYIOIINX CIMYCHUH (B HAIlIeM MpUMeEpe 3TO Y4acTHHUK nocienyromiero cnuaeaus CCQM-
K34.1 BAM (I'epmanust) u ydactauku nocieaytomero cimueHus CCQM-K34.2 INMETRO (bpazu-
must) © UNIIM (Poccus)). Pacuer crenenu skBuBanentHocTH YHUMM, Dunim, %, mo pesynbTaTtam
nocienyromero kiodeBoro cimyenuss CCQM-K34.2 peimosnHeH 1o crieayoumm GopMyaam:

Duniim = Dsmu(kaa) + Vunim s) — VsMu(s) 4.1)
rue Dsmu(kas) — crenens skBuBanienTHocTH SMU B ncxomnom kimtodeBom cimuennn CCQM-K34,
%, paccunThIBacMasi Kak pa3HOCTb MEXIY pe3yiabratoM m3mepenuit HMU u onopHeIM 3HaueHHEM
JAHHOTO CIIMYCHMUS,

VUNIIM (s) — pe3yabTaT u3mepenunii YHUNM B cnmuuennn CCQM-K34.2, %;

vsmu(s) — pe3yabraT uzmepennit SMU B ciimuenuun CCQM-K34.2, %.

Heonpenenennocts crenenn 3kBuBasieHTHOCTH YHWMM, Upunim, BkiIouaeT B cebOs Tpu
BKJIa/Ia: HEOIPEEeIEHHOCTh ONOpHOro 3HaueHus kmouyeBoro cimyenns CCQM-K34, neonpenenen-
HocTh pe3yinbrara u3Mepennit YHUUM B ciimyennn CCQM-K34.2 u HeomnpeneneHHOCTh CBSI3U pe-
3yJIbTaTOB UCXOAHOTO U MOCIEAYIOIIEr0 KIIOUYEBBIX CIMYEHUH, oCcylIecTBIsgeMyto nocpeacrsom SMU.
[Tocnenusis cocrapistomas NPUHIMAETCSl paBHOM HeolnpeaerieHHocTH pe3yiabTata SMU B nocnenyro-
mem cimuennn CCQM-K34.2.

Takum oOpazom,

_ 2 2 2
Ui = 2- \/USMU,S +Uunim s + Ukcry k34 (4-2)

rme  UKCRV,K34 — CTaHJIApTHas HEOINpeIeIeHHOCTh onmopHoro 3HaueHus (key comparison reference
value — KCRV) B ciimuennn CCQM-K34, %;

Uijs— cTaHAapTHas HeonpeaeneHHOCTh pesynbrata Y HUMM B CCQM-K34.2, %);

Usmu,s — CTaHAapTHas HeomnpeaeaeHHOCTh pe3ynbrata SMU B CCQM-K34.2, %.

Hcnonb3yeMblii MOAXO0A TMO3BOJSET OLEHUTh CTENEHb HKBUBaJIEHTHOCTH Bcex HMMU -
YYaCTHUKOB KaK MCXOJHOTO, TaK W MOCIEAYIONINX CIMYCHUA U Pa3MECTUTh PE3yJIbTaThl BCEX CIIUYe-
Hul Ha otHOM rpaduke. Tak Ha puc. 4.2 mpencTaBIeHBl PE3yabTaThl TPEX CIHMUEHUHN MO0 KOTUYECTBEH-
HOMY omnpeneineHnto Ooudranara xammss CCQM-K34 (2004 r.), CCQM-K34.1 (2005 r.) u CCQM-
K34.2 (2008-2009 rr.).
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Puc. 4.2 PesynmbTaThl ciAWuYeHHW 1O KOJMYECTBEHHOMY OINpeAeieHHI0 Oudranara Kamus
CCQM-K34 (2004 r.), CCQM-K34.1 (2005 r.) u CCQM-K34.2 (2008-2009 rr.), BEIpa)KEHHBIE B CTE-

MEHAX 3KBUBAJICHTHOCTH HAITUOHAJIBHBIX U3MEPUTCIIBHBIX 9TAJIOHOB CTPaH-Y4YaCTHHUII.

[To mannbiM puc. 4.2 BugHo, yto YHUUM 3HauutensHo ymydmmi cBod pesynbrar B 2008-
2009 rr. ¢ mpuMeHeHHeM pa3pabOoTaHHOrO 3TalOHA MO CpaBHEHUIO ¢ pe3ynbTaToM 2004 rona, xorjaa
u3MepeHus Obutu BeinoiHeHbl Ha YBT 14-A-81.

ITo pesynmpraTam kimoueBoro cimdeHust CCQM-K34.2 m3mepurensabie Bo3mMoxHocTH PIYII
«YHUMNM» BHecensl B 6a3y nanusix MBMB u ony6iinkoBans! Ha caiite Www.bipm.org [127].

B nepuoz ¢ 2009 no 2012 rr. ®TVII « YHUNM» npussn yyactue emie B TpeX MexayHapoa-

HBIX cludeHusX. OCHOBHas MH(POPMAIHS 0 BCEM MEXAYHAPOIHBIM CIMYCHUSIM pa3pabOTaHHOIo 3Ta-
JIOHa NpuBeJieHa B Tabnuie 4.1, nanee B TeKCTe NpUBEAEHBI IpadUKU CIMYEHUH 1 TOSCHEHUS K HUM.

Pesymbrarel MexayHapoaroro muwiotHoro ciamdeHus CCQM-P19.2 «Copepxanne nonoB H+
(MOJIB/KT) B COJISTHOM KHCJIOTE», IPOBEACHHOIO COBMECTHO Pabounmu rpynnamu 1o 3JeKTPOXUMHUH U
HeopraHuueckoMy aHanusy KoncyneraruBHoro Komurera nmo konmdecTBy BemiecTBa — Merposorus B
xumun MBMB napannensHo ¢ onHouMeHHBIM KitoueBbIM ciimuenneM CCQM-K73, moka3aHsl Ha pu-
cyHke 4.3. B nannoM cirmuennn HMU-yyacTHUKM MCIIONIB30BANIN J1BA METOAA U3MEPEHUN: KYIIOHOMET-
pudeckoe tutpoBanue (Poccus, CIIA, Cnosakus, Anonus, Kuraii, FOx. Kopesi, Mekcuka, Ykpanna,
Bpazunus) u turpumerputo (Ilonbia, Aprentuna, [lopryranus, Taitnann, Hosas 3enannus). B aroii
CBSI3M HEOIPEAEIEHHOCTh PE3YJIbTaTOB U3MEPEHNN HEKOTOPBIX YYACTHUKOB OTIIMYAETCS Ha HECKOJBKO
MOPSIIKOB, YTO BUIHO Ha puc. 4.3.
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Ta6muma 4.1 — CBonHas uHGOPMAITUS 110 MEKTYHAPOIHBIM CIIMUYCHUSIM, B KOTOPBIX MPUHUMAT

ydacTue pa3paboTaHHBINM rOCyIapCTBEeHHBIN epBuuHbI dTanoH [ DT 176-2010

XapakTepucTuka WNudopmanus no cnuyeHusM
Hazpanue KomuuectBennoe |M3mepenue conep- | Konunuectsennoe | KonuuectBeHHOE
ONpe/ieJICHUE  pKaHUs MOHOB BOJIO- |  ONpelelieHue onpeeseHue au-
Oudranara Ka- |[pojaa B XJOPOBOAO- | JUXpoMara Ka- XpoMmara Kajaus
JUst POAHOMN KHUCIIOTE st
[udp CCQM-K34.2 CCQM- bes mmudpa CCQM-K96
K73/P19.2
Tun KJIFOYEBOE MMHJIOTHOE JIBYCTOPOHHEE KIIFOUCBOE
COTPYAHUYECTBO
"o mpoBeneHus 2008-2009 2009 2011-2012 2012
Crpanbl- Poccus, Cioba- Poccus, CIIIA, Poccus, bpasu- Poccus, CIIIA,
Y4aCTHHULIBI Kus, bpazunus Cnosakus, Smno- Jus Cnosakus, Kuraii,
aus, Kuraii, FOx. Snonus, FOx. Ko-
Kopes, Mekcuka, pesi, Mekcuxka,
[Tonbma, Ykpau- bpazunms
Ha, bpazunus, Ap-
reHTuHa, [lopry-
ranus, Tanman,
Hopas 3enanaus
HMU- SMU (Crnoga- NIST (CLIA) UNIIM (Poc- SMU (CnoBakus),
KOOpJMHATOpP CJH- KHSI) cus), KRISS (FOx. Ko-
YCHUS INMETRO pest)
(bpaszunust)
Ob6pazen s budranar xkanust | PactBop xnopo- | Juxpomar kanus | Juxpomar Kauaus c
CIIMYEHUS C MacCOBOM 10- | BOJOPOJHOM KHC- | C MAacCOBOM 10- | MacCOBOW JOJIEH HE
neit He meHee 99, | JIOTHI KOHIIEHTpa- | Jiek He MeHee 99, Menee 99, 9 %
9% muen 0,1 1 9%
N3mepsiemas KomnuectBo Be- | KommuectBo Be- | KommuectBo Be- | KosnmuectBo Bemie-
BEJTMYMHA IIECTBA, OTHE- | IECTBA, OTHECEH- IIECTBa, OTHE- | CTBa, OTHECEHHOE K
CEHHOE K Macce | HOe K Macce Mpo- | CEHHOE K Macce Macce mpoOHI,
POOBI, MOJIB/KT. OBbI, MOJIB/KT pOOBI, MOJIB/KT. MOJIB/KT.
MaccoBast 1o MaccoBast 1ois MaccoBast 1ois
oudranara ka- qUXpomara Ka- | JuxpomaTta Kalus,
s, % s, % %
Pesynprar u3Me- 4,896563 0.100901+ 3,398937+ 3,39673
penuit YHUUM wu +0,000687 6 000023 0,000601 +0,00045
pacuIMpeHHas He- MOJIB/KT; ’ MOJIB/KT; MOJIB/KT
OTIpE/IETEHHOCTD 99,9982 MOITB/KT 99,991 99,926
(k=2) +0,0140 % + 0,018 % + 0,013 %
OnopHoe  3Haue- | Pesynsrar SMU: 0,100930+ Omnopxoe 3Haue- | 3,397022+ 0,00016
HUE U €ro Heolpe- 4,89683 0,000011 HUE B JIBYCTO- MOJIB/KT
JIEJIEHHOCTD +0,00015 MOJIB/KT POHHEM COTPY/I- 99,935
MOJIb/KT; HUYCCTBE HE + 0,005 %
100,0037 YCTaHABIIUBACTCS
+0,0061 %
OneHka yd4acTHs | TOJIOKHUTEIHHO TTOJIOKUTEITHLHO MTOJIOKUTEIILHO MTOJIOKUTEITEHO
YHUUM
[TyOnukamus — OT- [126] [128] [129] [130]
yeTa
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Pucynok 4.3 — Pesynbrarhl mapauieNbHBIX KIFOYEBOro W mwioTHoro ciudeHuii CCQM-

K73/P19.2 «Conepxxanne H* (MOIB/KT) B CONSHON KHMCIOTE» (IMOKA3aHbl 3HAYEHUS PACIIMPEHHON

HEOIpeaeIeHHOCTH, K=2)
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Puc. 4.4 Pe3yabrarsl napajuie/IbHBIX KIOUeBOro 1 mutotHoro ciandernii CCQM-K73/P19.2
«Conepxanne H" (MOIB/KT) B COISIHON KHCIOTE» (MOKa3aHbl 3HAYEHHs PACIIUPEHHON HEOIpejIe-
JeHHOCTH, K=2), yBeTMUCHHBIN BH]T

Ha puc. 4.4 npencrasneH yBenndeHHbIM BuJ puc.4.3. BuaHo, 4TO pe3ynsrarbl BOCBMHU
yaactHukoB (Mekcuka, FOxnas Kopes, Kuraii, CIIIA, CnoBakus, Anonwms, bpaswmms, Poccus)

HaxXoasAaTCsAa OJIM3KO APYT K APYTY, IIPU 3TOM PEC3YJIbTAaThl YUHACTHHUKOB, 3asBUBIINX HAUMCHBIIYIO HC-
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onpeneneHHocTh (CLIA, CnoBakus, Snonust, bpa3unus), He coracyroTcs Mexay coboi. B xoxe
00CYXKICHHSI pe3yJabTaTOB CIWYCHHSI YYACTHHKAMH BCEM OBLIO MPEUIOKEHO MPOBECTH JIOTOTHU-
TeTbHBIC U3MEPEHUS IS UCCIIEIOBAHUS MIPUYMH, IPUBEIIINX K TOJOOHOMY pa3dpocy pe3yabTaToB.
B Teuyenue mocrienyromero noyyrogusi UCCieq0BaHUs ObUIM MPOBEAEHBI OOJBIIMHCTBOM YYacTHH-
KOB, HO HE BBISIBWIU MIPUYUH PACXOXKICHHSI, OCHOBHOM Bepcueil Oblila Ha3BaHa 3aHMKEHHAs OLIEHKa
(HEemOOIIEHKa) HEOMPEICTICHHOCTH PE3YIbTaTOB U3MEPEHU HEKOTOPBIMU ydacTHUKaMu. [1o pe3ynb-
Taram JO0JTOCPOUYHBIX OOCYXKIEHUHN omopHoe 3HaueHHe KitoueBomy ciudeHnio CCQM-K73 6wuto
Ha3HadeHo (cM. Tabu. 4.1), u qo0aBiIeH KOMMEHTApH, YTO YYaCTHUKH, 3asiBUBIINE MUHUMAJIbHYIO
HEOIPEIeTICHHOCTh, HE MOTYT HCIIOJIb30BaTh PE3YJAbTAaThl TaHHOTO CIWYEHUS ISl TMOAKPETIICHUS
CBOMX U3MEPHUTEIHHBIX BO3MOXHOCTEH.

Ha puc. 4.5 npusenens! pe3ynbrarsl ABycTopoHHero cotpyauuuectsa OI'VIT « YHUNUM» ¢
bpasunbckuM HanuoHalbHBIM MeTposiorndeckuM UHCTUTYTOM INMETRO mno xonmuectBeHHOMY
OTIpeIeTICHUI0 TUXpomara Kanus. JlaHHOe COTpyIHHUYECTBO ObLIO OpraHu3oBaHo B pamkax «[Ipo-
IrpaMMBI COBMECTHBIX pa0boT B 00acT MeTpoyioruu Mexay deneparbHbIM areHTCTBOM IO TEXHU-
YecKoMy peryaupoBanuio U merposiorun (Poccuiickas @enepanusi) u HaimoHaabHBIM HHCTUTYTOM
METpPOJIOTHH, CTaHaapTuzanuu u npombiinuieHHoro kadectBa INMETRO (deneparusnas Pecny6-
muka bpasunus) va 2010 -2012 rr.y». Lensto coTpynHudecTBa OblJ1 OOMEH OMBITOM MEXKIY CHellra-
mucramu Poccuu m bpaswnuu B 00JaCTH BBITOJIHEHUST U3MEPSHHI METOIOM KYJIOHOMETPHYECKOTO
TUTPOBAHUS M IOATOTOBKA K YYaCTHUIO B OJHOMMEHHOM MEXKIYHAPOTHOM KITFOYEBOM CIUYCHUN
CCQM-K96.

[To pe3ynbTaram U3MEpEHUI B paMKaX JBYCTOPOHHETO COTPYIHHUYECTBA OIMOPHOE 3HAUCHUE
HE YCTAHABJIMBAIOT, TaK KaK TAKOE COTPYIHUYECTBO HE SIBISETCS KIFOUEBBIM cinuyeHrneM MBMB.
O6paboTka pe3yabTaTOB U3MEPEHUM, MOTYYEHHBIX 000OMMHU WHCTUTYTaMU, BKIJIFOUaja B c€0sl TOJIBKO
pacueT cpeHero apuMeTHIeCKOro 3HAYCHUS M CPEHEB3BEIIICHHOTO 3HaUYeHH s, KOTOphIe Tpaduye-
CKHU TIpe/cTaBiIeHbl Ha puc. 4.5. M3Mepenus Obln BHIMOIHEHBI B 00pasiie JuXpoMara Kajus, MoJro-
toBiienHoM INMETRO.

Pacxoxenne B pe3ylbTarax W3MEpPEHHH KOJIMYECTBA BEIISCTBA JUXpoMara Kaus, OTHE-
CEHHOTO K Macce TmpoObl, MeEXIy YYacTHUKAMU JIByCTOPOHHETO CIMYEHHS COCTaBHIIO
0,000608 momnb/kr (B MaccoBbIx noisix 0,017 %) u ObIIO MPU3HAHO CTOPOHAMHU YOBIETBOPUTENb-
HbIM. Takxke 00a HHCTUTYTA MOJIOKUTEIHHO OIICHHIIIA CBOM OIBIT YYaCTHS B JIAHHOM JIBYCTOPOHHEM
CIIMYEHUH, TaK KakK TJIaBHAs IeJb — MOJATOTOBKAa K KitoueBomy cimdeHnio CCQM-K96 B pamkax

MBEMB - 6bu1a foCTUTHYTA.
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Puc. 4.5 Pe3ynbrarsl u3MepeHUil KOJIMYECTBA BEIIECTBA JUXpoMara Kajus, OTHECEHHOTO K
Mmacce mpoObl, B pamkax aByctopoHHero corpygHudectsa OI'YII « YHUUM» ¢ HaunonanbHbIM
WHCTUTYTOM METPOJIOTUH, CTaHAapTu3anuu u npomsinuieHHoro kadectsa INMETRO (bpazumnust)

Ha puc. 4.6 npuBeneHsl pe3yabraTsl MeXayHapogHoro kirodeBoro cimuerans CCQM-K96
«KonnuecTBeHHOE ONpesiesieHne IuXpomara Kaius» B BUIE CTENEHEH SKBUBAJIEHTHOCTH 3TaJOHOB
HMMU-y4acTHUKOB, MPOBEJEHHOTO COBMECTHO Pabounmu TpymnmnamMu 1o 3JeKTPOXMMUU U Heopra-
Hu4eckomy aHanu3y KoHcynsratuBHOro Komurera no koiandecTBy BemecTsa — MeTposIorus B Xu-
muu MBMB B 2012 1.

[To puc. 4.6 BunHO, uTo Bce yuyacTHUKHU, Kpome NIM (Kurait), BBICTYynuIu B TaHHOM CII4e-
Huu yenemrHo (pesynsrar CENAM (Mekcuka), o0o3HaueHHbIi Ha puc. 4.6 kak CENAM (pot) mo-
Jy4EeH METOJOM MOTEHIIMOMETPUUYECKOTO TUTPOBAHUS U ABisieTcsd MH(opManMoHHbIM). [Ipu aToM y
nByx ydacTHHKOB — INMETRO (bpaswmusi) 1 CENAM (Mekcuka) pa3mMaxu pacHIMPeHHBIX He-
OTIpENIETICHHOCTEN T'paHWuaT co 3HaYeHueM creneHu skBuBajieHTHoCcTH 0,00 %, KOTOpOE COOTBET-
CTBYET OIIOPHOMY 3HAUEHHUIO JIAHHOTO CIWYEHHs, YTO MOXKET CBMJIETENBCTBOBATb O HEJOOLIEHKE
TUMH MHCTUTYTaMH PacCIIMPEHHOW HEOIPENEICHHOCTH PE3YJIbTaTOB CBOMX M3MepeHuil. Pesynbrar
yuactusga YHUMM B 3TOM ClIMYEHUU SBISETCS MOJOKUTEIBbHBIM, TaK KaK 3asIBJICHHAS] pacIIMpeHHas
HEOTpeIETICHHOCTh C 3allacoOM IEPEKPhIBAET HYJIEBYIO JIMHUIO, COOTBETCTBYIOIIYIO OIIOPHOMY 3Ha-
YEHUIO JJAHHOTO KIIIOUYEBOTO CIMYEHHMS, YTO TAKXKEe CBHUJICTEILCTBYET 00 aJ€KBATHOCTH MPUMEHEH-

HOM MareMaTHU4eCKOM MOJEIH JJI OLCHKHU HCOMIPCACIICHHOCTH.
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Puc. 4.6 Pesynbsrarer MmexxaynapogHoro kitodeBoro ciuacaus CCQM-K96 «Komndecten-
HOE€ OINpEeNIeHUuE TUXpOoMaTa Kallis», BBIPAKEHHBIE B CTEIIEHSAX SKBUBAJICHTHOCTH HallM OHAJIbHbBIX
M3MEPUTENbHBIX ATAIIOHOB CTPaH-YYaCTHUIL

VYyacTtue B MEXIYHAPOJHBIX CIMUEHUSX TMO3BOJSET JHOCTUYb CBOCH IMIaBHOM IeNd — ycTa-
HOBJICHUSI CTETIEHU 3KBHBAJEHTHOCTU HAIIMOHAJIBHBIX ITAJIOHOB Pa3HBbIX CTPaH U SBJISETCS MOLI-
HBIM CTUMYJIOM K COBEpPILEHCTBOBAHMIO MPOLIEAYpP U3MEPEHUS Ha 3TAJOHE U METOJUK OLICHUBAHUS
HEOIPE/IEICHHOCTH PE3YIbTAaTOB HW3MEPEHHI, YTO B LIEJIOM CHOCOOCTBYET COBEPILIEHCTBOBAHMIO
JTaJoOHAa M 00EeCTIeYMBACT XPAHEHHUE U BOCIIPOU3BEACHHUE UM €IMHUIL BEJIMYUH Ha BBICIIEM YPOBHE.

