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Pesiome

BBepeHue. B cTatbe npepacTaBieHbl pesynbraThl Banuaaumm paspaboTaHHONW HaMU METOLAMKMN — MHBEPCUOHHON BonbTamnepomeTpun (MBA) —
no onpepaesieHnIo NPUMeCH PTYTU B JlekapCTBEHHOM MpenapaTe npoTamuHa cynbéat. OLueHnIn nokasaTenu NPaBUIbHOCTU U NPELM3NOHHOCTH
(cxopmmocTb, BHYTpunabopaTopHasa NPeLUn3NoHHOCTb), cneundnIHOCTU 1 onpefenvunv npefgen KonmyectseHHoro onpegenexuns (MKO). Ona
NMOATBEPXKAEHUA NPaBUIbHOCTM 1 CNeLndUUHOCTU pesynbTaToB MeToanKmu VIBA 6bino onpefeneHo cofepaHve pTyTu B NpoTammHe cynbdata
cnefyloWMN MeToAaMm1: aToOMHo-aacopbLmoHHo cnektTpockonueit (AAC), peHTreHdnyopecueHTHol cnekTpomeTpureit (POC) n papmakonenHbim
MeTOoAoM, cornacHo EBponerckon papmakonen.

Llenb. Bannpauua paspaboTaHHO HaMn METOAVKM (METOZ VIHBEPCUOHHOW BONIbTaMMNepPOMETPUM) onpeAeneHns MUKPOMPUMECH PTYTU B NpOTaMiHe
cynbdara.

Marepuanbl n metopbl. [lpoTamuHa cynbdaT pacTBop AnA nHbekunin 10 mr/mn (npomssoanTenb — OAO «Hosocnbxrmdapmy, r. HoBocnbmpcek,
Poccun) 6bin B3AT B KauecTBe 06beKTa MccnefoBaHnA. MeToarKa MHBEPCMOHHO BonbTaMnepomeTpum 6bina paspaboTaHa Ha noslyaBTOMaTU4eCKOM
aHanuzatope TA-4 (OO0 HIMM «TombaHanuTy, r. TOMCK) € nporpaMmHbim obecnedeHrem VALabTx B KomnnekTe. ATOMHO-aAcopOLMOHHas CreKTpoCKonus
6bina BbIMONIHEHA B VHCTUTYTE HeopraHuyeckon xumun um. A. B. Hukonaesa (MHX CO PAH). PeHTreH — ¢pnyopecueHTHbI aHanmns BbIMOJIHEH Ha
6a3e OIbOY BO «TuxooKkeaHCKMIN roCcyaapCTBEHHbIN yHUBepCcUTeT». OnpeaeneHmne pTyTv dapmakoneinHbiM MeTofoM npoBoanan coemectHo ¢ OAO
«HoBocubxmmoapm».

PesynbTaTtbl n 06cyxpaeHue. lMposenun Banmpauuio paspaboTaHHON METOAMKN Ha MPaBUNbHOCTb U MOBTOPAEMOCTb. [TOBTOPAEMOCTb OLleHMBanu
no 10-T1 n3mepeHnam, koadoduureHT Bapuaumm coctasun 7,8. Nposenn NpoBepKy BHyTPMIabopaToOpHON NPeurn3noHHOCTY Mo 6-T N3MEePEeHNAM,
Ko3$dULMeHT BapraLumm coctaBun 7,9 n 7,4 y aHanutuka N2 1 u aHannTtka N2 2 cootBeTcTBeHHO. COrnacHo Hallen MeTOAMKMN coflepaHune pTyTu
B MpoTamMuHe cynbdata coctasnaet 0,03 ppm. CpaBHUAW pe3ynbTaTbl C APYrMMM METOAAMMN ONpeaeNeHna PTYTH B opraHnyecknx obbekrtax. Mpu
onpepeneHun ptytn metogom AAC pesynbtat nonyunnca <0,5 ppm, npu POC - 0,1 ppm. Pe3ynbTaTbl papmakoneinHoro MeTofja Henb3a CunTaTh
[OCTOBEPHbIMY BBUAY OTCYTCTBUA NOBTOPAEMOCTU 11 BOCMPON3BOJUMOCTH.