BeiBoabl o rnase 4

1 IIpoBeneHo YeThIipe MEXTyHAPOJHBIX CIMUEHUS pa3pabOTaHHOIO 3TaJOHA C aHAJOTUYHBI-
MU HAallMOHAJIBHBIMHU 3TaJOHAMU U BBICOKOTOYHBIMU KYIOHOMETPHUYECKUMHU YCTAaHOBKAMM APYTUX
CTpaH, TpH U3 HUX - 1o sruaoi KoncynsraruBnoro Komurera no xoinmdecTBy BeniectBa — Metpo-
JIOTHsI B XMMUU MeXTyHapOIHOTo OI0pO Mep U BECOB.

2 B xmroueBom cimuennn CCQM-K34.2 «KonmdecTBeHHOE omnpeneneHne OudranaTa Kalus
pe3yabpTaT U3MEPEHN MacCOBOM JT0JIM OCHOBHOTO KOMIOHeHTa B Oudranare kammus YHUUM cocra-
Bl A=99,9982 %, pacumpenHnas HeonpeneneHHocts U(N=7, k=2)=0,0140 %. OTkIOHEHHE pe3y/bTa-
ta YHUUM ot pesynprata CnoBankoro merposiorumdeckoro uHcrutyra (A=100,0037 %, U(n=6,
k=2)=0,0061 %), obGecrieunBaroIero cBsi3b ¢ onopHbiM 3HaueHueM ciandeHuss CCQM-K34, cocraBuiio
0,0055 %. PesynwraT yaactust YHUUM B cnmdeHnn mooXKUTENbHBIA. [10 UTOramMm JaHHOTO CIIMYEHUS
U3MEpUTENIbHBIE BO3MOXKHOCTH pazpaboTanHoro stajoHa YHUMM no u3mepeHHIo coliepKaHHus OC-
HOBHOT'O KOMITOHEHTa B OMdTanare Kaivs BHECEHBI B MeXIYHAPOAHYIO 0a3y NaHHBIX U3MEPUTEIBHBIX
1 KaTMOpOBOYHBIX BO3MOKkHOCTEH MBMB.

3 B munotHom cimmuenun CCQM-K73/P19.2 «M3mepenue copaepkaHusi MOHOB BOJOpOJAa B
XJIOPOBOAOPOJHON KHCIIOTE» pPEe3yabTaT MU3MEPEHHUH KOJIMYECTBA BELIECTBA MOHOB BOJOPOAA, OTHE-
CEHHOT'0 K Macce MpOObI XJIOPOBOAOPOAHON KHUCIOTHI, cocTaBui v=0,100901 momnw/Kr, paciiupeHHas
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HeonpeneneHHocth U(n=7, k=2)=0,000023 momnb/kr. OTknonenue pesdynbrara Y HUMM ot onmopHoro
3HaueHus kimoueBoro cimdeHust CCQM-K73 (vkcrv=0,100930 mons/xr, U=0,000011 mons/kr) cocra-
Busio 0,000029 monw/kr. PesynpTar yaactus YHUVM B ciudeHUH MOJIOKUTETBHBIMN.

4 B pamkax naBycropoHHero corpynnudectsa YHHWUM c Bpaswibckum HannoHanibHBIM MH-
CTUTYTOM METPOJIOTHUH, CTaHAapTU3aluKu U npombinieHHoro kadectBa INMETRO npoBenenbr nzme-
PEHHUS MAaCCOBOM IO OCHOBHOTO KOMIIOHEHTA B TUXPOMATe Kalus C LEeJIbi0 0OMEHa OMBITOM U TOATO-
TOBKHM 00€MX CTpaH K y4acTHIO B MeKIyHapoaHoM kiroueBoM ciaumueHun CCQM-K96. Pesynbrar us-
mepennit YHUMM cocraBun A=99,991 %, paciupennas neonpeaeaeunocts U(N=7, k=2)=0,018 %,
pesyabrar u3mepenuit INMETRO - A=99,974 9%, pacumpenHas HeomnpeaenenHocts U(N=7,
k=2)=0,009 %. PacxoxeHue B pe3y/ibTarax U3MEPEHUN MEX/y YIaCTHUKAMH JIBYCTOPOHHEIO CIIHYe-
HUSA cocTaBWIO B MaccoBbIX noyisix 0,017 % wu ObulOo NMpPU3HAHO CTOPOHAMH YIIOBJIETBOPUTEIHHBIM,
OTIBIT YYaCTHSI B CJIMUYEHUU OLIEHEH KaK MOJIOKUTEIbHBIN.

5 B ximroueBom ciimuernn CCQM-K96 «KonnuecTBeHHOE OnpeeieHre AUXpoMara Kaius pe-
3yJIbTaT U3MEPEHU MACCOBOM JIOJIM OCHOBHOTO KOMIOHEHTA B Auxpomare kamust YHHMHWM cocraBun
A=99,926 %, pacmupennas HeomnpeaeneHHocts U(N=7, k=2)=0,013 %. OTkjoHEeHHE pe3yibTara
YHHUHM ot onopHoro 3HaueHus cindyeHus cocraBuino 0,009 %. Pesynsrar yuactus YHUNM B cnu-
YEHHUHU TMOJIOKUTEIbHBIH.

6 IIpoBeneHHbIC MEKTYHAPOIHBIC CIIMYCHUS ITOATBEPIKIAIOT MTPABMIBHOCTh PE3YJIBTATOB H3Me-
pEeHMIA, TIOTy9YaeMBbIX Ha pa3paOOTaHHOM JTaJOHE, ¥ COOTBETCTBHE M3MEPHUTENBHBIX BO3MOKHOCTEH
STaJloHa MUPOBOMY ypoBHIO. [lo MTOraM mpoBEeNEHHBIX CIWYEHHH YCTAaHOBIIEHA IKBHUBAaJIECHTHOCTH
stanoHa YHUHNM naunonansHbM 3Tanonam cemu crpan: CIIA, Cnoakuu, I'epmanun, Anonnu, Ku-
tas, IOxHoi Kopen, bpazunuu. 3HaueHust OTKIIOHEHUH pe3y/IbTaToB U3MEPEHUH, MTOIYYEHHBIX Ha CO-
3IaHHOM JTAJIOHE, OT OMOPHBIX 3HAYCHUI KIIFOUEBBIX CIIMUCHHUM MOATBEPKIAIOT aJIEKBAaTHOCTh pa3pa-

0OTaHHOI MaTeMaTHYECKOMN MOICIIN, HCIIOJIb30BAaHHOM IS OLICHKU HCOIIPCACIICHHOCTH.
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I'naBa 5. Co3nanue cTaHAAPTHBIX 00PA31[0B COCTABa ¢ MIPUMEHEHHEM Pa3pad0TAHHOIO 3TAJIOHA

5.1 O0mme moJ1oKeHus

C nmpumeHeHHneM pa3pabOTaHHOTO 3TAJOHA CO3JAaHbI TPU HOBBIX THIIA CTAHAAPTHBIX 00pa3lloB
(CO) cocraBa: STUICHAMAMUHTETPAYKCYCHOM KUCIIOTHI M XJIOPU/JIA KAJIUsI C aTTECTOBAHHBIMU 3HAYCHU-
SIMH MaCCOBOM JIOJI OCHOBHOTO KOMITOHEHTA M pacTBOpPa XJIOPOBOJOPOAHOM (COJISHOM) KUCIOTHI C aT-
TECTOBAHHBIM 3HAYEHHUEM MOJIIPHON KOHIEHTPAIUH.

OCHOBHBIMU dTaniaMH pa3pabOTKHU CTaHIAPTHOTO 00pa3la SBJISIOTCS HEMOCPEACTBEHHO €ro Co-
3/1laHNe, KOTOPOE BKIIIOYaeT B cebs BHIOOD 1 uccaenoBanue Matepuana CO, moadop Tapsl U yIIaKOBKH
st obecnieuenus crabunpbHocTr CO mpu xpanenuw, a Takxke pacoBka CO, u ucnbpiTaHue, B XOA€ KO-
TOPOTO HPOBOJAST HCCIENOBAHUE HEOTHOPOAHOCTH U cTabminbHOCTH CO, ycTaHaBIMBAIOT 3HAYCHHE
aTTeCTyeMOW XapaKTepUCTUKU U MPOBOJAT pacueT MeTposnoruueckux xapakrepuctuk CO. Ilo pe3ynb-
TataM padoT OoQOPMIIIOT COTPOBOJUTENBHYIO JOKYMEHTAIMIO Ha cTaHAapTHBIA obOpaszery mo 'OCT
8.315 [131] myis BHeceHus ero B ['ocynapCTBEHHBIN peecTp CTaHIAPTHBIX 00Pa3LOB YTBEPIKICHHBIX
THUIIOB.

Oco6oe Banmanue mpu pazpadbotke CO cocTaBa YUCTHIX XUMUYECKUX BEIECTB U UX PACTBOPOB
OBUIO y/IEJICHO MCCIIEIOBAHUSAM UCXOTHBIX PEAKTHBOB, HCIOJIB3YEMbIX B KauecTBe MaTepuanos CO.

5.2 Co3nanme cTaHAAPTHBIX 00pPa3L0B COCTABA ITHJICHIUAMHHTETPAYKCYCHOH KHCJIOTHI,
pacTBOpa XJOPOBOAOPOAHOI (CONSIHON) KHCIOTHI M XJIOPHUIA KAJIHsl ¢ MIPUMEHEHHEM 3TAJIOHA

5.2.1 Co3nanue CO cocTaBa 3THIIeHAMAMUHTETPayKcycHoil kucaoTsl (I'CO 9655-2010)

5.2.1.1 ObocHoBanme u 001Ias XapakTepucTuka papadarsiBaemoro CO

DTuieHIMaMUHTeTpayKCycHy0 kucioty (D1TY) ucnonp3yoT B aHATUTUYECKOW XUMHUH B Ka-
YecTBE THUTPAHTAa B KOMIUIEKCOHOMETPHH W MACKUPYIOIIETO areHTa, AJs pa3AeleHUs U BbIICICHUS
MOHOB METAaJUIOB, U M3BJICUEHUS U OYHCTKH PEIKO3EMEIbHBIX AJIIEMEHTOB, OYUCTKU MOBEPXHOCTEH
METaJUIOB TIepe] TalbBAaHOIUIACTHKOW, Ui PACTBOPEHHUS PA3IMYHBIX OTJIOKEHHUH (00YCIIOBICHHBIX,
HarpuMep, KECTKOCTHIO BOJIbI) Ha TIOBEPXHOCTH TEIUIODHEPTETHUECKOTO 000pYyIOBaHMUs, KaK XeIaTH-
PYIOIIUI areHT, aHTUKOATYJISTHT KPOBU U CTaOMJIM3aTOP MUILEBBIX MPOIYKTOB, ISl YAAJIEHUS CIIEJOB
METAJIJIOB U3 PACTUTEIBHBIX Macell U JICKAPCTBEHHBIX BEIIECTB, a TAKXKE PAAHMOAKTUBHBIX U TOKCHYHBIX
METAJUIOB U3 OpPTaHU3Ma M C PA3JIMYHBIX TTOBEPXHOCTEH, ISl TPOU3BOJICTBA MTOBEPXHOCTHO-AKTHBHBIX
BEIICCTB (B TOM YHCIIE XKHUIKUX MBUI U IMAMITYHEH), CPEACTB 3aIIUTHl PACTCHUH, B KAYECTBE yMSATYH-
Tess BoabI [132].

OTUICHIMAMUHTETPAYKCYCHAs KUCIIOTA U €€ IUHATPHEeBasi CoNb (TpUJIoH b) sBIsIFOTCS 0THUMU
U3 HamboJyiee PacIpOCTPAHEHHBIX THTPAHTOB, HCIOJIB3YEMbBIX B KOMIUIEKCOHOMETPUIECKOM THTPOBA-
HuM. OCHOBHBIM HenocTaTkoM cymecTtBytomero CO coctaBa TpuioHa b, KOTOpBI MOXHO CUMTATh
ananoroM D/ITY, sBisieTcst €ro TUrpOCKONUYHOCTD U TPYAHOCTU B JIOCTHXKEHUM MOCTOSHHOM Macchl

IpY BBICYIIMBAaHUM, TaK Kak yxe mpu Temreparype Boimie 80-85 °C mpoucxoauT yacTHYHAs MOTeps
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KPUCTAJNIN3ALMOHHON BOABI. DTHJICHANAMUHTETPAyKCYCHasl KUCJIOTa B OTIMYUE OT €€ JTUHATPHUEBOMN
COJIM HE COJICPKUT XMMUYECKH CBSI3aHHOW BOZBI M MOXET OBbITh BBICYIIEHA MU O0Jiee BHICOKOH TEM-
nepaType 70 MOCTossHHOM Macchl [104].

CranpnapTHblii o0Opasell cocTaBa 3THUJIEHIMAMUHTETPAYKCYCHOM KHCIIOTBI MpEIHA3HAYEH JUIs
YCTAQHOBJICHHSI METPOJIOIMYECKMX XapaKTEpPUCTHK CTaHIAPTHBIX 0Opa3loB COCTaBa pacTBOPOB MOHOB
METAJIJIOB, YUCTBIX METAJIOB, OKCHJIOB U COJIEH METAJIOB, /Ul YCTaHOBJIEHUS JEMCTBUTEIBLHOTO 3HA-
YEeHHsI MacCOBOM JIOJM OCHOBHOI'O KOMIIOHEHTAa B XMMHMUYECKHMX PEaKTHUBAaX Ha OCHOBE pEaKLUU KOM-
MJIEKCO00pa3OBaHMs; I MMOBEPKH, KATHMOPOBKH, IPaayupoOBKU pabouux cpencts umepenuin (CH),
KOHTPOJISI METPOJIOTHYECKUX XapaKTEPUCTHUK MU IpoBeaeHun ucnsitanuii CH, B TOM uuciie B Lensix
YTBEPKACHUSI TUIIA; JIUIsI METPOJIOTMYECKOM aTTeCTAallUi METOJIMK U3MEPEHUM, KOHTPOJIS TOTPEIIHOCTH
METOJIMK U3MEPEHUI B IPOLIECCE UX IPUMEHEHHUSL.

5.2.1.2 Uccnenoanue matepuana CO cocraBa DATY

B kauectBe Marepuana pa3zpabaThlBa€MOIro CTaHIAPTHOrO 0Opa3lia HCIHOJIb30BAIM PEAKTHB
OATY MakcuManbHOM YMCTOTHI, JOCTYIHBIM B MPOJake — pEaKTUB KBATU(UKALNUN «Y.]1.a.», BBIIYyC-
kaembiid mo TY 6-09-11-1721.

OcHoBHOe BHMMaHue npu uccinenopanuu marepuana CO cocrasa DTV 6buto yaeneHo ompe-
JIEJICHHUIO PeXXUMa yJAJIIEHUS U3 HErO TUIPOCKOIMYECKON BJIaru ¥ KOHTPOJISL OTCYTCTBUS JIETYYHX KOM-
noHeHToB npuMecei. MccnenoBanue marepuana CO cocraBa DTV npoBeneHo MeTOAaMH TEpMOrpa-
BUMeTpUM U JuddepeHunanbHoi ckanupytomen kagopumerpuun (TI'-/ICK) ¢ ucnonszoBanuem tep-
moaHanmuzatopa CTA 409 PC Luxx, conpsiKeHHOrO C KBaApyINOJIbHBIM Macc-clieKTpomerpoMm QMS
403 CF Aeolos ¢upmer «Netzschy mist aHanuza BeIAensromuxcs ra3os, u MK-cnekTpockonuu ¢ uc-
nosb3oBanneM UK-®ypre ciekrpomerpa Nicolet 6700 ¢pupmbl «Thermo» ¢ npucraBkamu qud¢ysHo-
IO OTPaKEHHUS.

3aBucumocts norepu maccsl u JICK curnama ot temnepaTypsl npu aHanuse matepuana CO
COCTaBa TUJICHINAMUHTETPAyKCYCHOM KHMCIIOTHI NMPUBEAEHBI Ha puc.5.1 u 5.2 coorBercTBeHHO. Kak
BUJHO Ha puc. 5.1, npu HarpeBanuu odpaszua 10 220 °C He IpOUCXOAUT MOTEPU MACCHI, a HAOOOPOT,
Macca o0pasiia 1ake HEMHOT'O yBeJIMYUBaeTcs. BO3M0XKHO, UTO yBEIMUEHNE MACChl KaKyIlleecs U CBsI-
3aHO C MOTPELIHOCTHI0 U3MEPEHHI, TaKk KaKk HaBecka oOpasla JJs aHaiau3a coctasisuia 10 mr, a mo-
rpemHocTs u3meperuit maccsl — 0,05 mr. C 06pa3ioM He MPOUCXOANUT HUKAKUX XUMHUYECKUX MpeBpa-
IIEHUH, YTO MOATBEPKIAETCA OTCYTCTBHEM MakcuMyMoB Ha kpuBoit JICK curnana (puc. 5.2). B macc-
cnekTpe ra3os, Beiaenstomuxcs npu TI'-JICK ananuse, He 00Hapy»eHbI CUTHAJIBI HOHOB C MAaCCOBBIMU
guciaaMu oT 12 1o 58 a.e.M., 4TO Takke MOATBEP)KIAET OTCYTCTBHE BBIJEIECHUS THIHMUYHBIX JETYYHX

koMItoHeHTOB u3 DJ[TY.
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Puc.5.2 3aBucumocts [ICK curnana marepuana CO cocTaBa 3THICHIMAMHHTETPAYKCYCHOM
KHUCJIOTHI OT TEMIIEPATYPHI

OrcyrctBue Boxpl B Marepuane CO cocraBa OJITY NOATBEPKAECHO METOIOM
HK-cniekTpockonuu, Tak Kak Ha CIIEKTPaX OTCYTCTBYIOT COOTBETCTBYIOIIME UHTEHCUBHBIE MOJIOCHI MO-
ryiomeHus Boabl B o6mactu 3600 u 1600 cm (puc.5.3). IIpu 3ToM 01HO3HAYHO 3a(PUKCHPOBAHEI BCE

KONeOAHNS JUIS XapaKTePHCTHYECKNX TPYIIT: BaleHTHbIe konebanus C=0 1725-1700 cm, Banent-
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1

Hele kKonebanns C=0 1440-1395 cm, nedopmarmonnsre konebanus OH 950-900 cmt. T'pymm, ne

XapaKTEPHBIX JJIs ATUIIEHAUNAMUHTETPAYKCYCHON KUCIIOThI, HE OOHAPYKEHO.
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Puc.5.3 Undpakpacusiii cnextp auddysHoro orpaxenus Mmatepuaia CO coctaBa 3TUJICHINA-
MUHTETPAYKCYCHOMN KUCIIOTBI

[To pe3ynbratam IPOBEICHHBIX MCCICAOBAHMM CHEJIaH BBIBOJI, YTO I YJAJICHHUS TUTPOCKO-
nuyeckor Biaru u3 marepuana CO cocraBa DATY MOXHO peKOMEHJOBATh TUIIUYHYIO TEMIIEPATYPY
cymku xumudeckux peaktuBoB (105 — 110)°C.  KomuuecTBeHHOE yaaleHHE BOAbI IPOUCXOAUT MPH
BeicymuBanuu DTV crnoem TonmuHoi He 60s1ee 5 MM B TeueHue 2 dac pu temmneparype 105 °C.

5.2.1.3 PesynbTats ucnbitanuii (arrecranun) CO cocraBa DATY

MeTtouka UCTIBITAHUN CTaHAAPTHOTO O0paslia cocTaBa 3TUJICHAMAMUHTETPAYKCYCHOM KHCIIO-
THI BKJIFOUAET B ce0s CICAYIOIIME dTalbl: pa3paboTKa METOIUKH U3MEPEHU MacCOBOM JIOJIM OCHOB-
HOro komroHeHta B mMatepuaine CO cocraBa DTV MeTronoM KyJTOHOMETPHUUECKOTO TUTPOBAHMS; UC-
cienoBaHue ogqHOpoaHOCTH MaTtepuana CO n ycraHoBiIeHHE aTTecToBaHHOro 3HadeHus CO; uccieno-
BaHue cTabuinbHOCTH MaTepuana CO; pacueT morpenHocTu arrectoBanHoro 3HaueHus CO.

Paszpabomxa memoouxu uzmepenuit Maccoso 00au 0CHO8H020 kKomnonenma 6 mamepuane CO

cocmasa ITY memooom KyroHOMempuuecKko2co mumpo8aHus

Meronuka M3MEpEeHUII MAacCOBOM [10JIM OCHOBHOIO KoMmoHeHTa B marepuaine CO cocraBa
DTV ocHoBaHa Ha TMTpoBaHUH pacTBopa DTV snmexTporeHepupoBaHHBIMU HoHamu Menu (Cu?h) ¢
MOTEHIMOMETPUYECKOW MHAVKAINEH KOHEYHOW TOYKM TUTPOBAHUS C HCIOJIB30BAHUEM MEIbCEIICK-

TUBHOTI'O JJICKTPO/Jia B IMape€ C JICKTPOAOM CpaBHCHMU. HpI/I 9TOM MPOTCKAIOT pCAKIUHN:

Ha aMaJbraMHPOBaHHOM aHoje (pabouwnii anextpon): Cu —2e — Cu®”
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Ha IJIATHHOBOM KaTojie (BcroMoraresbHbli tekTpon): 2H20 + 2e¢ — 20H™ + Ho1

B pactope: H,Y* +Cu* —CuY? +2H",

rae Y 2 cooTBeTCTBYeT:

HOOCH2C HECDD

fN CH2CH2- \
TOOCH2C ‘H2COOH

OCHOBHBIE TapaMeTPbl METOJMKHU U3MEPEHUN NpuBeAcHbI B [Ipunoxenuu A.

JlononHUTENbHBIE UCCIIEIOBAHUS MTOTPEOOBATUCH I Pa3pabOTKU MPOIeAypbl KOJIUYECTBEH-
HoTrO nepeBoja HaBecku DJ[TY B pacTBOp M BBOJIA KUIKOW MPOOBI B STYEHKY ISl KYJTOHOMETPUYECKO-
ro TUTPOBAaHMS B CBsI3U ¢ TeM, yTo DJ[TY ManopacTBopuma B BOJIe U pacTBOPSAETCS TOJBKO B IPUCYT-
cTBUU 1enouu. Pa3paboranHas mporeaypa BKIIOYAET CIEAYIONINE ITAlb:

- HaBecky D/ITY maccoit (0,2 — 0,3) T momemamT B CHEHHANbHBIN CTEKISHHBIA CTaKaHUYUK
nuamerpoMm 18 MM 1 BeicoTOM 30 MM M B3BEHIMBAIOT HA aHAJUTHYECKUX BECaX C MOTPEITHOCTHIO HE
ooiee 0,00002 1;

- B crakaHuuk ¢ DJITY 106aBasioT 2 cM® eMOHM3HPOBAHHOM BOJBI C YJACNBHOH 3IEKTpHYe-
CKO#i TIpoBOAMMOCTHIO He 6onee 1 MkCm/cMm n 0,5 cM® KOHIIEHTPUPOBAHHOTO PACTBOPA AMMHAKA KBa-
JTU(PUKALNN «O0.C.U.»;

- 1oce NnoyHoro pactsopeHust Hapecku D/ITY crakaHuuK ¢ pacTBOPOM IMPOOBI MOMEMIAIOT B
SYEHKY JIJIs1 KyTTOHOMETPHUECKOTO TUTPOBAHUS C MMOMOIIBIO YCTPOUCTBA I BBOJA MPOOHI.

Pa3zpaborannas mporeaypa MO3BOJSET MCIONb30BaTh aHATUTHUYECKHUE BECHI ¢ HAUOOIBIIUM
npeaenom B3pemmBanus 5,1 r u norpemnocteio He 6osiee 0,000020 1, Torna Kak 103UPOBAHUE TOTO-
Boro pactopa DTV ¢ momorpio mipuiia TpedyeT MPUMEHEHUs] aHATUTHYECKUX BECOB C MOTPEITHO-
cteto 0,00006 r. Mcnons3oBaHue pa3pabOTaHHOW MpOILETypbl KOJUYECTBEHHOI'O IEepeBOja HAaBECKU
OATY B pacTBOp M BBOJAA KHUJKOW MPOOKI B SIMEUKY ISl KYJTOHOMETPUYECKOTO TUTPOBAHUS MTO3BOJIH-
JI0O YMEHBILIUTh MOTPEUIHOCTh 3MepeHuit Macchl poosl D/ITY B Tpu paza.

Hccneoosanue oonopoonocmu mamepuana CO u ycmanognieHue ammecmo8aHHo20 3HAUeHUs
CO cocmasa ITY

HccnenoBanue 01HOPOAHOCTH MaTepHalia MPOBOJWIM METOJOM KYJIOHOMETPHUYECKOIO TUTPO-
BaHUs MyTEeM TPEXKPATHBIX U3MEPEHHI CONep:KaHUs aTTeCTyeMOro KOMIOHEHTa B TpeX Mmpodax, oTo-
OpaHHBIX CITy4aitHBIM 00pa3om oT Bcero matepuana CO, ¢ mocnenyromeld 00padoTKON pe3yabTaToB MO
cxeMme OJHO(PaKTOPHOTO AMCIEPCHOHHOIO aHalu3a, MaTeMaTHYECKHl ammapatr KOTOPOro M3JI0XKEH B

PMI 53 [133]. Pesynbrarer uamepenniit MJIIOK 3ATY npusenens! B Tadaume 5.1.
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Tabmuma 5.1 - Pe3ynpTaThl n3MepeHU MacCOBOM JOJU ATHICHIUAMHHTETPAYKCYCHOM KHCIIO-

11 B MaTepuasie CO cocraBa ATV, %

Howmep Cpennee
poObI Homep pe3ynbrara | . apudme-
n Cpenuii Pazmax TI/II)HE(};KOG
pegﬁmTaT Ry = A mex = Avmin | 10 Bcem
" pe3yJbTa-
1 2 3 Tam
1 99,791 99,753 99,807 99,784 0,054
2 99,818 99,803 99,785 99,802 0,033 99,778
3 99,764 99,755 99,729 99,749 0,035

Cornacuo pexoMenaanusam [133] ObuIM OLIEHEHBI CICAYIOIINE BETUIUHBI:

- CpeIHUl pa3max R = %Z:: R, = 0,041 %; (5.1)

- KBaJpaT  CTaHJAPTHOrO  OTKIOHEHHS  CPEIHHX  pPE3yJbTaToB 10  mpodam
SS, = %g(An — A)? =0,000715 %; (5.2)

- cTaHapTHOE OTKIOHeHHue pesyibTatoB S, = a(J)R =0,024 %, (5.3)

rae koddduuent a(J)=0,59.

2 —_— 2
[Tockonbky S /I 0,000192 % u SSh > S/ , XapaKTepPUCTUKY HEOJAHOPOIHOCTU O, Ma-

tepuana CO cocraBa D/ TV paccunutsiBanu o Gopmyiie

o, =+/SSh—S2/J =0,0229 % (5.4)

VYcranoBnenue arrectoBanHoro 3HadeHuss MJIOK D/ITY npoBoaunu mo AaHHBIM HUCCIEAOBa-
HUs ogHOpoaHocTU Martepuana CO, mpuHuMasi 3a artectoBanHoe 3HaueHue CO cpeanee apudmernde-
CKOE€ T10 Cepuu 13 9 u3MepeHui, BHIITOJIHEHHBIX METOIOM KYJTOHOMETPUUYECKOTO TUTPOBAHUSI C TIPUME-
HEHUEM 3TaJOHA.

JlononaurensHO OblIa pazpaboTaHa TUTPUMETpHUUECKAs METOAMKA U3MEPEHUN MacCOBOU 10NN
OCHOBHOro kommnosHeHta B Marepuaie CO cocraBa D/ITY, ocHOBaHHas Ha TUTPOBAHMM PacTBOPA
SOIATY mpu pH 5,5 — 6,0 pactBopom menu (1) ¢ u3BecTHOM KOHIIEHTpalUel ¢ BU3yaJbHBIM OTpenese-
HUEM KOHEYHOM TOUYKM TUTPOBaHUA C Hcnonb3oBaHueMm uHaumkaropa ITAH (1,2-(nmupuaunaso) 2-
HadTon). B KadecTBe THUTpaHTa KCIONBL30BaH pacTBOp MoHOB Meau (II), mpuroToBIeHHBINH U3 TIEPBUY-
HOTO CTaHJapTHOTO 0Opa3iia MaccoBoit goau meau B Mmeau ['CO 9438-2009, maptust Ne 1, mara Beimmyc-
ka — HOs10pb 2009 T. (aTTecTOBaHHOE 3HAYEHNWE MAaCCOBOM J0JU Menu coctaBisieT 99,95 % + 0,05 %).
[To pa3paboTaHHOI METOAMKE MPOBEIEHBI IBE CEPHUH IO MSTh OMPEIEICHUI MacCOBOM 101U OCHOBHO-
ro KOMIIOHEHTa B MaTepuaje CTaHAapTHOro o0pa3iia cocTaBa ATHIICHIUAMHHTETPAYKCYCHOW KHUCIOTHI

TATPUMETPUYECKUM METOJIOM C TPUMEHEHHEM aBTOMAaTHYECKOW OIOPETKH-I03aTopa (THTpaTOpa)
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TITRONIC T110-Plus.

Pesynbrarsl n3mepenuit MJIOK B matepuane CO cocraBa DTV TUTpUMETPUYECKUM METO-
JIOM TIPUBEACHBI B Ta0OIHIIE 5.2.

Tabmuma 5.2 - Pe3ynbraThl H3MEepeHUH MacCOBOM JIOIH ATUJICHAMAMUHTETPAYKCYCHOU KHUCIIO-

Tbl B MaTepuasnie CO coctaBa DITY TUTpUMETPpUUECKUM METOJIOM

No pesynbprara Pesynerar m3mepenuit MJIOK | Cpennee 3Ha- | I'panunbr abco-
/HaumenoBanue | B wmarepuaie CO cocTaBa | YeHHE MO JBYM JIOTHOM I0-
xapakrepuctuku | ATV, % CepUsIM U3ME- | TPELIHOCTH U3-

penuit, % MEpEeHUN

Cepus 1 Cepus 2 (P=0,95),

+ A, %
1 99,81 99,84
2 99,86 99,76
3 99,92 99,74
4 99,86 99,75 99,81 0,23
3) 99,87 99,68
Cpennee 99,86 99,75
3HaueHue, %

[To manHbIM Tabnui 5.1 1 5.2 BUAHO, YTO pe3yabTaThl M3MEPEHUH MacCOBOW JTOJIM STHIICH/IHA-
MUHTETPAayKCYCHOM KHCJIOTHI B MaTepuaie cTaHgapTHoro oopasua cocrasa DTV, nomyueHHble Me-
TOJIOM KYJIOHOMETPUYECKOTO THUTPOBAHUS W TUTPUMETPHUYECKHM METOJOM, XOPOIIO COTJIacyTCs
MEXy COOOH.

Uccneoosanue cmabunonocmu mamepuana CO cocmasa 3TV

Uccnenoanune crabunbHocTu Matepuana CO coctaBa DTV nmpoBoauau MeToI0OM yCKOPEH-
HOTO CTapeHUsi, B OCHOBE KOTOPOTO JIXKUT dMIHMpuieckoe npasuio Bant-I'odda, mo3ponstomniee npu-
OJMM)KEHHO OLIEHUTH BIIMSHUE TEMIIEpPaTyphl Ha CKOPOCTh XMMMYECKOW peakIMM: HpU IMOBBIIIEHUU
temneparypbl Ha 10° C ckopocTh peakliuy yBeaudyuBaercs B 2-4 pasa.

Ot marepuana CO otobpanu nmpoOy maccoit 1,8 T, 10CTaTOUHYIO /JIs BBITIOJIHEHUS TPEX U3Me-
penwuii. Jlannyro mpoOy CO B cTekIsSHHONM dYaiike moMecTiin B cymuiabHbA mkad «BINDER FED
53» nas «crapenus». Temneparypy ycraHoBuiau paBHoi 115 °C. Bpems ctapenus coctaBmiio 59 uva-
coB. TemnepaTypy ¥ BpeMsl cTapeHMs] Ha3HAYMIN U3 pacueTa MOATBEP)KIECHUS CTaOMIBbHOCTH MaTepu-
ana CO B TeueHUe IATH JIET.

Jlnist pacdera BpeMEeHH CTapeHHsI UCIOIb30Balu ypaBHeHue Bant-I'odda
t-20
Ty =721 , (5.5)
I7ie T20 — Ha3HavyaeMblil cpok rogHoctu CO npu komHaTHOM Temneparype (20 °C), cyTku;
Tt — cpok ucnbiTanust CO npu NOBBIIIEHHON TeMIlepaType, CyTKH;

t — Temneparypa ucneitanus marepuana CO, °C.
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[Tocne okoHuanus BeiAepKkU Marepuaa CO B cymmibHOM Iikady, npoOy oXJiIaauian 10 KOM-
HATHOW TEMIIEpaTyphl B dSKcUKaTope Hax okcuaoM docdopa (V). [IpoBenn u3mepeHrne MaccoBOr 0JIU
OATY ¢ nmpuMeHEeHUEM 3TajloHa aHAJIOTUYHO HU3MEPEHMSIM, BBIITOJIHEHHBIM JJII YCTAHOBJICHUS aTTe-
croBanHoro 3HayeHust CO, B Tpex nmpobax matepuana CO, MoABEprHyTOro CTapeHuIo.

[To mosmydeHHBIM ABYM BBIOOpKaM 3Ha4YeHHi MaccoBoi qonu DJTY (1o m mocne crapeHus) ¢
ucrosb3oBanueM t-kputepuss CTbIOJIEHTA MPOBOJIWIM OLEHKY PaBEHCTBA JBYX CpPEIHUX 3HAYCHUH
JBYX BBIOOPOK. 3HAUCHUE t-KPUTEPHS BBIYUCIISLIIN 110 (hOpMYyIIe:

X-=Y .
(n,—1)-S;+(n,-1)-S;
n+n,—2

(5.6)

rae  t— kpurepuii CTbloieHTa;

X — cpeanee apudmMeTryeckoe 3HaU€HHE BBIOOPKH (X1...Xn) — pe3ysbTaThl UCCIACIOBAHHS Ma-
tepuana CO cocraBa DTV, BbiaepkaHHOTrO Ipu KOMHATHOM Temneparype (20 °C);

Y - cpennee apupmernueckoe 3HaueHue BHIOOPKH (Y1... Yn) — pe3ysibTaThl UCCIICIOBAHMS MaTe-
puana CO coctaBa DTV, moABEprHyTOro CTapeHHIO;

Sx — cpeiHee KBaIpaTHUeCKOe OTKIIOHEHHE BBIOOPKH (X, ..., Xn);

Sy — cpenHee KBapaTuUecKoe OTKIoHeHue BbIOOpKH (Y, ..., Yn);

N1 ¥ N2 — 00BbeMbI BBIOOPOK X 1 Y COOTBETCTBEHHO.

Ecnu BelunciieHHOE 3HaYeHHE t-KpUTepusi MEHblIe TaOJIUYHOTO 3HAUYEHUS [Tl YKMciia CTerneHel
cBoOoab! f=N1+n2-2 n ypoBHs 3HaunMocT 0=0,05, neIar0T BBIBOA, YTO PA3IHUUe CPEITHUX 3HAUYCHHN
JIBYX BBIOOPOK CTATHCTUYECKU HE 3HAUMMO, 1 MaTepuan CO npu3HaroT cTaOUIbHBIM B T€UEHHUE MpE/I-
[0JIaraeMoro Cpoka roJJHOCTH.

DKclepUMeHTalIbHbIE JaHHbIE N0 MCCIeI0BaHnI0 cTabmipHOoCTH MaTepuana CO u pe3yabTaThl
uXx 00paboTKH MpecTaBIeHb! B Tabaume 5.3.

Tabnuma 5.3 — PesynbTarsl uccnenoBanus ctabunbHoctu Matepuana CO cocraBa OATY

Pe3ynbTaThl N13MEpEeHU MAaCCOBOM AOJIA STHIICH M-
aMUHTETPAyKCyCHOM kucioTsl B MaTepuaine CO cocraBa
OATY, %
Homep usmepenus 1o crapenus (X, ..., Xn) nocie crapeHus (Y1...Y3)
1 99,791 99,785
2 99,753 99,774
3 99,807 99,739
4 99,818
5 99,803
6 99,785
7 99,764
8 99,755
9 99,729
Cpennee apudMeTHIECKOE 3HA- 99,778 99,766

110



yeHue BhIOOpKH (X 1 Y COOTBET-
CTBEHHO), %

CKO Bb10opku (Sxu Sy cooTBeT-

orserme), % 0,010 0,014

tpaccu. 1,839

Unaon. 2,262

Kak BumHo mo nanueiM Tabnuimbl 5.3, paccuntaHHoe 3HaueHue koddduumenta CTbrofeHTa
(tpaccs.) MeHbIIe TaOIMYHOTO 3HAYCHHS (Lmasr), CriemoBaTesibHO, MaTepuan CO coctaBa DJTY moxer
OBITh IPU3HAH CTAOMIIBHBIM B TEUCHHE UCCIICTyeMOTO CPOKa - TISITH JIET.

Pacuem memponozcuueckux xapakmepucmux CO cocmasa ATY

Pacuet Merponoruueckux xapaktepuctuk CO coctaBa DJITY BbINOJHEH B TEPMUHAX MOTPEIII-
Hoctu 1o ['OCT 8.736 [96]. CtanmapTHOE OTKIOHEHHE CIy4allHON COCTABIISAIOIICH MOIPEITHOCTH aT-

tecroBaHHOro 3HadeHust CO, S, , BBIUUCICHHOE 110 pe3yabTaTaM Tabuuisl 5.1 no gopmyne

(5.7)

cocrtasuio 0,0249 %.