3akntoueHue. Mposenn Banupaunio paspaboTaHHON HamMK paHee METOAWKM onpefeneHnsa npumecn pTyTu B npoTamuHe cynbdaTa METOAOM
MNHBEPCMOHHON BOJIbTaMnepomeTpum. Pe3ynbTaTbl Hallell MeTOAMKM COMOCTaB/Mbl C pe3ynbTaTaMmn APYrX MeTOA0B aHanun3a, Taknx Kak AAC n
POC. PaspaboTaHHaa HamMmM MeTOAMKa MOXeT 6bITb CMONIb30BaHa A/19 KOHTPOJA KayecTBa 3TOro ieKapCcTBeHHOro npenapara.

KnioueBble cnoBa: MHBEPCUOHHAA BONBTaMMNEPOMETPUSA, Bannaaumna MeToaa, NpoTaMmuHa cynbdar.
KOoHPNMKT NHTEepecoB: KOHPNKTA HTEPECOB HeT.

Bknap aBTopoB. E. A. lBaHoBcKaa npugymana skcnepumeHT. H. O. Kum paspabotana meToanKy onpefeneHna pTyTu B npoTamuHe cynbdata,
npoBesia BafvaaLuio MeToanKY, 06paboTKy AaHHbIX. E. A. iBaHoBCKas, H. O. Kum npoBoannmn nHTepnpeTtauuio pesynbraToB. Bce aBTopbl NpvHUMani
yyacTue B 06CyXAeHNUN pe3yNbTaToB 1 HamnncaHWn TeKCTa CTaTby.

Ana yntnpoBaHua: Kum H. O, MiBaHoBckas E. A. Banupauna MeTogukmn onpeaeneHna Mukponprumecein pTyTu B NpoTammHe cynbpata MeToaom
MNHBEPCVOHHON BONIbTaMMnepoMeTpuu. Paspabomka u pecucmpayus ekapcmeeHHolx cpedcms. 2020; 9(1): 60-64.
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Abstract

Introduction. The article presents the results of the validation of our developed method - stripping voltammetry (SVA) used for mercury impurities
determination in protamine sulfate. Procedure was validated in terms of specificity, accuracy, precision (repetability and intermediate precision),
and LLOQ. To confirm the results of the SVA method, we choose as comparative analyzes for mercury content determination in protamine sulfate
generally accepted methods: atomic absorption spectroscopy (AAS), X-ray fluorescence spectrometry (XRF), and the pharmacopeia method according
to the European Pharmacopoeia.

Aim. Validation of method developed for mercury impurities determination in protamine sulphate by stripping voltammetry.

Materials and methods. Protamine sulfate solution for injection 10 mg/mL (Novosibhimpharm», Novosibirsk, Russia) was used as a study object.
The method of stripping voltammetry was performed at TA-4 semi-automatic analyzer (Tomanalit, Tomsk) with VALabTx software included. At the
A.V.Nikolaev Institute of Inorganic Chemistry (Institute of Inorganic Chemistry SB RAS) atomic absorption spectroscopy was perfomed. At the Pacific
State University was carried out X-ray fluorescence spectrometry. We carried out the pharmacopeia method in conjunction with «<Novosibhimpharm»
factory.
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Results and discussion. We validated the developed method for accuracy and precision. We evaluated the repetability by 10 measurements; the
coefficient of variation was 7.8. We tested the intermediate precision for six measurements; the coefficient of variation was 7.9 and 7.4 for analyst N° 1
and analyst Ne 2, respectively. According to our methodology, the mercury impurities content in protamine sulfate is 0.03 ppm. We compared our
results with other generally accepted methods for the mercury determination in organic objects. When determining mercury by the AAS method,
the result was <0.5 ppm, with XRF — 0.1 ppm. Pharmacopeia method results cannot be reliable due to the lack of repeatability.

Conclusion. We validated the previously developed method for mercury impurities determination in protamine sulfate by stripping voltammetry.
The results of our method are comparable with the results of other methods, such as AAS and XRF. That Therefore stripping voltammetry can be used

in quality control of protamine drug products.

Keywords: stripping voltammetry, mercury, validation of the method, protamine sulfate.
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BBEAEHUE

AHanuTuyeckme MeTofbl LWMPOKO MPUMEHSAIOTCA
Ha BCex CTaamAx pa3paboTKy NleKapCTBEHHbIX CPefCTB
(NC), BKNOYaA CUHTETUYECKME, TEXHONOTNYeCcKue, buo-
dapmaueBTyeckne, GapMakoKMHETNYECKNE nccneno-
BaHMA. JTan nepexofa K NPOMbILIEHHOMY NPOU3BOACT-
BY COMpPOBOXJaeTcA afjantauuein pa3paboTaHHbIX Me-
TOAUK K ycnoBuam dapmaLeBTUUYeCKOro NpeanpuaTus,
a TakXe MPOBEPKU CTABMIIbHOCTM OCHOBHbIX MOKa3a-
Tenen KayecTBa Ha OMbITHO-MPOMbILIEHHbBIX CEPUSX
JIC [1]. Onpepenenne Tokcnyecknx anemeHTos B JIC op-
raHNYeCKOro NPOUCXOXAEHUA B Halle BPeMsA ABAAET-
CA aKTyasnibHOWM nNpob6nemoit. PTyTb OTHOCUTCA K TakuUM
snemeHTam [2]. CornacHo EBponerickon ¢papmakonen
(Ph. Eur.) [3] npoTamuHa cynbdaT cocTouT 13 cynbda-
TOB OCHOBHbIX MeNTUAOB, U3BIEYEHHbIX U3 CNEPMbl UK
nKpbl pbl6, 06bivHO BMaoB Salmonidae u Clupeidae.
Ha cerogHAWHWN AeHb NPOTAMUHbI — 3TO €AUHCTBEH-
Hble npenaparbl, KOTOPble NCMONb3YIT B MeANLMHCKOWN
npakTuKe AnA HenTpanusayuy renapuHa [4], n 6naro-
JapsA 3TOMYy CBOWCTBY NMPOTaMMWH MCNOJMb3yeTcA B Kap-
OVIOXUPYPIN, COCYANCTON XMPYPruv U MHTepBeHUU-
OHHbIX pagunonormnyecknx npouegypax [5]. CornacHo
HOPMaTMBHOW JOKyMeHTauum (ceptudmkar aHanmsa) B
cybCcTaHUUM NpoTaMKHa COHEPXUTCA NPUMeCb PTYTU
(konmMuecTBO KOTOPOW He AOMKHO NpeBbiwaTtb 10 ppm).
B cBA3M € 3TMM Hamun 6bina pa3paboTaHa meToamnKa anA
onpefeneHna npuMmecn pTyTU MeTOAOM WHBEPCUOH-
HoW BonbTamnepomMeTpuun. Kaxpaa HoBaA meToauKa
TpebyeT Banmaaummn 1 NoATBEPXKAEHNA.

MpoBeas nuTepaTypHbil 0630p MO  CYLECTBYHO-
WM meTopam onpegeneHva pTtytn B JIC, ocTaHOBUANCH
Ha Tpex MeTofax AnA MPOBepPKM MPaBWUIbHOCTU Hallen
METOAVKN.

GapmakoneliHblli MemMOO — 3KCTPaKUMOHHO-GOTOKO-
NOPVMETPUYECKNIA, OCHOBAHHbIN Ha MCMOJIb30BaHUU NpPU
onpegeneHun pPTyTM AUTU3OHA [ANA KONUYECTBEHHOro
onpefeneHnsa AaHHOro snemeHTa B bronornyeckmx o6ms-

eKTax C 0Opa3oBaHMEM XKeJITO-OPaHXeBOro Kommiekca
pTyTb(ll)-noHa c gUTN3OHOM 1 NoCNegyOWUM CNeKTpodo-
TOMeTpUYeCKUM onpegeneHnem [6].