FpaHI/IHa CHy‘I&ﬁHOﬁ COCTaBJISIOIIEH MNOTPCITHOCTH ATTCCTOBAHHOI'O 3HAYCHUA (6[0) JJI 10BC-

putenbHOU BepossTHOCTH P = 0,95 ouienena paBHOU & =tS (A) = 0,05 %. (5.8)
[TockonbKy COOTHOLIEHHE XapaKTEPUCTHK HEHCKIIIOUEeHHOU cuctemarnueckoi (O = 0,007 %,

U3 TMacmopra AJTalloHa) W CIIy4aiHON (SA ~0,0249 %) coOCTaBIAKOMUX MOTPEHIHOCTH PABHO
C
y =—=0,3, uro ynoBneTBOpseT HepaBeHCTBY / < 0,8, TO, COracHO pekoMeHmarmsm PMI 53
A
[133], cucremaruueckoi cOCTaBISIONICH MOTPEITHOCTH MPEHEOPEraroT 1 MOrPEITHOCTh ATTECTOBAHHO-
ro 3HaueHus paszpadatsiBaemoro CO npuHMMAIOT paBHOM &, To ecTb 0,05 %.
OreHeHHas MOTPEIIHOCTh ATTECTOBAaHHOI'O 3HaueHUs pa3pabarbiBaemoro nepsuunoro CO co-
CTaBa JITWJICHIUAMUHTETPAYKCYCHOW KHUCIOTHI coctaBuna 0,05 % npu P = 0,95, uro cooTBeTrcTBYyeT
YPOBHIO MU3MEPUTEIBHBIX BO3MOKHOCTEH HAIlMOHAJIBHBIX METPOJIOTMYECKMX MHCTUTYTOB IO HU3MEpe-
HUIO MAacCOBOM J0JIM OCHOBHOTO KOMIIOHEHTA B ATHJICHIMAMHHTETPAYKCYCHOM KHCIIOTE WIM €€ AUHA-
TpueBoi conu. Ilo nanHbIM MexayHapoaHoro nuwiotHoro candeHnss CCQM-P112 pacmmpenHas He-
onpeneneHHoCcTh pesynbTata usMmepenuit MJIOK B D/ITY wnin ee tuHATpUEBON COJIM METOJIOM KYJIO-
HOMeTpudeckoro tTutpoBanus coctasuia 0,027 % (Cnosakus) u 0,3 % (I'epmanust), METOJOM TUTPH-
metpui - ot 0,044 % (Anonus) no 3,3 % (Mekcuka); mo uHGOpMaLUU 6a3bl JAHHBIX U3MEPUTEIBHBIX
U KaJMOPOBOYHBIX BO3MOXKHOCTEH HAIIMOHAIBHOTO METPOJIOTHYECKOro MHCTUTyTa Kuras Ha caiite
MBMB pacmmpenHast HeONpeAeIeHHOCTh Pe3yJIbTaTOB U3MEPEHN MaCCOBOM JJOJIM OCHOBHOI'O BElIe-
ctBa B nuHatpueBoit conu DTV naxonurcs B nuamnazone ot 0,005 % mo 0,08 %.
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Ha puc. 5.4 npuBeneHo pacnpenesieHue BKJIAJ0B COCTABISIONIMX MOTPEIIHOCTA OT HEOJHO-
ponuoctu Matepuana CO, oT XapakTrepu3anuu (Crocoda YCTaHOBICHHS aTTECTOBAHHOTO 3HAYCHUS) H

HECTaOMJIBHOCTH B MOTPELIHOCTH arTecToBaHHOro 3HaueHust CO cocraBa D/(TVY.

M NOrpewHOCTb OT XapakTepur3auum
M norpewHocTb OT HEOAHOPOAHOCTU

NorpelwHoCTe OT HecTabunbHOCTK

Puc. 5.4 Pacnpenenenue BKJIaJOB COCTaBISIOLIMX HOTPELIHOCTH aTTECTOBAHHOTO 3HAYECHUS
CO cocraBa DATY

BuaHo, yTO OCHOBHOH BKIJIaJ] B IMOTPELIHOCTh aTTECTOBAHHOTO 3HaueHMs paspadboranHoro CO
cocraBa D/[TY BHOCHT mOrpemiHOCTb OT HEOqHOpoAHOCTH MaTepuana CO. B 3Tol CBsA3M NpH BBIILYCKE
NOCJEIYIONUX MapTUH TUIAHUPYETCS] MPOBOAWUTH JOMOJHHUTEIBHYI0 OYHUCTKY HCXOIHOTO PEaKTHBA
OATY nepexkpuctaianzanuei, 4YTo MO3BOJUT MOBBICUTH OJHOPOIHOCTh MaTepuana CO M yiay4ymuTh
meTposoruueckue xapakrepuctiuku CO.

CO cocraa D/ITY BHecen B ['ocynapctBenHblil PeecTp crangapTHbix 06pas3ioB PO mox Ho-
mepom I'CO 9655-2010.

5.2.2 Co3nanue CO cocraBa pacTBOpa XJOPOBOJAOPOAHOI (COJISIHON) KHCIOTHI
(I'CO 9654-2010)

5.2.2.1 OGocHoBaHME U 0011t XapakTepucTHKa pazpabdaTsiBaemoro CO

PactBOpBI X10POBOJOPOIHON KUCIOTHI IIMPOKO UCIIONIB3YIOT B KAYECTBE TUTPAHTA MPU OIpe-
JIeJICHUH MIETIOYHOCTH BOJBI, BOJKH, KOHIUTEPCKUX M3Menuii u apyrod npoxaykiwn [134, 135], npu
U3MEPEHUHU MacCOBOH 0K OeNka B MUILEBBIX MPOAYKTaX, MPU OMPEISIIEHUH COIePKaHUH OKCHI0B U
TUAPOKCUIOB IMIeNOUHbIX MeTauioB [136, 137], a Takke /Ui yCTaHOBJICHHSI TUTPa PacTBOpa TUAPOK-
CHJla HaTpusl, KOTOPBIH SABJIAETCS OCHOBHBIM TUTPAHTOM B allUIUMETpUH. BakHeHInM npumMeHeHnem
pacTBOpa COISIHOM KHCIOTHI ¢ TOYHO YCTaHOBJICHHOM KOHIIEHTpAlMel CllefyeT Ha3BaTh UCIOJIb30Ba-
HUe ero B pH-meTpuu, B ToM uncie npu u3mMepeHusx pH Ha BbICIIEM METPOJIOTHYECKOM YPOBHE - C
IPUMEHEHUEM TOCyJapCTBEHHOI'O MEPBHUYHOIO 3TAJIOHA MOKa3aTess aKTMBHOCTH MOHOB BOJOPOZa B
BoAHBIX pacTtBopax ['OT 54-2011. Jlna ykazaHHBIX 1efield OOBIYHO MCTOJB3YIOT PaCTBOPHI COJISTHON

KHCJIOTHI ¢ KOHIIeHTpanuen 0,1 MOJTB/ M.
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Pa3zpabarbiBaeMbIii CTaHAAPTHBIN 00pa3elr] MpeacTaBIseT COOOM PacTBOP XJIOPOBOAOPOIHON
(COMsAHOI) KMCTOTHI KOHIeHTparueii 0,1 Momb/IM3, IPUTOTOBIIEHHKIH 13 XJIOPOBOIOPOIHOM (COTAHOM)
kuciotel 0coboii unctoThl mo ['OCT 14261-77 [138] u nenoHU3UpPOBAHHON BOABI C yICIBHON 3JICK-
TPUYECKOHN IPOBOIUMOCTRIO He Ooiee 0,05 MmxCwm/cm.

B Poccun ananornuHbIi cTaHAApTHBIN oOpaserr coctaBa pactBopa Kuciaotel cojistHor (I'CO
9425-2009/ MCO 1593:2010) Beimmyckaer OOO «lleHTp cTaHmapTHBIX 00pa3IOB U BBICOKOYHCTBIX
BelecTBy, I. Cankr-IleTepOypr. ATTecTOBaHHOE 3HAYEHUE MOJSPHOM KOHIEHTpAIMU COJISTHOM KHC-
sotel I'CO 9425-2009 cocrasuser 1,002 Monb//:[M3, MOTPEITHOCTh aTTECTOBAaHHOTO 3HaYeHUs - 0,5 %.
Mertponoruueckue xapaktepuctuku ['CO 9425-2009 ycraHOBIEHBI TUTPUMETPUUECKUM METOJIOM I10
aTTECTOBAaHHOM METOJIUKE U3MEPEHUN.

PazpabarsiBaembiii CO cocTaBa pacTBOpa COJSTHOM KUCIOTHI MPEIHA3HAYEH /Uil YCTAHOBIICHUS
METPOJIOTHUECKUX XapaKTEPUCTUK CTaHIAPTHBIX 00pa3I[0B COCTaBa Ha OCHOBE peaKlUMU HEHUTpalu3a-
[[UU; 715 UCTIOBb30BaHMs B KQUe€CTBE THUTPAHTA B KHCIOTHO-OCHOBHBIX TUTPOBAHHSIX MPHU YCTaHOBJIE-
HUU J€HCTBUTEIBLHOTO 3HAYEHUsI MOJSIPHOM KOHLEHTpPALUU PacTBOPOB T'MIPOKCHUJIOB IIEIOYHBIX Me-
TAJIOB M JPYTUX XMUMHUYECKHX PEAKTHBOB; JJISI TMOBEPKH, KATUOPOBKH, IPAJAYHPOBKH TUTPATOPOB U
npyrux cpeacts usmepenuit (CH), KOHTPOIIS METPOIOTUYECKUX XapaKTEPUCTHUK MPHU MPOBEACHUU HC-
neiTanuid CH, B TOM 4Hciie B LESIX YTBEPHKICHUS THIA; U1 METPOJIOTMUECKON aTTeCTallii METOIUK
W3MEPEHUI, KOHTPOJISl NOTPEIIHOCTH METOIMK U3MEPEHUH B Ipoliecce UX npuMeHenus. Pa3pabarsiBa-
emblii CO cocTaBa pacTBOpa COJITHOM KHMCIOTHI aTTECTOBAH MEPBUYHBIM METOJIOM KYJIOHOMETpHUe-
CKOTO TUTPOBAHHUS C IPUMEHEHUEM I'OCYJapCTBEHHOTO NIEPBUYHOIO ATAJIOHA U UMEET MOTPEIIHOCTD B
10 pa3 menbpme cymectByromero anaigora ['CO 9425-2009, uto mo3BoJII€T UCHOJIB30BATh €r0 B ap-
OUTpaXHBIX aHANM3aX, JUIsl aTTeCTAllMd CTAHJAPTHHIX 00pa3lloB, BTOPUYHBIX U pabOYMX ATATOHOB,
BBICOKOTOUHBIX METOJIUK U3MEPEHUH.

5.2.2.2 Beibop u uccnenoBanue marepuaiga CO cocTaBa pacTBOpa COJITHOM KHUCIOTHI, IPUTO-
toByieHne naprtuun CO

NcxonupiMu BeniecTBaMu A1 ipurotosieHus: CO cocTtaBa pacTBOpa COJITHOW KUCTOTHI SIBJIS-
eTcsl XJIOPOBOJOPOAHAs (CONIsIHAs) KUCIIOTa KBATU(UKALIUK «OCY» U JIEMOHU3MPOBaHHAsA Boja. bruia
npuoOpeTeHa coJisiHasi KHCIO0Ta KBAIM(UKAUMK «ocu» OBYX npousBoaurteneid — Kommanun «Curma
Tex», MockoBckast 0011. (kucinoTa Mapku «ocd 20-4», ynmakoBaHHas B CTEKJIsiHHbIE OyThuIH), 1 OAO
«'UPEJIMET», r. MockBa (KHCIIOTa MapKu «0cd 7-4», yakOBaHHAs B TUTACTUKOBYIO KAaHUCTDPY).

Jl1s ocyiecTBiIeHHs] BXOAHOTO KOHTPOJIS KayecTBa peaKTUBOB, UCIIOJIb3YEMbIX B KaUeCTBE Ma-
Tepuana CTaHAapTHOTO o0paslia cocTaBa PacTBOpPa COJSHOW KHMCIOTHI, OBUIM MPOBEACHBI U3MEPEHUS
MaccoBOW KOHIIeHTpauuu 6osnee 60 XUMHUYECKHUX 3JIEMEHTOB B MP0OaxX COJSHOW KHUCIOTHI MPOHU3BOJI-
ctBa Kommanuu «Curma Tex» u OAO «I'MPEIAMET» Ha macc-cniekTpoMeTpe ¢ HHIYKTHBHO-

cBsa3aHHOM Tuiazmoi ELAN-9000 cnenumanucramu akkpeautoBaHHo naboparopuun ®I'AOY BIIO
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«DenepanbHBI YHUBEPCUTET UMEHHU TiepBoro npesuneHta Poccun b.H. Ensiunay. Tlpenen obnapy-

JKEHHUS 2IEMEHTOB TIPH M3MePeHHH Ha Macc-criektpoMerpe ELAN-9000 coctapnser ot 3 1o 15 ur/mm?,

npeesl OTHOCUTEIBHOM Cly4yallHON MOrpeIIHOCTH MU3MEPEHUN KOHIIEHTPALMH 3JIEMEHTOB (IIPU KOH-

nentpanun 10 Mxr/mm®) cocraBnser 30 %. PesynpTaTel H3MepeHHii, pacCUNTaHHEIE KAK CpeHee 3Ha-

YeHHe 10 TpeM MpodaM KaKJ0i U3 IBYX MapOK COJITHON KUCIIOTHI, IpeICTaBjIeHbl B TabuIe 5.4.

Tabmuna 5.4 — Pe3ynbrarhl U3MEpEeHUN MAacCOBOU KOHIIEHTPAIMA XUMHUYECKUX SJIEMEHTOB-

npuMeceil B mpo0ax COJSHON KUCIOTHI Mapku «ocd 20-4» npousBojactBa Komnanmu «Curma Tex» u

COJITHOM KHCJIOTEI

MapKu «ocd 7-4»

npousBoactea OAO

«UPEIAMET»

METOJAOM Macc-

CIIEKTPOMETPHH C HHAYKTHBHO-CBSI3aHHOM IIJIa3MOM ¢ TpuMeHeHneM Macc-criekrpomerpa ELAN-9000

MaccoBasi KOHIIEHTPAIHS, MKT/IM°

Ne DeMeHT CossHast KUCI0Ta MapKU CongHast KUCJI0Ta MapKU «OCY
«ocu 20-4» -4
1 2 3 4
1 Li <TIIO <IIO
2 Be <IIO <IIO
3 B* 20,73 24,16
4 Na 164,92 <TIO
5 Mg 24,82 <IIO
6 Al 10,91 1,95
7 P <IIO <IIO
8 Sc <IIO <TIO
9 Ti 6,92 8,01
10 V** - -
11 Cr 5,08 5,20
12 Mn 1,60 1,18
13 Fe*** 150,80 103,09
14 Co* 7,11 4,10
15 Ni <TIO <IIO
16 Cu 10,79 8,31
17 Zn 10,15 <IIO
18 AS** - -
19 Se*** - -
20 Br 7663,82 11904,12
21 Ga** 1,65 1,66
22 Ge** 1,68 1,56
23 Rb <IIO <TIIO
24 Sr 1,37 <IIO
25 Y <IIO <TIIO
26 Zr <IIO <IIO
27 Nb <IIO <TIIO
28 Mo 0,10 0,13
29 Ru 0,02 0,00
30 Rh 0,05 0,04
31 Pd 0,96 0,61
32 Ag 3,95 1,58
33 Cd <TIIO <IIO
34 In 0,02 0,00
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35 Sn 70,12 0,81
36 Sb 0,07 0,18
37 Te <TIIO <IIO
38 | <IIO <TIO
39 Cs <TIIO <IIO
40 Ba <TIIO <IIO
41 La 0,02 <IIO
42 Ce 0,04 <TIIO
43 Pr 0,01 <IIO
44 Nd 0,07 0,01
45 Sm <IIO <IIO
46 Eu <TIIO 0,01
47 Gd <TIIO <TIIO
48 Tb 0,01 0,01
49 Dy 0,02 <IIO
50 Ho <IIO <TIO
51 Er 0,02 <IIO
52 Tm <TIIO <IIO
53 Yb <IIO <IIO
54 Lu <IIO <IIO
55 Hf <IIO <IIO
56 Ta <IIO <IIO
57 W <TIO 0,02
58 Re <IIO <IIO
59 Os <IIO <TIO
60 Ir <IIO <TIO
61 Pt 0,08 0,02
62 Au 0,14 0,10
63 Hg <IIO <IIO
64 Tl <TIO <TIIO
65 Pb 1,33 0,15
66 Bi 0,02 <TIIO
67 Th 0,03 <IIO
68 U <IIO <IIO
69 Bi 0,02 <TIIO
IIpumeuanus:

* BOBMOYKHO 3arpsi3HeHHE Mpudopa
** HaJo)KEHUE ¢ U30TOMAMHU XJIopa
*#* Hanmo)KeHHe ¢ U30TOIMOM aproHa
I10 — npenen obHapyKeHUs

B cootBerctBun ¢ 'OCT 14261-77 [138] anst consitHON KUCIOTHI Mapku «ocd 20-4» HOpMUPY-
eTcs Oosblliee YUCIIO MoKas3aTenel, yeM Juist Mapku «ocd 7-4» (23 u 10 coOTBETCTBEHHO) M HOPMBI J10-
mycka Oosee KEeCTKHe, 0 HEKOTOPBIM ToKazaTelsM oTiauyaromuecs B 2-10 pa3. OmHako JTaHHBIS
Macc-CIeKTPOMETPUYECKUX U3MEpPEHH, MpUBEIeHHbIE B TabauIle 5.4, moka3aiu, yTo KUCIOTa MapKu
«ocu 7-4» nmpousBoactea OAO «'MPEJAMET» uwnie Gonee, yem 1o 15 XUMHYECKUM dJIEeMEHTaM, CO-

JIep>KAIMMCsl B KUCJIOTE B BUJIEe IpuMeceil. BeposTHON MpUYMHON NPUCYTCTBUS B KUCIOTE TIPOU3BOJ-
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ctBa Kommannn «Curma-Tek» Takux npumeceid, kak Na, Mg, Al, Pb sBnsercst ucnoap30BaHue CTEK-
JSTHHBIX OYyThIJIEH B Ka4eCTBE Taphl JUIsl XPAHEHUS, TaK KaK COJISTHAs KUCIIOTa CIIOCOOHA YaCTUYHO pas3-
PYIIATh CTEKJIO U BBIIIEIAYUBATH €0 KOMIOHEHTHI, IIOATOMY MPEINOYTHTENbHEE I XPaHEHHSI COJIsI-
HOM KHCIIOTHI UCTIOJIb30BaTh MOJIUMEPHYIO Tapy.

Jna npurotoBienuss CO cocraBa pacTBOpa COJSHOM KHUCIOTHI BbIOpaHa COJIIHAs KHUCIIOTa
Mapku «ocu 7-4» mpousBoactBa OAO «'MPEJIMET». B kauectBe pacTBopuTENsl UCIIONIB30BAHA JIE-
WOHHM3UPOBAHHAS BOJAA C yIENbHON 31eKTponpoBoaHocThio 0,04 MxCwm/cM, mpou3BeneHHas Ha ycTa-
HOBKE JIJIS1 TTOJIYYCHHS yabTpaurcTor Boasl “Simplicity UV”, npunamnexameit ®I'YIT «YHUNUM».

C ucnonb30BaHUEM BBIOPAHHBIX PEAKTHBOB IMPUTOTOBIIEHA U pacacoBaHa HOBas MapTUS Ma-
tepuana CO cocTaBa pacTBOpa COJISHON KUCIOTHI B 00beme 10 am®. Ina pacosku matepuana CO co-
CTaBa PacTBOpa COJITHOW KUCIOTHI OBLTH BBHIOPAHBI Y3KOTOPJIbIe (PIIAKOHBI U3 MOJUITUIIEHA BHICOKOTO
JaBIIEHHs BMECTHUMOCTHIO 250 cM°, cHabKeHHBIE 3aTTyIIKOi H 3aBHHYHBAIOIIEICS KPBIIIKOM, TIpe Ha-
3HAYEHHbBIC IJIS1 XPAHEHUS U TPAHCIOPTUPOBKHU JKUJIKUX MAaTEPHAIIOB — CIHPTOB, JETYUHX >KUIKOCTEH
Y KUJIKOCTEN C BBICOKOW TEKYYECThIO.

Jis rapaHTHPOBAHHOTO OOECIIEYCHUS TEPMETHYHOCTH M OTCYTCTBHSI UCIIAPEHUS XJIOPOBOJIO-
pOJIa KPBIILIKA U TOPJIO Kaxa0ro (hiakoHa ObUIHM MOKPBITH clloeM mapaduHa MyTeM MOTpy>KeHus B pac-
IUTaBJICHHBIN mapaduH BepXHeW yacTu (QuiakoHa, 3amojHeHHoro martepuanoM CO cocTaBa pacTBOpa
COJIIHOW KHUCJIOTHI.

5.2.2.3 Pezynomamul ucnotmanuti CO cocmasa pacmeopa CoIsIHOU KUCTIOMbl

MeToauka UCTIBITAaHUM CTaHIAPTHOTO 00pasiia cCocTaBa pacTBOPA COJSHOM KUCIOTHI BKIIOUYAET
B ce0sl cleAyrolue JTambl: pa3paboTKa METOIUKH U3MEPEHUN MOISPHOW KOHIICHTPAIUU COJSTHOU
KucnoThl B Marepuaiie CO MeToI0M KYJIOHOMETPUYECKOTO THTPOBAHUS; YCTAHOBJICHNE aTTECTOBAHHO-
ro 3HaueHus: CO; uccnenoBanue crabuibHocTH Matepuana CO; pacyeT NorpenHoCcT aTTECTOBAHHOTO
3Hayenus CO. IIpu paspabotke CO cocraBa pacTBOpa COJSHOW KUCIIOTHI UCCIIEOBAaHUE OJHOPOJIHO-
ctu Marepuasia CO He MPOBOAMIIM, TaK KaK MaTepHall JAHHOTO CTaHAapTHOTro o0Opasiia SBISETCS HC-
TUHHBIM PaCTBOPOM.

Paspabomxa memoouxu uzmepenuti MOAAPHOU KOHYEHMPAyuu COJAHOU KUCIOMbL 8 Mamepua.e
CO memooom KyioHoMempu4ecKko2o mumpo8aHus

MeTtonrka U3MEpPEHUH MOJIIPHOW KOHIIEHTPAIMH COJISTHONW KHCIOTHl B Marepuane CO ¢ mpu-
MEHEHHEM JTaJIOHa OCHOBaHA Ha AIIEKTPOXWMHUYECKOM T'€HEPHPOBAHWUHU Ha PabOYeM DIIEKTPOJE THJ-
POKCHJI-MOHOB M TUTPOBAaHWHM WMH HOHOB BOJOPO/A, OOpa30BaBIIMXCS MPH ITUCCOIUAIMN COJSTHON
KHUCTIOTHI, C MOTEHIIMOMETPHUECKON MHIUKAIMEeH KOHEYHOW TOYKHU C MOMOIIBI0 KOMOMHHPOBAHHOTO
CTEKJIIHHOTO 3JIeKTpoAa. IIpu 3TOM MpoTeKaroT peakiuu:

Ha TUIATUHOBOM Kartoje (pabouutii snekrpon): H20 + 4e — 40OH + H2

Ha cepeOpAHOM aHoje (BCIIOMOraTe bHBIN d1eKTpon): Ag — e — Ag™
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B pactBope: OH™ + H* — H,0

B3BemmBanue mpoObl CONISTHON KUCIOTHI OCYIIECTBIISUIA ¢ TIOMOIIBIO TTOTUITHIICHOBOTO MITIPU-
1a BMecTHMOCTBI0 10 cM® ¢ MCHoB30BaHKMEM IIACTHKOBOTO HAKOHEUHHKA 0€3 MIJIBI (171 yMEHbIIIe-
HUS UCTIapeHUs IPOOBI BO BpeMs B3BemmBanus ). LLInpuir ¢ pacTBOpOM COJITHON KHCIIOTHI B3BEITUBAIIN
JI0 U Toclie BBOAA MPOOBI B KYJOHOMETPUYECKYIO SUYEHKY M IO Pa3HOCTH MAacC HAXOIWIM Maccy
HABECKH BBEIEHHON B sUeiiKy mpoObl. OCHOBHBIE apaMeTpbl METOAMKH U3MEPEHUI MOJIIPHON KOH-
LEHTPAMU COJISTHOM KUCIOTHI METOJOM KYJIOHOMETPUUECKOTO TUTPOBAHMS C MIPUMEHEHUEM 3TajOHA
npuBeaeHbl B [Ipunoxenuu A.

Yemanosnenue ammecmosannozo suauenus CO cocmasa coasinol KUcionbl

CrnyuyaitHeiM 00pa30M OT MIPUTOTOBIECHHON apTun ObLI0 0TOOpano 3 sk3emmuapa CO u Ha HUX
MIPOBE/ICHO MO TPU M3MEPEHUSI MOJSIPHOM KOHIIEHTPAIIMH MOHOB BOJOpPOJAA C NMPUMEHEHHEM 3TaJloHa
I'DT 176-2010. Pe3ynpTaTsl U3MEpeHHil IpUBEACHBI B Ta0IHIIE 5.6.

Tabnmuna 5.6 - Pe3ynbraThl U3MepeHUN KOHIIEHTpAIMii MOHOB BoJopona, v, Moib/kr, u Cij,
MOJIB/IMS, B MaTepHaie maptu Ne 1 cTaHZapTHOTO 06pa3Ia coCTaBa PacTBOPA CONSHON KUCIOTHI Me-

TOJIOM KYJIOHOMETPHUYECKOTO TUTPOBaHMA ¢ mpuMeHenneM stanona 9T 176-2010

No No Pesynbrar Vep., [Tnot- Pesynbrar Cep., OtH. OTH.
u3- | ¢pma- | U3MEpEeHUN | MOJIB/KT | HOCTh wsMepennii  |mons/mv| CKO, |HCII, %
Me- | KOHa | KOHIIEHTpa- pacTBopa | MOJIIPHOU % (u3 mac-
peHus| 002078 COJISTHOM | KOHIIEHTpa- nopra
HOHOB BO- KHCJIOTEL, | IMA  HOHOB I'DT 176-
jgopoja B Kr/MC, BOJIOPOJIA B 2010)
COJISTHOM nipu 20°C | constHOM
KHCJIOTE, Vi, kucinore, Cij
MOJIB/KT MOJTB/TM®
1 37 0,100170 0,100048
2 37 0,100191 0,100069
3 37 0,100166 0,100044
4 15 0,100198 0,100076
5 15 0,100228 | 0,10019 | 1,00122 0,100107 |0,10007 | 0,007 0,013
6 15 0,100201 0,100080
7 2 0,100215 0,100093
8 2 0,100173 0,100051
9 2 0,100186 0,100064

3a aTTeCTOBAHHOE 3HAUYEHHE MOJISIPHOW KOHLIEHTpPAllMd MOHOB BOJIOPOJA MPUHSITO CPEIHEe
apudmeTHuecKoe 3HaUCHUE TI0 JEBSATH pe3yIbTaTaM U3MEPEHH, TPEICTaBICHHBIM B Ta0IuIE 5.6.

B nepuo BeIMONHEHUS U3MEPEHUN IO YCTAHOBIIEHUIO aTTECTOBAHHOIO 3HaYeHUs maptuu Ne 1
CO cocrtaBa pactBopa cojisiHOW kuciaoThl Ha 3TanoHe ['DT 176-2010 Ot mpoBeAeHbl U3MEPEHUS
KOHIIEHTPAIlMU HOHOB BojiopoJia B aHamorudHoM CO cocrtaBa pactBopa comsiHoit kucnotel MRC HCI
npou3BoACcTBa HanmoHaibHOr0O MHCTUTYTa METPOJIOTHHU, CTAHAAPTU3ALMU U MPOMBIIUIEHHOTO Kaue-

ctBa INMETRO, bpasunusa. ArrectoBanHoil xapakrepuctukoir CO npoussoactsa INMETRO sBins-
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€TCsl KOHIICHTPAIMsI HOHOB BOJOPO/Ia B COJITHOW KHCJIOTE, BRIPAKEHHAS B €AMHUIIAX MOJIB/KT M XapakK-
TEPU3YIOIasi KOJIMYECTBO BELIECTBA MOHOB BOJOPOA B OJTHOM KUJIOTPaMME pacTBOpa COJISTHOM KUCIIO-
Thl. Pe3ynbpTaTsl n3mMepenuil, noiaydeHusle ¢ npuMenenueM I'OT 176-2010 B ennHuIaX KOHLIEHTPALUU
MOJIB/KT, 1 arTectoBanHOe 3HaYeHne CO nmpousBoacTBa INMETRO npuBenens B Tadimie 5.7.
Tabmmma 5.7 - Pe3ynbTaThl H3MEpEeHH KOHIIEHTpaIuu HOHOB Bosiopoaa B CO cocraBa pacTBo-
pa comstaoi kucaotel MRC HCI npousBoacrsa INMETRO, Bpazunus, MeToioM KyJTOHOMETPHUYECKO-

ro TuTpoBanus ¢ npumeHenuem I'9T 176-2010

Ne n3mepenus Pesynbprar u3mepeHnii KOHLIEHTPALMU HOHOB
BOJIOPO/1a, MOJIB/KT
1 0,099729
2 0,099708
3 0,099730
CpenHee 3HaYCHHE, MOJIB/KT 0,099722
OtHocuTenbHAss  CTaHAApTHAasT  HEONpeEeIICH-
0,009
HOoCTh THHA A, %
OtHocuTenbHass  CTaHAApTHAasT  HEONpeCIICH- 0,009

HocTh THHa B, %
OTHOCUTENbHAS CYMMapHas CTaHAapTHas He-

o 0,013

OMPEICTICHHOCTD, %0
PacmimpeHHass HeEONpPENeNeHHOCTh B OTHOCH-

9 0,026
TenpHOU hopme, Y%
Pesynprar m3mepeHmii M abCoN. pacuIMpeHHas 0,099722 + 0,000026
HEOTPECIIEHHOCTD, MOJIB/KT
ATTECTOBaHHOE 3HAYCHHWE W PACIIUPCHHAS He- 0,0996932 + 0,000025

onpeaenenHocts MRC HCI, monw/kr

[To maHHBIM TaOMUIEL 5.7 BUAHO, YTO PE3yAbTAThl H3MEPEHUN KOHIIEHTPAIIMU HOHOB BOJOPOAA
B CO cocraBa pactBopa cosisHOU KucioThI mpou3BojictBa INMETRO, bpazunus, nonyuennsie Ha ['OT
176-2010, B mpeaenax pacIIMPeHHONW HEOIPEACICHHOCTH COTJIACYIOTCS ¢ aTTECTOBAHHBIM 3HAYCHUEM
CO npoussoactea INMETRO.

HUccneoosanue cmabunvrnocmu Mmamepuaia CO cocmasa consHoOU KUCIOMbL

UccnenoBanne ctabmnpHOCTH CO cocTaBa pacTBOpPa COJSHON KUCIIOTHI MTPOBENICHO U3 pacdeTa
nonrBepxAeHUs crabuabHocTH CO B TE€UEHHE MPEoiaraeMoro cpoka ronHocty sxk3emiuisipa CO — 1
roa. [lepuon uccnenoBanusi crabuiIbHOCTH — 8 MeCsIeB. VMccnenoBanusi CTaOUILHOCTH OBLTH TIPOBE-
neHsl Ha mpoOHo# maptuu CO cocTaBa pacTBOpa COJITHOM KHCIOTHI, PUTOTOBICHHON B (eBpale

2010 r.

CormacHo pexomengarusiv P 50.2.031 [139], st orieHKH MOTPEenIHOCTH (HEOMPEASICHHOCTH )
OT HECTaOMIIBHOCTH aTTeCTOBaHHOM xapakTepucTuku CO B TeueHHE BEIOPAHHOTO MEpUO/Ia UCCIIeI0Ba-
HUS CTa0MJILHOCTHU TIOJIYYaloT N pe3yibTaroB u3mepenui, Al (i=1,2,...n; n > 4), %. [IpeanodrutensHo,

yTOOBI B TIEpHO KccieqoBanus cTabuibHOCTH CO mM3MepeHus: ObLIN MPOBEJEHBI Yepe3 paBHbBIE MPO-
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MEKYTKH BPEMEHH B TEUCHHE MEPUOAA, MPEBBIIIAIONIETO MOJIOBHHY CpOKa rogHoctd sk3emiuripa CO.
Beinonssiror 00paboTKy pe3y/ibTaToB U3MEPEHHUI COIIACHO alITOPUTMY, U3JI0KeHHOMY B [139].

OTKJIOHEHUE pe3yNbTaTa H3MEPEHUS MOJSPHON KOHIICHTPAIMH COJISTHOM KuciaoTel Cj B i-i Mo-
MEHT BPEMEHHU OT IepBOHa4YaIbHOr0 3HaueHus Ci - Oi OlleHHBaIN Pa3HOCTHIO

di=C-6 (5.9)

rie Ci — MoJIsIpHast KOHIIEHTPALUs HOHOB BOIopoia B pode matepuana CO B i-ii MOMEHT BpeMe-
HH, MOJIB/IIMC;

C1 — epBBId pe3yNbTaT, HOTYYCHHBINH B IEPUOJ HCCiIeqoBaHus cTabmibHocTH MaTtepuaia CO.

[TpoBoAMIIM SKCIIOHEHIMATLHOE CTIIAXKHBAHKE TTOJTyYCHHBIX 3HaYeHuit di o hopmyiie

U, =ad; +1-a)U;,, (5.10)

rae Ui — criuakeHHOe 3HaUYCHHE Pa3HOCTH PE3yJbTaTOB U3MEPEHHUH B i-ii MOMEHT BPEMEHH.

B kaudectBe HayanpHOTO 3Ha4eHuss Uy npunumanu d1=0.

3HaveHue o npuHuManu paBHbiM 0,3 cornmacHo pekomernganusm P 50.2.031 [139].

B Tabnuue 5.8 npeacTaBieHbl pa3HOCTH TEKYIIUX U3MEpeHHid i, MPOMEKYTOYHBIC PE3yIIbTaThI
JUTSL CTJIaXKMBAHUS, CrilakeHHbIe 3HaYeHus Gi ¢ koadduumenToM criaxubanus 0=0,3 ¥ TeKyume pas-
Maxu R;.

Tabmuua 5.8 - Pesynprarel uccnegoBanusi crabmibHoctd matepuana CO cocrtaBa pacTBopa

COJISTHOM KUCJIOTHI

Homep | /lara BbI- Ci,% di, % odi, % (1-0)Gi-1, Gi, % Ri, %
u3Mepe-| TMOTHEHUS %
HUsI | | M3MepeHwui

1 02.2010 0,099975 0,000000 0 0 0 -
2 04.2010 0,099948 | -0,000027 | -8,1E-06 0 -8,1E-06 | 8,10E-06
3 06.2010 0,099983 0,000008 | 2,4E-06 | -5,67E-06 | -3,27E-06 | 4,83E-06
4 08.2010 0,099961 | -0,000014 | -4,2E-06 | -2,29E-06 | -6,49E-06 | 3,22E-06
5 10.2010 0,099954 | -0,000021 | -6,3E-06 | -4,54E-06 | -1,08E-05 | 4,35E-06

CpenHnii ckomb3smmii pasmax R =5,126E-06.

B cootBercTBuu ¢ pekomeHanusamu [139] mpeamnonokuiu JIMHEHHYI0 MOJIENb 3aBUCHMOCTH
CTJT&)KEHHBIX OLIEHOK TIOTPELTHOCTH OT HecTaOuiIbHOCTH Gn

G,=at, +¢,, (5.11)
rne  a — Kod(pQHUIMESHT INHEWHON 3aBUCUMOCTH OT HECTaOHIbHOCTH;
&, - 3HaYCHHE CITyYaifHO! ITOTPEITHOCTH PE3yIbTaTOB H3MEPESHUI B MOMEHT BPEMEHH tn.
BerurcieHHbIe 110 SKCIIEPUMEHTAIBHBIM JIaHHBIM 3HAUYEHHSI TapaMETPOB:
koapdunuent a = -1,384E-06;

CTaHJIAPTHOE OTKIIOHeHHE Kodpdunmenta a Sa = 7,870E-07;
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CTaHJapTHOE OTKJIOHCHHE CTIIAKEHHBIX OIIEHOK Sg = 4,562E-06.

Jlist 000CHOBaHUS 3aBUCUMOCTH TOTPEITHOCTH OT HECTAaOMIBHOCTH OT BPEMEHHW TPOBEPHIIN

TUIOTE3y O PAaBEHCTBE HYJIIO KO3(Q(UIHMEHTA d, CPABHMBAS BBIYMCICHHOE 3HAYECHUE CTATUCTHKH f ¢
KBaHTUIIbIO pactpeneneHust CTeroieHTa co crenenbto cBoooabl (N-1), tn-1):095. ['umoresy o paBeHcTse
HYJTIO KO3 (UIIMEHTa @ IPUHUMAIOT, €CITU BBHITIOJIHIETCS HEPABEHCTBO

f < twoos). (5.12)

ITo pesynbratam pacuetos { =1,76 < t7:.095) = 2,13, cieqoBaTenbHO, 3aBUCUMOCTh aTTECTO-
BaHHOTrO 3HayeHus1 CO ot BpemeHu xpaHeHus marepuana CO B TeUEHHE UCCIIETYEeMOTO CPOKa SIBIISCT-
csl He3HAUMMOH, cienoBaTtenbHo, MaTepuan CO cocraBa pacTBOpa COJSTHOH KUCIOTBHI MOXET OBITh
IpPU3HAH CTa0MJIBHBIM B TE€YEHUE HCCIIEyEMOro CPOKa — OIHOrO rojia.

B cootBercTBuM ¢ pekomeHnanusmu [139] oneHunnu craHIapTHYIO HEONPEISICHHOCTh OT He-
crabmibHOCcTH MaTepuana CO B MOMEHT BpeMeHH =12 MecsI1eB B OTHOCUTENBHOU Gopme 1o hopmy-

Je
Ugp = St/ C, -100% =0,009 % (5.13)

CucreMaTH4ecKyro MOTPEeNIHOCTh OT HectabunbHocTH Marepuana CO 1yt JOBEpUTEIbHON Be-

postHocTt P=0,95 ouenunu cornacuo PMI" 43 [140] no ¢popmyne
©,., =11-+/3-u,,, =0,017% (5.14)

OrueHka NOrpenHoCTy aTTeCTOBaHHOTO 3HaueHus CO
['paHu1Ibl OTHOCUTENBHON MOTPEMIHOCTU aTTecToBaHHOrO 3HaueHus1 CO cocTaBa pacTBopa co-

astHo# kucoThl oneHuBanu mo 'OCT 8.736-2011 [96] kak KOMOHHAIMIO CAyYaiHON MOTPEITHOCTH
U3MEPCHUH, BRIPAKEHHON CPEJHUM KBaJPaTUYECKUM OTKJIOHEHHEeM, S(A), M HEHCKIIOYEHHON CHCTe-
MaTUYECKON MOTPENTHOCTH, ©.

CpenHee KBaJpaTHYECKOE OTKJIOHEHHME, KOTOpOE€ BbIUMUCISIM O ¢opmyine (5.1), cocraBuio
S(A)=0,007 %.

HeuckiitoueHHYI0 CHCTEMAaTHYECKYIO MOTPEIIHOCTh aTTECTOBAHHOIO 3HAUYEHUS OLIEHUBAIM T10
nByMm coctasisomuM — 3HaueHust HCII u3 macnopra I'DT 176-2010 u cucremMarnyeckoil morpemnHo-

ctu oT HecTabunpHOCTH MaTepuana CO mo popmyre

©=k> 0% =/ (k®,)? =4/0,013? +0,017% =0,0214% (5.15)

['paHnIBI OTHOCHUTENBHOM MOTPEIIHOCTH aTTECTOBAHHOro 3HadueHus npu P=0,95 cocraBuinm
6= =£0,04 %.