ATOMHO-aicOpOUMOHHAA CMeKTPOCKONUA C WHAYK-
TMBHO CBA3aHHOW MJIa3MON (MeTof «XONo4HOro napav).
MeTop 3aknoyaeTca B BOCCTAHOBIEHUN UOHOB PTYTU [0
MeTanINYeCcKon pPTyT, NONYUYEHUN C NMOMOLLbIO reHepa-
TOpa aTOMHOrO napa napoB PTyTW, NocnegytLlen nx oT-
rOHKe NMOTOKOM BO3JlyXa USiv MHepPTHOro rasa B abcopbuu-
OHHYIO AYEeliKy aTOMHO-abCOPOLMOHHOrO CNEKTPOMETpa.
KoHuUeHTpauuio napoB pTyTU onpefensatT no pe3oHaHCc-
HoMmy abcopburoHHoMy nornouweHunto YP-ceeTa ¢ AnH-
HOW BOMHbI 253,7 HM OT pTyTHOW Namnbl [7].

PeHTreHodpnyopecueHTHaa cnektpomeTtpusa (POC) -
no3BonAeT onpefenATtb KOHLUEHTpaLMI0 371eMEHTOB OT
Be (N2 4) po U (N2 92) B guana3oHe oT ppm go 100 % B
pa3nnyHbIX BellecTBax U matepuanax. MeTop ocHoBaH
Ha 3aBUCMMOCTW MHTEHCMBHOCTWN PEHTIeHOBCKOro U3ny-
YeHWA OT KOHLeHTpauun snemeHTa B obpasue. B pabo-
Te MCNONb3YyTCA BOMHOANCMEPCUOHHbIE CMEKTPOMETPbI
C ¢nyopecueHTHbIM M3lyYeHneM, KOTOpoe pa3sJaraerca
B CNEKTP MpY MOMOLYU KPUCTaNIOB-MOHOXPOMATOPOB, a
3aTeM [eTEKTMPYETCA U KONMUYECTBEHHO M3MepPAeTCA ero
WHTEHCUBHOCTb [8].

LUenb wuccnegoBaHuA. Banvpauma paspaboTtaH-
HOW HamMn MeTOAVKW OnpeaeneHus npumecu PTyTU B
pacTBope npoTamuHa cynbdaTa MHBEPCMOHHOW BOJNbT-
amnepomeTpuen.

MATEPUAJIbl U METOADI

OO6BEKTOM UCCIEQOBAHNA CITYXKWWU MPOTaMUHA CYb-
daT pactBop Aana mHbekumin 10 mr/mn. MpownssoanTtens
OAOQ «Hoocnbxmmeapm» (r. HoBocnbunpck).

MeToaunKy onpegeneHna npumecn pTyTn B NpoTa-
MUHe cynbdata MeToOM WHBEPCUOHHOWN BoJfibTamne-
pomeTpumn pa3paboTann Ha SNEeKTPOXMMUUYECKOM aHa-
nu3atope TA-4 (OOO HIMN «TombaHanut», I. ToMCK) C
nporpammHbiM obecnedyeHnem VALabTx B KomnnekTe.
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[na npoepku cneydUUYHOCTY 1 MPABUABHOCTY pas-
PaboTaHHOWM METOAMKMN WCMOJIb30BaIN aTOMHO-3afCcop6-
LMOHHYIO CMEeKTPOCKONMIO (MeTof «XONIOQHOro Mapa),
peHTreHopyopecLEeHTHYIO CNEKTPOMETPUIO U papMaKo-
nenHbIN MmeTo[,.

PE3YJIbTATblI U OBCYXXAEHUE

O6beKkToM KnccnefoBaHuA ABnAeTcA 6HecuBeTHas
Mpo3payHas XXNAKOCTb PacTBOP AJIA UHBEKLMIA NPOTaMu-
Ha cynbdaT ¢ KoHUeHTpaumen 10 mr/mn. PaHee Hamu Obi-
na paspaboTtaHa MeToAVKa onpeaeneHnsa NpumMecn pTyTu
B MpOTaMUHe cynbdaTa METOAOM WHBEPCMOHHON BOJIbT-
aMnepoMeTpun. YCTaHOBMEHbI MapamMeTpbl U3MEPEHUS:
BpemA pactBopeHus — 10 ¢, Bpema HakonneHna — 80 ¢,
YPOBEHb BMOpALMM Ha 3Tane HakomneHusa — 9 ¢, Bpems
ycnokoeHus — 5 c¢. CofepKaHne pTyTW pacCunTbIBAETCSA
aBTOMaTMyecKkm no popmyne:

lnpo6b| 'Cno6aBKm 'Vno6aBKm 'VMMHepanmsaTa
C 6e — 12
B npobe (/ iy )V M
npoba ¢ fobaskou npoba anMKBOTbI HaBecKu
roe ! — BbICOTa NUKa dN1EMEHTA Ha KP1BOW NPoObl, MKA;

npo6bi

C o6ascn — KOHLEHTPALIMA aTTECTOBAHHOTO PacTBOPa, MI/M;

— obbem 106aBKU, MJT; VMMHepamaTa - 06bem MUHepa-
nvsata, M [ aekon — BPICOTA MUK 3NIeMeHTa Ha Kpu-
BOW Npo6bI C fO6ABKOWN, MKA; V. oors ™ obbem annKeoThI,
MM~ BeNUMHA HABECKW, T Uav M.

Banupaumio pa3spaboTaHHON MeETOAUKU MpOBenv B
cooTtBeTCTBUN € TpeboBaHuAMK focypapcTBeHHON dap-
makonen (M) no ODC 1.1.0012.15 «Banupauus aHanu-
Tnyeckux metoguk» [9]. MNMpn Banmpaummnm MeTOAMKN KO-
NNYECTBEHHOro onpefeneHnsa nNpumecen JOMXHbI ObITb
06s3aTeNbHO NPOBeEpPEeHbl MoKasaTenu cneyndmuyHoCTU u
MKO.

OnAa onpepeneHna cneundUUHOCTN U NPaBUSIbHOC-
TW METOAMKM Mbl CPAaBHUAN NOMyYEHHble HaMW pe3ysib-
TaTbl C pe3ynbTaTamy, BblAaHHbIMW MeTofaMy aTOMHO-
aiICOPOUMOHHON CneKTpoMeTpun (ABndALWenca 3aBe-
ZoMo cneunduyHoOn ana onpepeneHna Nnpumecen pTytu
cornacHo O®C 1.2.2.2.005.15), peHTreH-pnyopecLeHTHON
cnekTpomeTpun 1 papmakonenHoro Metosa aHanumsa.

ATOMHO-aiICOPOLMOHHDBIA MeToh Obl1 BbIMNOMHEH B
WHCTUTYTE HeopraHunyeckon xmmum um. A. B. Hukonae-
Ba (MIHX CO PAH). CogeprkaHue pTyTu B pacTBOpe cepuu
40216 coctaBuno <0,5 ppm. PacueT nponssogutca aBTo-
maTuyecku. lMorpewHocTb onpegeneHnsa £10 %.

PeHTreH — $nyopecueHTHbIN aHanu3 BbIMOSHEH Ha
6a3e OrbOY BO «TuxooKeaHCKWI rocyfapCTBEHHbIN YHN-
BepcuTeT» Ha Nnpubope «CMNEKTPOCKAH MAKC-GV». Co-
fepaHue pTyTn B obpasue (pactsop cepum 40216) co-
ctaBuno 0,0001 mac. % (0,1 ppm). PacueT npoussogutca
aBTomaTuuyecku. lNorpelwHoCcTb MeToaa BapbupyeTca B
npegenax 0,2-3 %. paduk c NMKoM pTyTW NpeacTaBfeH
Ha pucyHke 1.

QapmakonenHbli MeToA BbIMOMHANN COBMECTHO C
OAO «HoBocubxmmdpapm». CornacHo metogumkm 2,0 r cy6-
CTaHUMM npoTaMrHa cyrnbdaTta BHOCAT B KOHUYECKYIO

WHTeHcnBHOCTb (MMnN/c)
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PucyHok 1. CnekTp o6pasua pactBopa cepum 40216, nony4eHHblii
Ha cnekTpomeTpe «<SPECTOSCAN MAKC-GV»

Figure 1. The spectrum of a sample of a solution of the 40216 series
obtained on the spectrometer «<SPECTOSCAN MAX-GV»