Ha puc. 5.5 npuBeneHo pacnpenenenne BKIaJ0B COCTaBIAIONMX MTOTPEITHOCTH aTTECTOBAaHHO-
ro 3HadeHus CO cocTtaBa pacTBOpa COJSTHOM KUCJIOTHI, BKIIOYAONIUX MOTPENTHOCTh OT XapaKTepu3a-
1uu (crnocoba yCcTaHOBJIEHHS aTTECTOBAHHOTO 3Ha4yeHMs) M HecTabuimbHOcTH Marepuana CO. Bxuan

MOrpeIIHOCTU OT HCOAHOPOAHOCTHU IMOKA3aH HYJICBBIM, TdK KakK CO sBnseTcs UCTUHHBIM pacTBOPOM.
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Buano, 4To BKJIa[ MOrpENIHOCTH OT HECTAOMIBHOCTU B JAHHOM CIly4dae sIBJIETCS 3HaYMMbIM U IpaK-
TUYECKU PaBEH BKJIAAY OT XapaKTEepPH3alHU, YTO OOBSICHICTCS HEBBHICOKOH CTaOMIBHOCTBIO PACTBOPOB
IIPY XpaHEHHUH 110 CPABHEHUIO C TBEPABIMH XMMUYECKUMHU BEUIECTBAMH, OTBEYAIOIIUMH TPEOOBAHUSIM

K MaTepuajiaM CO cocraBa YHCTHIX BCIIICCTB.

B NOrpeWwHOCTE OT X3PSKTEPHUIALMN

47

B NOrpeWwHoCTE 0T HEQLHOPOOHOCTH

NOrpeWwHoCTe OT HECTEBMAEHOCTH

0

Puc. 5.5 Pacnpez(eﬂeHI/Ie BKJIAJOB COCTABJIAIOIIUX IMOTPCHIHOCTU ATTECCTOBAHHOI'O 3HAYCHUA

CO cocraBa pacTBoOpa COJISIHON KUCIOTHI

CrannmapTHbIil 00pa3elr coctaBa pacTBOpa COJISHOM KHUCIOTHI BHECEH B ['ocynapcTBenHbiii Pe-
ecTp ctaHAapTHHIX 00pa3noB PO nox Homepom I'CO 9654-2009.

CO coctaBa coyIHOM KMCIOTHI ObLT McTob30BaH npu caundyenuu T2 I'9T 176-2010 Ha ocHo-
B€ KYJIOHOMETPUYECKOTO TUTPOBaHUS cO BTOpUUHBIM 3TajoHoM ['BOT 176-1-2010 Ha ocHOBe 00beM-
HOT'O TUTPUMETPUYECKOI0 METO/1a aHaIn3a.

5.2.3 Coznmanme CO cocraBa xyopuza kanust (CO 9969-2011)

5.2.3.1 OGocHoBaHME U 0011t XapakTepucTHKa pazpadaTsiBaemoro CO

X70pu Kamus SBJISIETCS HUCXOAHBIM PEAKTUBOM JUISI M3TOTOBJIEHMS IIMPOKO MPUMEHSIEMBIX
CTaHJapTHBIX 00pa3ioB cocTtaBa u cBOMCTB — CO cocrtaBa xyopua-uoHoB U CO yaenbHOM dJIeKTpHUUe-
CKOHM MPOBOJMMOCTH, KPOME TOTO, €r0 MCIONb3YIOT NPU MPUTOTOBJIEHUN PACTBOPOB JIsl 3aIIOJIHEHUS
AJIEKTPOJOB CPABHEHUS U DIICKTPOJUTHUECKUX KIIOUYEH B MOTEHIIMOMETPHUECKUX M3MepeHusax. Kon-
CylbTaTUBHBIH KOMUTET 10 KOJIMYECTBY BELIECTBA — METPOJIOTHS B XUMHUHU BBHUJY BaXXHOCTH MpHUMeE-
HEHUS M HIMPOKOTO PaCHpOCTPAaHEHUS XJIOpHAa Kajus MEePUOJUYECKH MPOBOJUT MEKIyHApPOIHBIE
CIIMYEHUS TI0 U3MEPEHUIO COJIEp’KaHUsl OCHOBHOTO KOMIIOHEHTa B 3TOM BemlecTBe. CTaHgapTHBIE 00-
pasiibl cocTaBa XJopuia Kanus pazpadoransl U Belyckatotes B CILA, I'epmanun, CrnoBakuu, Kurae,
bpaszunuu.

CranmapTHbIii 00pa3er] cocTtaBa XJopuaa Kanus (Kajlus XJOPUCTOTO) MpeTHA3HAYeH IS T0-

BEpKH, KamuOpoBKH, rpaaynpoBku CU, KOHTPOIISI METPOJIOTUYECKUX XapAaKTEPUCTUK IIPU MPOBEACHUN
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ucnbiTanuii CH, B TOM 4uCIE C 1ENIbI0 YTBEPAKIACHUS THIA; JAJISI METPOJOTMYECKON aTTECTAIllMU METO-
UK U3MEPEHUM, KOHTPOJISI OTPEIIHOCTA METOAMK U3MEPEHUH B IPOLIECCE UX TPUMEHEHUSI.

5.2.3.2 UccnenoBanue marepuasia CO coctaBa Xjopuia Kajaus

Marepuasiom CO sBisieTcss peakTuB xjopuna kanusa, naptuss SIAL 60130, mpousBojacTBa
«Curma-Annpuuy, CIIA.

Jlisi IpOBEpKM YHMCTOTHI PEaKTHBAa OBLIM MPOBENCHBI M3MEPEHHUsS 3JIEMEHTHOIO COCTaBa Ha
MaccC-CIIEKTPOMETPE ¢ MHAYKTUBHO-CBs3aHHOU minazMoii Nex lon 300 D “Perkin Elmer” crenuanu-
cramu OI'VII « YHUNM». Pe3ynbTarhl Macc-CIEKTPOMETPUYECKUX U3MEPEHUN B CPAaBHEHUU C XapakK-
TEPUCTUKAMH, 3asIBJICHHBIMU U3TOTOBUTEJIEM, ITPUBEACHBI B Ta0uie 5.9.

Tabmuua 5.9 — DnemenTHsIi coctaB Marepuaia CO cocTaBa Kainus XJIOPUCTOTO MPOU3BOCTBA

«Sigma Aldrich» no manHeIM cepTu(UKaTa H3TOTOBUTENS U PE3yJIbTaTaM Macc-CIEKTPOMETPUYECKUX

U3MEPEHUI
Maccosas nomns, %
Pesynbprarsr macc-
HanmenoBanue xomnonesTa [lannsle cepTudukara aHa-
ssa «Sigma Aldrichy CIEKTPOMETPHUYECKOI0 aHa-
nau3a
Xnopuj KaJms, He MCHEe 99,6 -
Kanbnuii, He 6onee 0,005 0,0007
Kangmuii, He 6oitee 0,0005 0,000001
Kobanbt, He Ooee 0,0005 0,000001
Xpowm, He Ooiee 0,0005 0,000001
Mens, He Oonee 0,0005 0,000003
Keneso, e 6onee 0,0002 0,0027
Maruuii, He 6onee 0,001 0,000008
Maprasen, He 6oJiee 0,0005 0,00010
Harpuii, He Oonee 0,02 0,0096
Huxkens, e 6oiee 0,0005 0,00002
CsuHel, He 0oliee 0,0005 0,000004
[uHK, HE Ooee 0,0005 0,000001
Bpowm, He 6onee 0,05 0,0099
o, He 6onee 0,002 0,0005
®docdartel, He Oosee 0,0005 -
Cynbdartsl, HEe Oonee 0,003 -
A3O0THEBIE cOeIUHEHNS, HE 00- 0,001 i
nee
bop, He Oosee - 0,003
AmnroMuHHIM, HE 00Jlee - 0,0003
PyOunuii, He Oomee - 0,00067
MEIIbSK, HE Oosee - 0,0001
Cenen, He 6onee - 0,0002
Kpemnwuii, He 6oee - 0,002
Docdop, He Oonee - 0,001

Macc-cneKTpoMeTpUYEeCKHI aHaIN3 M0Ka3al, YTO COAEPKAHNE IPUMECHBIX 2JIEMEHTOB B peak-

THUBE KaJIUs XJOPHUCTOrO, UCIOJB3YEMOro B KauecTBe MaTepuaia pa3padartsiBaeMoro CO, He mpeBbl-
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11aeT 3Ha4€HUH, HOPMUPOBAHHBIX B cepTU(HUKaTe aHAlM3a HA PEaKTHUB, 32 HCKIIOYEHUEM Kelesa,
HaJIMYMe KOTOPOT0 HE OKa3bIBAET MEILAIOLIETO BIHUSAHUS Ha ONPEEIIEHUE MAaCCOBOM A0 Kalus XJ0-
PUCTOr0 METOJIOM KYJIOHOMETPUYECKOTO TUTPOBAHHUS.

JononuurensHo ObLIO MpoBeAeHO uccienoBanue matepuana CO cocTaBa XJopuja Kajaus Ha
HaJIMYUE MMOCTOPOHHUX MOHOB U KaTHOHOB METOJOM KaIllWJUIAPHOTO 3JIEKTpodopesa ¢ UCIOIb30BaHU-
em cucrembl KAIIEJIb-103 M npousBoactsa Gpupmsl OO0 «JIromdkcey, . Cankr-IlerepOypr, cnenua-
TucTaMu akkpeautoBaHHou nadoparopun OI'Y «Ypanrect». ['pagynpoBKy cHCTEMbl KaUJUIIPHOTO
anektpodope3a KAIIEJIb-103 M mpoBoawim 1Mo aTTeCTOBAHHBIM CMECSM, MPUTOTOBJICHHBIM ITyTEM
pa30aBiieHHs CTaHJAPTHBIX 00pa3lloB COCTaBa PACTBOPOB MOHOB B JUCTUJUIMPOBAHHON BOJE B COOT-
BetcTBuH ¢ [141, 142]. Ha rpaduxke, BeiiaBaeMoOM MprOOPOM — 3JIeKTpodoperpaMme — IUIOIAb MTH-
Ka IPONOpIHOHAIbHA KOHIEHTPALMU ONPEIEIISIEMOr0 KaTHOHA WJIM aHWOHA, BPEMsI BBIXOA OTPakaeT
KauyeCTBEHHBINH COCTaB, TaK KaK BBUAY Pa3lMYHON MOJBHXKHOCTH aHMOHOB M KaTHOHOB OHU C Pa3HOU
CKOPOCTBIO BBIXOJST U3 KOJIOHKH MO JEHCTBUEM JIEKTPUUECKOTO TOKA.

Jlig uccnenoBaHus aHMOHHOTO M KaTHOHHOTO cocTaBa Matepuana CO cocraBa xjiopuaa Kajius
rotoBuwin ero 1 % pactBop myrem paszbaBiieHus B qucTiiumpoBanHor Boje o 'OCT 6709-72 [143]
HaBeCKH Maccoi 0,25 T B Konbe BMECTHMOCTBIO 25 cM® M MPOBOIMIN H3MEPEHHS TIONYYEHHOTO pac-
tBopa Ha cucreMe KAIIEJIb-103 M. 3arem pactBop pazbasmsuin B 50 pa3 myreM oTOOpa amuKBOTHI
2,0 cM® U 10BEICHHEM JI0 METKH IMCTHILTPOBAHHO BOI0H 110 [143] B MepHOif K016 BMECTHMOCTEHIO
100 cm, B pesynbrare nomydamu 0,02 % pactop mMarepuana CO cocTaBa XJI0puaa Kaius, KOTOPHIit
a”anmu3upoBanu ¢ nomouibio cuctembl KAIIEJIb-103 M.  OnekrpodoperpaMmbl 1aHHBIX pacTBOPOB

npUBeJeHbI Ha puc. 5.6 - 5.9.
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Puc.5.6 Dnexrpodoperpamma 1 % pactBopa matepuana CO coctaBa xjopuaa kanus (uccie-

JOBaHUC aHHOHHOTI'O COCTaBa)
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Puc.5.7 DOnexrpodoperpamma 0,02 % pactBopa Matepuana CO cocraBa XJjopuaa Kauus (Uc-

CJICAOBAHHUEC aHUOHHOT'O COCTaBa)
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Puc.5.8 Dnexrpodoperpamma 1 % pactBopa marepuana CO coctaBa xyopuaa Kaiaus (uccie-

JIOBaHWE KATHOHHOTO COCTABA)
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Puc.5.9 Dnekrpodoperpamma 0,02 % pacrBopa marepuana CO cocraBa xyiopuaa Kamus (uc-
CJIeZIOBaHUE KATHOHHOTO COCTaBA)

Ha snexrpodoperpammax Ha puc.5.6, 5.7 MMeercs OIUH IUK, COOTBETCTBYIOIIUN XJIOPHUJI-
HOHY, U OTCYTCTBYIOT IIMKH, XapPaKTCPHLIC IJII APYTUX aHUOHOB, YTO MMOATBCPKAACT UX OTCYTCTBHUC HA
ypOBHE OOHAPYKEHUS TSl TAHHOTO METO/IA.

Kak BuaHo u3 puc.5.8, B cimydae 1 % pacTBopa 5Ta KOHIEHTpaIUs OUY€Hb BEJIMKa U pa3zelieHue
HMOHOB HE MPOUCXOJUT, HOHBI KaIHUs M HATPHUS BBIXOAST B TEUEHHUE JJIUTEIBHOTO BPEMEHH OJTHOBpE-
MeHHo. [locne ymenbienus konuentpanuu pactopa a0 0,02 % (puc. 5.9) ygaercs 4eTKo pa3aeinuTh
U 3apUKCHPOBATh HAMYME MPUMECH - MOHA HATpHs Hapsly ¢ NMPUCYTCTBUEM OCHOBHOI'O KaTHMOHA -
KaJusl.

B tabnume 5.10 mpeactaBieHbl pe3yabTaThl U3MEPEHUN MacCOBOM KOHIICHTPAIIUU XJIOPU/I-
HOHOB M MOHOB Ka/IMsd, 4 TAKXKC PACCUHUTAHHBIC HAa OCHOBE OTUX JAHHBLIX 3HAYCHUS MaccoBOU 011
xynopuja kanus B marepuane CO.

MaccoByto gomto xnopuaa kanus B Matepuane CO, W, % BBIYUCISIN TIO yPAaBHEHUIO:

CV. My Ve

- (5.16)
10000m M, V,

rae C - pe3ynbTaT H3MepeHH MacCOBOI KOHIIEHTPAIIUH XJIOPH/I-HOHOB C TOMOIIBIO CHCTEMBI KaTTHII-
nsipHOTO 1ekTpodopeza KATTEJIb-103, mr/mv3;

V - o0beM MepHOU KOJIOBI, B KOTOPOM pacTBOopeHa HaBecka marepuana CO cocTaBa XJjopuja

KaJus, M-,

M - Macca HaBECKHU MaTepualia CO cocraBa XJIopuaa KaJjius, 1,

M, - MoJIsIpHas Macca XJIOpHJA Kallus, I/MOJIb;
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M x - MOJIpHas Macca XJIOPpUA-NOHOB MJIM MOHOB KaJIMA IIPU PACUCTC € HCIIOJIb30BAHUEM 3KC-

NEPUMCHTAJTIbHBIX JaHHBIX aHaJIn3a aHHMOHHOI'O WJIM KaTUOHHOI'O COCTaBa COOTBETCTBEHHO, F/MOJ'IB;

V__ - 00beM MepHO# K0iObI, B KOTOPOW MPOBOJWIH pa3BelieHuss pactBopa matepuana CO co-

M.K

CTaBa XJIOpuJa KaJlns, CM3;

V,, - 00beM alMKBOTHI, KOTOPBIA OTOMpanu Juis pasBeneHus pacrBopa marepuana CO cocraBa

al
XJIOpHIA KaIHs, CM .

Taoauna 5.10 Pe3ynbTaThl U3BMEPEHUN MACCOBOM KOHIICHTPAIMU XJIOPUJI-MOHOB M MOHOB Ka-
JHs ¢ TIOMOIIBIO CUCTEMBI Kanmmuisipaoro anekrpodopeza KAIIEJIb-103 M u paccuntaHHbIe 3Haye-

HUS1 MaCCOBOM J10JIM OCHOBHOT'O KOMIIOHEHTa B Matepuaie CO cocTaBa XJ10puaa Kanus

Pesynprarel n3MepeHnii MaccOBOM KOH-

Pesynbprarel uzmMmepenuit
LIeHTpaluu noHoB B matepuaie CO,

M/JOK B matepuane CO, %

M/ M3
HaumenoBanune
Ne 10 JaHHEIM
pacTBopa MAHHBIM aHa-
XJIOpU/I- WOHEI aHaiIn3a aHu-
HOHBI KaJIUsA JIM3a KaTHUOH-
HOHBI HaTpus OHHOTI'O CO-

HOIro cocCraBa
cTaBa

1% pacTtBOp MaTe-
1 | puana CO cocraBa | 4772 +477 | 5788 £579 - 102+ 10,2 110+ 11
XJIOpUJIA KaJIUsl

0,02 % pactBOp
matepuaina CO co-
cTaBa XJIOpHU/a Ka-

JINS

97+9,7 94+94 0,28 + 0,03 98,2+ 9,8 90,0+ 9,0

[To maHHBIM aHaNIM3a KaTHOHHOTO cocTaBa Matepuana CO coctaBa xJopuaa Kaiaus Ha pa30aB-
nenHom pactBope (0,02 %) mosrydeHO 3aBBIINIEHHOE 3HAYEHHWE MAaCCOBOM KOHIIGHTpAIMd HOHOB
HATpHsl, YTO B TMEpPECUETe MPUBOJIUT K 3HAUCHHIO MaccoBor nosm xyopuna Harpus (0,17 = 0,02) %.
DTOT pe3yNbTaT HE COTNIACyeTcs C pe3yabTaTaMU MacC-CIEKTPOMETPUUYECKUX U3MEPEHUN U C TaHHBIMU
ceprudukaTa ananuza npousBoauTens (cMm. Tabnuiy 5.9). Bo3MoxHO, MpUYMHA 3aBHIICHUS 3aKII0Ya-
€TCsl B TOM, YTO HEOOJbIIOE KOJIMYECTBO NOHOB HATPHsI MOIJIO COpOMPOBATHCS MpU pa30aBIEHUU HC-
xomHoro pacrBopa marepuasia CO B CTEKISIHHON TOCYZAE, a TaKK€ B HEKOPPEKTHOM YYeTe IMPHUCYT-
CTBHS MOHA HATpHs B AUCTWILIHpoBaHHOM Bose mo [OCT 6709 [143].

Kak BumHO mo maHHbIM Tabmuibl 5.10, pe3ynbraTel ananu3a marepuana CO cocraBa ximopuaa
KaJusi METOJIOM KalMUISIPHOTO 3NIeKTpodope3a MOATBEPIUIN OTCYTCTBUE B HEM KaKUX-THO0 aHHMOHOB,
KpOME XJIOPHUJI-MOHOB, U Ha YPOBHE TOYHOCTU JAHHOTO METOJa BOCIHPOM3BENN 3HAYEHHE MacCOBOMU
JIOJI1 OCHOBHOTO KOMITOHeHTa. Hanbonee 3HaYMMBIM pe3yJabTaTOM HCCIIEOBaHUS SIBISIETCS MOATBEP-
XKaeHue oTcyTcTBus B Marepuane CO Apyrux rajoreHu]I-MOHOB, TaK KaK OMPEAeTsieMbIM DJIEMEHTOM
pU U3MEPEHUH MACCOBOM JOJHU XJIOpUAA KaJlhsg METOJIOM KYJIOHOMETPHUYECKOTO TUTPOBAHUS C TPH-

MCHCHHEM JTaJiIOHa SABJIACTCA XJIOPHUA-HOH, CICAOBATCIIBHO, APYTHUEC TaJJOrCHU-UOHBI B CJIydac€ HX
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npucyTrcTBus B Matepuaie CO Moram Obl OKa3blBaTh MEIIAIOUIEe BIUSHHUE Ha pPe3yabTaT U3MEpPEeHUN
MaccOBOH J0JM OCHOBHOI'O KOMIIOHEHTA.

5.2.3.3 Pe3yabrartbl ucnbiTanuii (arrectaunuu) CO cocraBa xjaopuaa Kajaus

MeTtoauka uCIBITAHUN CTaHJAPTHOTO 00pa3iia coCTaBa XJIOpHa Kajlusl BKIIOYaeT B cels clie-
TYIOILIKE 3TaMbl: pa3paboTka METOJUKHU U3MEPEHUI MacCOBOM JJOJIM OCHOBHOTO KOMIIOHEHTA B MaTe-
puasie CO coctaBa xJ10pH/ia Kajausi METOAOM KYJIOHOMETPUYECKOIO TUTPOBAHUS; UCCIIEJOBAHUE OJIHO-
ponHoctu Matepuana CO u ycTaHOBIEHHE arTecToBaHHOTO 3HaueHus: CO; uccineaoBanmue CTabuiIbHo-
ctu matepuana CO; pacdeT paclIMpeHHON HeonpeaeIeHHOCTH aTTectoBaHHOro 3Hauenus CO. Ilo-
CKOJIbKY TpeOOBaHMEM TEXHUYECKOIO 33aJaHUs SBJSUIOCH IPEACTABICHUE METPOJIOTUYECKUX XapaKTe-
puctuk CO B TepMUHAX HEOIPEACICHHOCTH, OLICHKY CTAHIapTHOM HEONPEEICHHOCTH OT HEOTHOPOI-
HocTH Marepuasia CO npoBOAMIIM B COOTBETCTBHH ¢ pekoMeHpanusamu P 50.2.058-2007 [144].

Paspabomxa memoouku uzmepenuti Maccosoi 001U 0CHO8HO20 Komnonenma 8 mamepuaie CO
cocmasa xaopuoa Kaaus Memooom KyJ10HOMempuiecKko20 mumposanus

MeTtouka U3MepeHni MacCcoBOW J10JIM OCHOBHOT'O KOMITOHEHTa B Marepuaine CO cocraBa XJio-
puaa Kaiausi OCHOBaHAa Ha TUTPOBAHUU XJIOPHUJI-MOHOB 3JIEKTPOr€HEPUPOBAHHBIMU HOHaMHU cepelpa
(Ag") ¢ MOTEHIIMOMETPUYECKON MHANKAIMEN KOHEYHOM TOYKU TUTPOBAHMS C MCIIOIb30BAHUEM CEPED-
POCETIEKTUBHOTO JIEKTPOa B Mape € ANEKTPOJAOM cCpaBHEHHUA. [Ipyu 5TOM MpoTeKaroT peakiuu:

Ha cepeOpsaHoM anoje (pabounii snexTpon): Ag —e — Ag™

Ha TUTATHHOBOM KaTtoje (BcrioMorarenbHbIi anekTpon): 2H20 + 2e — 20H™ + Hz1

B pactBope: Ag™ + Cl'— AgCl|

OcHoBHBIE TapaMeTPbl METOJUKY U3MEPEHHI MpuBeaeHbI B [Ipunoxenun A.

Hccneoosanue oonopoonocmu mamepuana CO u ycmanosieHue ammecmosanHo20 3Ha4eHus
co

HccnenoBanne oxHopomgHoctd marepuana CO NpoBOAMIM METOJOM KyJIOHOMETPHUYECKOIO
TUTPOBAHUS ITyTEM TPEXKPATHBIX U3MEPEHUN COAepKaHMsI aTTECTyeMOro KOMIIOHEHTa B TpeX mpodax,
OTOOpaHHBIX CIIy4alHBIM 00pa3oMm oT Bcero mMarepuana CO, ¢ mocneayromnieid 00paboTKoil pe3yabTa-
TOB 10 CXeMe OJHO(PAKTOPHOIO JAUCIEPCHOHHOTO aHamu3a B cooTBercTBUH ¢ P.50.2.058-2007 [144].
Pesynbrats! usmepennit MJIOK xiiopuaa kanus npuBeneHs! B Tadbmaune 5.11.

Tabmuua 5.11 - Pe3ynbraTsl U3MepeHHi MacCOBOM J0IM OCHOBHOTO KOMIIOHEHTA B MaTepHale

CO cocraBa Kanus XJIOpUCTOIO

Howmep HabmoaeHus, | Cpennee
Howmep npo06sl1, n
1 2 3 3Ha4YeHue, Xn
1 99,889 99,935 99,922 99,915
2 99,916 99,89 99,910 99,905
3 99,894 99,912 99,919 99,908
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Breraucnmmm cpegneapudmerndeckoe 3HaueHne Beex pe3ynbraroB u3mepenuit MJIOK B CO

COCTaBa KaJIvs XJIOPUCTOr'O

=122 =99,910 %, (5.17)
NJ

IJIe  Xnj— ] pe3yabTar u3MepeHusi B N-ii mpooe,
N — konmuecTBO Mpod = 3;

J — KOJINYeCTBO Pe3yJIbTaTOB U3MEpPEHUH = 3.

Boruucinnm N cpeqHux pe3ynbTaToB s KaKI0UW IpoObl 1 BHECITU pe3yabTaThl B Tadmuiy 5.11

J
.
X =2 . 5.18
0 =3 (5.18)

Bbraucimnm cyMMy KBaJIpaToB OTKIOHEHHN SSe pe3y/IbTaTOB U3MEPEHUH OT CPeIHUX 3HAYCHUH

JUTSL KQXKJI0M pOOBI

2

SS =ii(xnj ~X ) =0,000183 %, (5.19)

U CYMMY KBaJIpaToOB OTKIIOHCHHMI SSH CpeAHUX PE3YJIbTATOB AJIsA Ka)K101 HpO6BI OT CPCIAHCTO
apu(pMETUUECKOT0 BCEX PE3YJIbTATOB
N 2
8, =J) (X ~X) =0,000158 %. (5.20)
n=1
Beruucnunu CpCAHUC KBaApPAaThbl OTKJIOHEHUH PpE3yJIbTaTOB I/IBMepeHI/Iﬁ OT CpCIAHUX 3HAUYCHUU

JUTSL KaXKJI0M pOOBI

85, = —>% = 0,000305 %, (5.21)
N(J-1)
U MEXay npodamu
3 SSy _
SS, = = 0,0000790 %. (5.22)
(N-1)

CTaHI(apTHa}I HCOMPCACIICHHOCTb OT HECOAHOPOAHOCTHU MaTCpUualia CO cocraBuia
u, :% SS, =0,00582 %. (5.23)

Ycranosnenue arrecroBaHHoro 3HadeHus M/IOK mpoBogwin 1o AaHHBIM MCCIIEOBAHMS OJ-
HopoaHocTH Matepuaia CO, npuHuMas 3a artectoBanHoe 3HaueHue CO cpenHee apupMeTHUecKoe 1o
cepuu u3 9 I/I3MepeHHI>'I, BBIITOJTHCHHBIX METOAOM KYJTOHOMETPHUUYCCKOIO TUTPOBAHUA C IMIPUMCHCHHUEM

9TaJIOHA.
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Uccneoosanue cmabunonocmu mamepuana CO

Hccnenoanme crabunpHocTr Matepuana CO cocraBa Kaimus XJIOpUcToro mpu paspadorke CO
He npoBoawin. Vcxons U3 UMEIONIMXCS CBEACHUN O XMMHYECKUX CBOMCTBAX Kaliusl XJIOPUCTOTO U O
crtabmibHOCTH ero xumuueckux aHnajaoroB (CO cocraBa HaTpus xjopuctoro 'CO 4391-88, cpok roj-
HocTH - 5 jeT; CO cocTaBa Kajausi XJIOPUCTOrO MPOU3BOACTBAa HalmoHanpHOro MHCTUTYTA CTaHApPTOB
u texnonoruit NIST, CIIA SRM 999b — cpoxk roguoctu 10 set), mis CO cocTaBa Kayiusi XJIOPUCTOTO
ObLT yCTAHOBJIEH MUHUMAJIBHBIA CPOK TOJHOCTH — | O,

B teuenue aByx et ¢ momeHTa co3nanus CO cocTtaBa Kaiusi XJIOPUCTOrO ObUIN MPOBEIEHBI
UCCJIEIOBaHMSI CTa0MIIBHOCTH, MOKA3aBIUE, YTO 3aBUCUMOCTh arTecToBaHHOro 3HadeHus CO oT Bpe-
MeHu xpaHeHusi marepuana CO B TeyeHue IBYX JIET SIBJISETCS HE3HAUMMOM M HAXOJUTCS HAa YPOBHE
CPEIHEro KBaJpaTUYEeCKOro OTKIOHEHUs usMepeHuil ¢ npumeHenueM ['OT 176-2010. B nanpHeiimem
IUTAHUPYETCS MPOJOIIKUTh JKCIIEPUMEHTANIbHBIE HCCIEI0BaHUs CTAOMIBHOCTH aTTECTOBAHHOIO 3Ha-
yenus: CO u 1o ux pe3yibpTaTaM yBeJIHUUTh CpoK rojgHoctu CO.

Ol/;eHKa MempolocudecCKux xapakmepucmuk CO cocmasa kanus Xjaopucmoczo

CYMMapHaSI CTa”HaapTHasA HCOIPCACICHHOCTb aTTCCTOBAHHOT'O 3HAYCHUS (6[0) OoIpcaciiCHa U3

YpaBHCHHUA

u,(A)=Ju2,, +u?+uZ, =0,0105 % (5.24)

rac Uchar - CTaHIApTHAas HEONPEACIICHHOCTh OT crnocoba aTTeCTalnu CO, OLC€HuUBacMasl 110 (I)OpMy.]'Ie

Ugar = yJUZ +U2 =4/0,0053° +0,0071% =0,00870  %; (5.25)
Uh — CTaHIapTHAs HEOMpeaeaeHHOCTh oT HeoaHopoanoctd CO (un=0,00582 %);

Uy, - CTAaHIApTHAs HEONPEIeIEHHOCTh OT HecTabmibHOCcTH MaTepuaia CO (U, = 0).

stab stab —
PaCHH/IpeHHaﬂ HEOMPECACIICHHOCTD ATTCCTOBAHHOI'O 3HAYCHU A CO COCTaBa KaJIHs XJIOPUCTOT'O

olLieHeHa 110 opmyre
U =k-u,(X)=0,021 % (5.26)
rze k - koagppuuueHT oxpara, IPMHUMAEMBbI IIPHU JTOMYILEHUH PAaBHOMEPHOTO PACIIPEIeIICHUS
BEPOSITHOCTH PaBHBIM K = 2.
Ha puc. 5.10 npuBeneHo pacrpeleleHue BKIAJOB COCTABISAIOIIUX HEONPENEICHHOCTH OT He-
ogHopoaHocTH Matepuana CO, oT xapakTepu3aluu (CIocoba yCTaHOBIIEHHs aTTECTOBAHHOI'O 3Haude-
HUS) U HECTAaOMIIPHOCTH B PACIIMPEHHYIO HEOIpeaeIeHHOCTh aTTecTtoBaHHOro 3HaueHus: CO cocraBa

XJIOpUJIa Kaaus
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17

B HECNPESENEHHDCTE OT X3PaKTEPUIaLIMM

B HECNPESENEHHDCTE OT HEOOHOROOHOCTH

HECNPELENEHHOCTE OT HECTaBHABHOCTH

Puc. 5.10 Pacnpenenenue BKJIaJ0B COCTABJISIONIMX HEOIPEACICHHOCTH aTTECTOBAHHOTO 3Ha-
yenus CO cocTaBa Kajiausi XJIOPUCTOTO

BuaHo, 4T0 OCHOBHOM BKJIaJ] B HEONPEAEIEHHOCTh aTTECTOBAHHOTO 3HAYEHUs pa3padoTaHHOIO
CO cocraBa x10pHuaa Kajldsg BHOCUT HEONIPEIEICHHOCTh OT XapaKTepHU3aluy, BKJIaJ OT HEOAHOPOIHO-
cti Marepuana CO npakTUYECKU BJIBOE MPEBBIIIAET BKIIJ 0T HecTabuinpHoCcTU. [lomobHoe pacnpene-
JICHUE BKJIA/I0B SBJIETCS JOCTaTOYHO TUIWYHBIM, IIPU 3TOM BHUJHO, YTO IMOBBIIIEHUE OJHOPOJHOCTH
matepuana CO MOXET NPUBECTH K YIYUIIEHUIO METPOJIOTHYECKUX XapakTepucTuk aanuoro CO.

CrannapTHblii 00pasel cocTaBa Kaius XJOPUCTOro BHeceH B I'ocynapcTBeHHsblil Peectp cran-

napTHbIX 00pasnoB P® mox Homepom I'CO 9969-2011.

5.3 BoiBOAbBI 1O IJ1aBe 5

1 C npumeHeHneM 3TanoHa ObUIM pa3paboTaHbl TPH HOBBIX THUIIA CTAHAAPTHBIX 0Opa3ios: CO
cocTtaBa dTHIeHIUaMUHTeTpaykcycHol kucinotel (I'CO 9655-2010), CO cocraBa pacTBOpa COJSHOMN
kucnotel (I'CO 9654-2010) u CO cocrtasa kanust xsoprcroro (I'CO 9969-2011).

2 CO cocraBa 3TUICHAMAMHUHTETPAYKCYCHON KHUCIOTHI MPEIHA3HAYEH ISl TIepeladl €IMHUI]
BEJIMYMH OT 3TaJOHA CTaHJApTHBIM 00pa3liaM U CPeCTBAM M3MEPEHUH cOCTaBa XMMUYECKHUX BEIECTB
Ha OCHOBE PeaKIMi KOMIUIeKcooOpa3zoBaHMsA. ATTecToBaHHOM xapakrepuctukoi CO sBiseTcs mac-
comast nonsg DATY (A=99,79 %), abcomoTHasi TOTPEITHOCTh ATTECTOBAHHOTO 3HAYEHUS HE MPEBbIIIa-
et 0,05 %. Vccnenosanue marepuana CO npoBeeHO METO/IaMU TEpMOTpaBUMETPUN U AU depeHIIn-
anpHOU ckanupytomieit kanopumerpuu (TI'-JICK) ¢ ucnons3oBanneM TepMOaHAIU3aTOpa, COMPSIKECH-
HOT'O C KBaJpYIOJBHBIM Macc-criekrpomerpoM, U MK-cnexkrpockonuu. ITokazano, 4ro npu Harpepa-
aun DJITY nmo 220 °C He NpOMCXOMUT BBIACICHHS  JIETydyuX KoMImoHeHTOoB. Mertomom UK-
CHEKTPOCKOMUU MOATBEPKIEHO oTcyTcTBHE npuMeceil B marepuane CO coctaBa DATY. Ilo pe3ynsb-
TaTaM IPOBEJEHHBIX MCCIIEJOBAHUM ClI€JaH BBIBOJ, YTO Ul YAAJEHUS TMTPOCKONMYECKON BIaru M3
matepuana CO cocraBa DTY MOXHO peKOMEH0BaTh TUIIMYHYIO TEMIIEPATYPy CYIIKH XUMUYECKUX

peaktrBoB (105 — 110) °C. IIpoBeneHb! HCCIEAOBaHUS, MOATBepAUBIIHE cTabuIbHOCTh CO (Hen3MeH-
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HOCTh 3HAUCHHUs aTTECTOBAHHOM XapaKTepucTUkH) B TeueHue msatu jeT. CO coctaBa DJATY mmpoko
NPUMEHSIETCS TSl TPAJYHPOBKH M KOHTPOJISL KAUueCTBa Pe3yJbTaTOB U3MEPEHUI MacCOBOM JI0JIM a30Ta
aHaJIM3aTOPOB Ha OCHOBE MeToa Keenpaans u oma.

3 CO cocrtaBa pacTBOpa COJSHOW KUCIOTHI MpeJHa3HAUEH I Mepelay €AUHHI] BETUYUH OT
JTaJIoHa CTaHJAPTHBIM 00pasliaM U CPeICTBAM M3MEPEHMI COCTaBa XMMHUYECKHX BEIIECTB Ha OCHOBE
peakuuil HelTpanu3auuu. ATTecToBaHHOM xapakrepucTukoi CO sBisieTCsl MOJIIpHAsh KOHLIEHTpALUs
HOHOB BOJOpOJa B comsHoi kucnore (C=0,10007 Mons/mM%), TpaHHIIEl OTHOCHTENBHOH MOTPEITHOCTH
aTTecToBaHHOro 3HaueHus He npesbimaeT 0,04 %. Ilo pesynbprataM mMacc-CrieKTPOMETPUUECKOrO aHa-
nu3a BeIOpaHbl HauOoJIee YUCThIE peakTUBbI AJisl nmpurorosnenus matepuana CO. Marepuan CO pac-
(acoBan B y3koropinble (IaKOHBI M3 TONMAITUIEHA BHICOKOTO MABJEHHS BMeCTHMOCTbIO 250 cm?,
CHa0KEHHBIE 3arTyIIKOW M 3aBHHYMBAIOIIEHCS KPBIIIKOW, MPeIHA3HAYEHHBIC TSI XpaHEHHUS M TPaHC-
MOPTUPOBKH KHUJIKHX MAaTEPHAIIOB U JKUJKOCTEH C BHICOKON TEKY4eCTbhIO, JOMOIHUTEIBHO FOPJIO Kaxk-
noro (hiakoHa MOKpbUTH ciioeM napaduHa. [IpoBeneHHbIe ccnea0BaHus TOATBEPININ CTAOUIBEHOCTD
3HAuEHUs aTTeCTOBaHHOU XapakTepucTuku CO B T€UEHUE OJJHOTO roja.

4 CO cocrtaBa Kanus XJOPUCTOTO MpeAHA3HAYEH ISl TIEpelayd €UHUIl BEIMYUH OT ITaJIOHA
CTaHJapTHBIM 00pa3liaM U CPeJCTBAM U3MEpPEHUN COCTaBa XMMUYECKUX BEIIECTB Ha OCHOBE peaKlui
ocaxaeHus. ATTecToBaHHOH xapaktepuctukoit CO sBIsieTCs MaccoBas I0JS Kallusi XJIOPUCTOTO
(A=99,910 %), abcontoTHasi pacHIMpEeHHass HEONPEJECIEHHOCTh AaTTECTOBAHHOIO 3HAYEHUs HE Ipe-
Beimaet 0,021 %. MccnenoBanue matepuana CO mpoBeIeHO METOJJaMU  MacCC-CIIEKTPOMETPUH U HOH-
HOTO 3JIeKTpodope3a, MOATBEPAUBIIMMHU BBICOKYIO YUCTOTY UCXOAHOIO PEAKTHBA MU OTCYTCTBHE B Ma-
tepuane CO Apyrux aHUOHOB, KpoMme XJopua-uoHoB. CO cocraBa XJopuaa Kaius MOXKET OBbITh
YCIICIIHO MPUMEHEH ISl TPAIyUPOBKY aHAJIM3aTOPOB XJIOPUAA KalHs HA KPYITHEHIIEM MpeAnpHsITHA

OAO «Ypankanuii».
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BriBoabl

1. Paspaborana HOBas JJIEKTPOXMMHUYECKas siUCHKa, MPEUMYIECTBAMU KOTOPOW SIBIISIOTCS:
MEHBIIUI 00beM paboueil, MPOMEXKYTOYHOH M BCIOMOTATENbHOW Kamep; BO3MOXKHOCTH IPOJYBKH
MHEPTHBIM ra30M BCEX TPeX Kamep; UCIHOJb30BaHuE OapOoTepa co CTEKISHHOW (PUTTOI HA KOHIIE;
HaJIMYUe 3alIUTHOTO 3KpaHa, MPEeJAOTBPALIAONIET0 MOTEPU MPOOBl U3-3a Pa3OpbI3THUBaHUS MPHU MPO-
JyBKE aprOHOM; BO3MOKHOCTh BBITECHCHHSI DJICKTPOJIUTA U3 IPOMEXKYTOUYHON Kamephl B padbouyro. B
pe3ynbTaTe MPUMEHEHHS] HOBOM SIMEMKH YJaloCh JOCTUYb MOBBIIICHUS YYBCTBUTEIBHOCTH CHUCTEMBI
VMHJUKAIMY KOHEYHON TOYKU TUTPOBAHHUS U, KAK CJIEICTBHE CHUYKEHUS 3HAUYEHHUS HEOIPEIAECICHHOCTH,
obycnosiennon ¢ukcanuet KTT, B 1,5-2 pa3za; noBeicuTh 3P(HEKTUBHOCTH MPOTYBKH AJICKTPOJINUTA
WHEPTHBIM T'a30M JIJII MUHUMHU3AIMKA MEIIAIOIIET0 BIUSHUS YIJIEKUCIIOT0 Ta3a U KUCJIOPO/ia BO3ayXa 1
COKpaTUTh BpeMsI IIPOBEICHUSI ATOU MPOLEAYPHI IPU KUCIOTHO-OCHOBHOM TUTPOBaHUM ¢ 60 MUHYT 110
40 MUHYT.

2. OnTUMHU3UPOBAaHBI PEKUMBI ITPOBEACHUS MPEIBAPUTEIBHOI0, OCHOBHOTO U 3aKJIFOUUTEIbHO-
ro TUTPOBaHUN (YCTAaHOBJICHBI 3HAUYCHMSI TEHEPATOPHOTO TOKA M BPEeMEHM) mnpu uzmepeHusix Ha ['TID
MacCOBOH JIOJTM OCHOBHOTO KOMIIOHEHTa B YHCTBIX BEIIECTBAX U UX PACTBOpax: OudTamaTe Kaaus, JTu-
xpomate kanud, consiHoi kucnore u DATY. B mpouenypy usmepenuii nodapneHa craausi npeiBapu-
TEJIBbHOTO TUTPOBAHUS, UTO MTO3BOJISIET YCTPAHUTD BIMSHUE AJIEKTPOAKTUBHBIX IPUMECEN U UCKITIOUUTH
aJINTUBHBIC CMEIICHUS, OOYCIIOBJICHHbIE HECOBMAJACHUEM TOUKH IKBUBAJICHTHOCTU C TOYKOW KOHIIA
TUTPOBaHUA. B cTaany nmpeaBapuTeNbHOTO U 3aKIIIOUUTEIILHOTO TUTPOBAHUS BHEAPEHA MPOLIeIypa Te-
pEMENINBaHUS AJIEKTPOIUTA: MOCIE KaXKI0ro MPONYCKAHUS TOKA BBITECHSIOT 3JIEKTPOJIUT U3 MpOMe-
JKYTOUYHON Kamephl B pabouyio, yTOOBI BBIPOBHATH KOHIEHTPAIMIO OMpPENEIsIeMOro KOMIIOHEHTa B
obenx kamepax u 3aMKCHPOBATh PABHOBECHOE 3HAUYCHHE WHIUKATOPHOTO CUTHAJIA B 3aBUCUMOCTH OT
BpEMEHU MPOMYCKaHUs TOKa.

3. YTouHEeHa MaTeMaTU4yecKas MOJEINb IMpollecca U3MEPEHUI METOAOM KYJIOHOMETPUYECKOTO
TUTPOBAHUS MyTEeM Y4eTa BIUSHUSA XUMHYecKuX (aktopoB. [IpoBeneHa oleHKa BKIAJ0B Pa3iIHMYHBIX
VCTOYHUKOB HEOIPEAEICHHOCTH BOCIPOU3BEICHHS €IMHUIl MAaCCOBOW JIOJM M MacCOBOM (MOJISIPHOI)
KOHIIEHTpaIlMi KOMITOHEHTa ¢ nmoMotibio ['TID u moka3zaHo, 4To HAaMOOIBIINI BKJIAJ BHOCIT CIEAYIO-
IHe: MTOBTOPSEMOCTb, TUIOTHOCTh PAacTBOpa (AJs KUIKUX MPo0), Macca HABECKH, HAMPSKEHUE TeHe-
pPaTOpPHOTO TOKAa MPU OCHOBHOM TUTPOBAHUU, COMPOTUBIICHUE KATYIIKU, MOJspHAs Macca, nuddysus
OTIPEIeTIIEMOTO KOMITOHEHTa B MPOMEXYTOYHYIO U BCIIOMOTATEIIbHYI0 KaMephl, COJIEPIKAaHUE B DIICK-
tposute CO2 nJisi KUCIOTHO-OCHOBHBIX peaknuil win Oz ISl OKUCIUTEIIbHO-BOCCTAHOBUTEIBHBIX Pe-
aKIUU.

4. Pa3zpaboTtaHa TOCyJapCTBEHHAs MOBEPOYHAs CXE€Ma B PAaHre HAIMOHAIBLHOTO CTaHAapTa
I'OCT P 8.375.1-2011, kotopasi mpeaycMaTpuBaeT mepenady eAuHUI] MacCOBOM (MOJISIPHOW) JTOJTH U

MaccoBO# (MOJISIpPHOM) KOHIICHTPAIIUM KOMITOHEHTA B JKHJIKWX W TBEPJBIX BEIIECTBAX W MaTepuaiax
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pabounM cpelicTBaM M3MEPEHH ¢ MOMOIIbIO CTaHIAPTHBIX 00PA3I[0B U BHICOKOTOYHBIX U3MEPUTEb-
HBIX ycTaHOBOK. [lociennee mo3BoauT odecneunts 0omee 3PPEeKTUBHYIO CHCTEMY Mepeaadu eIUHHUIL
IIPU CO3JaHUU JIOCTATOUYHOT'O KOJIMYECTBA U3MEPUTENBHBIX YCTAHOBOK B PAa3IMUHBIX peruoHax Poccun.

5. IlpoBeneHbl MeXAYHApOIHBIC CIMUYEHUS MO H3MEPEHUIO COIEpXKaHUS KOMIIOHEHTOB B
OudTanare Kanus, COJSTHON KUCIOTE U TUXpoMaTe Kajius Moj 3rufod MexayHapoaHoro 610po mMep u
BECOB, KOTOPbIE MOATBEPKIAIOT, YTO U3MEPUTEIILHBIE BO3MOXXHOCTH pa3padOTaHHOIO 3TajoHA HAXO-
JATCSL HA MUPOBOM ypoBHE. [losyueHHbIe 3HaUeHHsI OTKJIIOHEHUH OT OIOPHBIX 3HAYEHUM, YCTAaHOBJIEH-
HBIX MPU KIIOYEBBIX CIMYCHUSIX, TOATBEPKIAIOT a/IeKBATHOCTh MaTeMaTUYECKOW MOJIEIH, UCIIOJIb30-
BaHHOM ISl OLIEHKU HEOIPEIETICHHOCTH Pe3yIbTaTOB U3MEPEHUI.

6. BriepBpie pazpa®oTanbl cTaHAApTHBIE 00pa3Ibl COCTABA TBEPABIX BEIIECTB 3TUJICHIUAMUH-
TETPAYKCYCHON KHCIIOTBI U XJIOPUJIA KaJlUsl C aTTECTOBAHHBIMHU 3HAYEHHUSIMH MacCOBOM JIOJU OCHOBHO-
ro KOMIIOHEHTa U PacTBOPA COJISIHOM KUCIIOTHI C aTTECTOBAaHHBIM 3HAYCHHEM MOJIIPHOUM KOHIIEHTPALUU
HMOHOB BOJIOPOJa, UMEIOIINE HAUBBICIINE METPOJIOTUYECKUE XapaKTepucTuku B Poccuu (rpaHuiibl oT-
HOCHUTEJILHOM MOTPEITHOCTH aTTeCTOBAHHBIX 3HaueHu# oT + 0,02 mo + 0,05 %).

7. Pa3zpaboran rocynapcTBeHHBIH NepBUYHBIA dTanoH exauuul] I'OT 176-2010, xoTopsrii odec-
MeYrBaeT BOCIPOU3BEICHUE U Mepeaady eIUHUI] MaCCOBOI (MOJIIPHOI) JOJM M MacCOBOM (MOJISIPHOIN)
KOHIIEHTPAIlMU KOMITIOHEHTA B JKMJIKUX U TBEPABIX BEIIECTBAX U MaTepHaiax Ha OCHOBE METOJa KyJO-
HOMETPUYECKOI'0 TUTPOBAHUS C HAUBBICUIEH TOYHOCTHIO B CTPAHE U HA YPOBHE MUPOBBIX aHAJIOTOB.
Junamna3oH u3MepeHnii MacCoBOM JI0JM OCHOBHOTO KoMroHeHTa — oT 99,000 no 100,000 % ¢ oTHOCH-
TeNbHON paciunpeHHo HeonpeaeneHHocTho oT 0,011 % mo 0,030 % mpu P=0,95. TounocTs uzmepe-
HUW MaccOBOM JI0JIM OCHOBHOTO KOMIOHEeHTa ¢ nmpumeHeHueM ['9T 176-2010 ynyumena B 1,5-3 pa3za

o cpaBHeHuIo ¢ YBT 14-A-81.
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CHHCOK OCHOBHBIX COKPAILEHUI U YCJTOBHBIX 0003HAYEHU I
I'TID — rocynapcTBEHHBIN IEPBUYHBIN 3TAJIOH;
I'DT 176-2010 — I'ocymapcTBEHHBIN MEPBUYHBINA 3TANOH €JMHUIl MAaCCOBOW (MOJIIPHOM) J0IM U Mac-
COBOM (MOJISIPHOM) KOHIIEHTpAIlMM KOMIOHEHTa B *HUAKHUX M TBEPIbIX BEIIECTBAX W MaTepualiax Ha
OCHOBE KyJIOHOMETPHUYECKOTO TUTPOBAHUS;
HMMU — nanmoHanbHbI METPOJIOTMYECKUN HHCTUTYT;
KTT — Touka KOHLIa TUTPOBAHUS;
MJIOK — maccoBas 10J1s1 OCHOBHOI'O KOMIIOHCHTA,;
MX — MeTposioruueckue XapakTepuCcTHKY;
[1O — npenen oOHapyKeHMUS;
CU — cpencTBo u3MepeHuit;
CO — crangapTHBINA 00paserl;
VBT 14-A-81 — YcTaHoBKa BBICIICH TOYHOCTH I BOCIIPOU3BEICHUS MaCCOBOM J0JM OCHOBHOI'O BE-
[IECTBA B CTAHAAPTHBIX 00pa3IaX XMMHUECKUX BEIIECTB METOJIOM KYJIOHOMETPHUECKOTO THTPOBAHWS,
OATY — sTunenmaMuHTeTpayKCyCHasl KUCIIOTa,
CMC (calibration and measurement capability) — kanuOpoBoUHBIE U U3MEPUTETHHBIE BOZMOKHOCTH;
m — macca, T;
Q — xonmyecTBO eKTpudecTBa, Ki;
M — monsipHas Macca, T/MoJb;
Z — YUCJIO 3JIEKTPOHOB, IPUHUMAIOIINX y4aCTHUE B PEAKIINH;
F — xoncranra ®@apanes, Kin/mosb;
T — BBIXO/JI IO TOKY;
| — cuma Toka, A;
| — IVIOTHOCTB TOKa, A/cM?;
@ — KOJUYECTBO BEIIECTBA, OTHECEHHOE K Macce MPOObI, MOJIb/KT;
Ua — CTaHJIapTHasl HEONPEIEJICHHOCTh, OLIEHUBAaeMasi o TUILY A;
Up — CTaHJIapTHAasl HEONPEIEJIEHHOCTh, OLIEHUBaemMas 1o Tumy B;
Uc —CyMMapHasi CTaHJapTHasi HEOPEeIeJICHHOCTD;
U — pacmmpeHHast HEONpeAeIICHHOCTb;

k — ko3¢ purmenT oxsara.
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IIpunoxenne A

HapaMeTpLI METOAUK I/I3MepeHI/Iﬁ C IPUMEHCHHUEM ITAJIOHA

HaumenoBanwue OnTuMalibHBIE TApaMETPhI BBITIOIHEHUSI U3MEPEHHM COIePKaHUsI KOMIIOHEHTA Ha 3TaJIOHE
M3MEPACMOro Onekrpoxumudeckue | Katonur | Anonur Karton AHox Cnooco06 | Macca | Pexum Pexum Pexum
KOMIIOHCHTA peaxkuu WHJWKA- | HABeC- | TMpEeIB. | OCHOBHOTO | 3aKIIOY.
unu KTT | ku, r TUTPO- TUTPOBA- TUTPO-
BaHUs HUS BaHUs
1 | 2 | 3 | 4 ] 5 | 6 | 7 | 8 | 9 | 10 | 1
[TepecMoTpeHHBIE METOANKN U3MEPEHUI HA ITAJIOHE
bugpranar ka- | K(PD): 2H,0 +2¢ — | 1 M KCI | 1 M KCI | Pt cetka Ag crepxenp | [loren- | 0,5 1,5 MA 70 MA 5 MA
s 20H" + H; S~84cm® | S~23cm? IOMET- 20 ¢ 20 ¢
ABD):Ag—e — (paboumii (Bcrmomorar. | puue-
Ag* SI1-11) DI1-11) CKHIA
OH +H" — HO (B pH=f(t)
pacTBope)
Kap6onar | cragus - renepupo- 025M 05M | cragust IToten- 0,3 1,5 MA 100 MA 5 MA
HaATpHUS BaHue n30piTka H* CuSOq4 Na>SOs | Pt cerka CU miacThHa | IIMOMET- 20 ¢ 20 ¢
A(PD): 2H:0 - 4e — S~84icm® | S~ 30cm® | puue-
4H" + O2 (Bcriomorar. | (paboumii »71- | CKHiH
K(BS) CU2+ +2e — 3.]-[']1) I[) pH:f(t)
Cu
Na;COs + 2H" —
2Na*+H20+CO>
Il cragus - TuTpOBa-
Hue u30bITka H' re- Il cramus 1,5 MA 100 MA 5 MA
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1 2 3 4 5 6 7 8 9 10 11
HEpPUPOBAaHHBIMU 0,5M 0,25M | Cu mnactu- | Pt ceTka 20c 20c¢c
nonamu OH” NaxSOs | CuSOs | Ha S ~ 84 cm?

K(PD): 2H20 + 2¢ — S~30 cM®> | (Bcromorar.
20H + H» (pabounii 371-11)
A(B3): Cu—2¢ — 1-11)
Cu®*
OH +H" — H20 (8
pactBope)
Buxpomar xa- | K (PD): Fe** +e — 0,4 M 2M Pt cetka Pt cetka buamrme- | 0,3 3 MA 150 MA 3 MA
s Fe? Fe* s H2SOs |S~84cm® | S~84cm? poMmer- 20 ¢ 20 ¢
A (BD): 2H20 - 4e¢ — 2M (pabounit (Bcromorar. | puue-
4H + Oy H2SO4 IT-11) IT-11) CKHIA
CI’2072' + 6Fe?* + luno=
14H*— 2Cr 3 + f(t)
6Fe®" + 7H20 (B pac-
TBOpE)
Oxcanar A (PD): Mn?" + 4H,0 5 % 0,03 M | Pt mmactuna | Pt cetka Ioten- | 0,3 3 MA 150 MA 3 MA
HaTpUs —5¢ — MnOs +8H" | H2S04 Mn?*B | S~6cm? S ~ 84 cm? [UOMET- 20 ¢, 20 ¢,
K (BD): 2H.0 + 2e 2 M | (Bcriomorar. | (pabounit ai- | pude- naysa naysa
— 20H + H2 H2S04 A71-11) 1) CKUH MEXIY MEXIY
E=f(t) MOPITHSI- TOPITHSI-
2MnO4 + 5C,04% + MU 3aps- MU 3aps-
16HY — 2Mn?* + 1a 50 ¢ na 50 ¢
10CO2 + 4H20 (B
pacTBope)
Xnopun A (PI):Ag—¢c— 1M Hacpim. | Pt ceTtka Ag crepxens | [loten- 0,2 2 MA 100 MA 2 MA
HATpHsS Ag* NaNOs B 1 pp|S~84cm® | S~23cm? LHOMET- 20 c, 20 c, ma-
K (BD): 2H20 + 2e M NaNOs3 B | (Bcomorar. | (pabouwnii 371- | puuecKuit naysa y3a
— 20H + H» CH3COOH 0,1 M | a1-11) ) pAg=f(t) MEKTY MEKITY
B 40 % HNO3 NOpLHS- MOPIUS-
Ag* + NaCl— AgCl | C;HsOH MM 3apsi- MM 3apsi-
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1 2 3 4 5 6 7 8 9 10 11
+ Na' (B pactBope) na 30 ¢ na30c
Tpwuon b A (PD): Cu-2¢ — 3iM 0,5M | Ptunactuna | Cu amanera- | [ToTen- 0,5 1,5 MA 100 mA 1,5 MA
Cu? (NH4)2S04|CH3COON S ~ 2 cm? | MEpOBaHHEIH | IOMeT- 20 ¢, 20 c,
K (BD): 2H;0 + 2e a (Bcrmomorar. | cTep)KeHb pUYECKUIA naysa naysa
— 20H + H» (pH=4,6- | s11-11) S~ 16 cm? pCu=f(t) MEXTY MEXTY
5,5) (pabouwmii 21- MOPIIHS- TTOPIIHS-
H; edta® + Cu?* — 1) MM 3apsi- MM 3aps-
Cu edta® + 2H* na 300 c na 300 ¢
(B pactBOpE)
BHOBb pa3paboTaHHbIE METOAMKU U3MEPEHNUH Ha 3TAJIOHE
OTHIEeHINA- API):Cu-e— 3M 0,5M | Ptmnacruna | Cu amanbra- | Iloren- 0,5 1,5 MA 100 MA 1,5 MA
MUHTETPAYK- Cu®* (NH4)2S04|CH3COON S ~ 2 cm? | MUpOBaHHBIH | IIOMET- 20c, 20c,
cycHas kucno- | K (BD): 2H20 + 2e a (Bcriomorar. | cTepKeHb pUYECKUI naysa naysa
Ta — 20H + H» (pH=4,6- | s11-11) S~ 16 cm? pCu=f(t) MEXTY MEXKTY
5,5) (paboumii >1- NOpLHS- MOPLUS-
H; edta® + Cu?* — 1) MM 3apsi- MM 3aps-
Cu edta® + 2H* na 300 c na 300 c
(B pactBOpE)
XI10poBOI0- K:H20 +4e - 40H | 1 M KCI | 1 M KCI | Pt cetka Ag crepxenp | [Toten- | 10 1,5 MA 70 MA 1,5 MA
ponHas (coms- | + Ha S ~ 84 cm? S~23 cm? nuomeTt- | (st 20 ¢ 20¢c
Has) KUCJIOTa A:Ag—e— Ag' (paboumii (Bcmomorar. | puyeckuii| 0,1 H
OH + H" — H20 (8 I1-11) 3J1-]1) pH=f(t) | HCI)
pacTBope)
Xnopug kanmus | A (PD): Ag—e — 1M Hacpim. | Pt cetka Ag crepxenpb | [Toten- 0,2 2 MA 100 MA 2 MA
Ag' NaNOs B 1 pp|S~84cm® |S~23cm? IHOMeET- 20 c, 20 c,
K (B3): 2H20 + 2e M NaNOs B | (pabounii pUYECKHI naysa naysa
— 20H + H» CH3COOH 0,1 M | a1-11) pAg=f(t) MEXTY MEXTY
B 40 % HNO3 NOpLHS- MOPIUS-
Ag* + Cl'— AgCl| (8 | C2HsOH MM 3aps- MM 3aps-
pacTBope) na30c na30c
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