Konby BMeCTUMOCTbI0 250 M1 C NpUTepTOi NPOBKOWN, Npu-
6aBnsT 20 M CMeCK, COCTOALLYIO U3 paBHbIX 06bemMoB
A30THOM KOHLEHTPUPOBAHHOW N CEPHOW KOHLIEHTPUPO-
BAHHOW KWCIIOT, KUNATAT C 06PaTHbIM XOSIOAUSIBHUKOM B
TeyeHue 1 4, OXNaxA[aloT 4O KOMHATHOW TemnepaTypbl 1,
C OCTOPOXKHOCTbI0 NprbaBnAT 100 mn Boabl. KUNATAT fo
yAaneHuna a3oTHbIX napos. PacTBop oxnaxpaaloT A0 KOM-
HaTHOW TeMnepaTypbl, OCTOPOXHO NPUOGABNAIT BOAbI 4O
200 mn, nepemelumnBaT U GUABTPYIOT Yepe3 GyMaKHbIN
bunbTp. 50 Mn unbTpaTa NOMELLAIT B AENUTENbHYIO BO-
POHKY, BCTPAXMBAIOT C NocnefoBaTeNibHO fobaBnaeMbiMu
HebonblMMK KonuyecTBamy xsiopodopma ao obecuBe-
yrBaHMA XNOPOGOPMHOro cJiof. XNOPODOPMHBIA CIION
oT6pacbiBatoT. K BogHOMY cnoto nprbasnaoT 25 mn cep-
HOW KUCNOTbl pa3sBegeHHon, 115 mn Bogbl n 10 mn pacT-
BOpa IMAPOKCUIAMUH TUAPOXIOPMAA KOHLEHTpauu-
e 200 r/n. MNonyyeHHbI pacTBOP TUTPYIOT PAcTBOPOM
antnsoHa R2, BctpaxmBasa 20 pa3 cmecb Nocne Kaxpo-
ro obaBneHnA TUTPaHTA, K KOHLY TUTPOBaHWA yaansioT
XNIOPOPOPMHBIN CIOW 1 Aanee TUTPYIOT A0 MONyYeHuA
rony6oBaTO-3e/1eHON OKpacKu pacTBopa. PaccuntbiBaiot
copepXaHue pTyTW, UCNOJMb3yA SKBUBASIEHTHOE cofep-
aHwe pTyTn B MKI/Mf TUTPaHTa, onpeaenaemoe no cTaH-
JapTHOMY pacTBopy AuTn3oHa R2.

OwnTn3oHa pactBop R2 roToBAT cregylowmum obpa-
30M: pacTBopsAT 40,0 Mr ANTU30Ha B XJIopodopMme U pas-
6aBnstoT go 1000,0 mn Tem ke pactBoputenem. Passogart
30,0 mn nony4eHHoro pacteopa Ao 100,0 mn xnopodop-
Mom [3]. na muHepanusauum npoTammHa cynbdata nc-
nonb3oBanu 80 mn dopmanbgernga C NOMOLLbIO KOTO-
poro MackmpoBanucb okmcautenu. CnekTp npotammHa
60sIbLe CXOX MO KOHPUIypaLumu co CNeKTPaMu STanoH-
HbIX PACcTBOPOB (€CTb OTNNYME B TMNCOXPOMHOM CABUreE,
caBure B OJIMHHOBOJSIHOBYO 06n1acTb). CNeKTp «MoaHAN-



CA» MO OCK opAMHAT (OCb ONTUYECKOW MIOTHOCTY) U pac-
NONOXKWUNICA Bbllle OTpuLaTenbHon obnactn. OnTuyeckas
NAOTHOCTb B MaKCMMyMe MOrNOLWEeHNA ANTU3OHATa PTYTH
6blna yyTb GOsblUe OMTUYECKON MNOTHOCTM AUTM3OHATA
PTYTW 3TaNIOHHOrO PacTBOpa, coaep»Kallero 15 MKr MOHOB
pTyTW. PesynbtaTbl No ¢papmakonenHoMy MeTofy CUMTaTb
[OCTOBEPHbIMM HeNb3A, Tak Kak OTCYTCTBYeT NMOBTOPA-
€MOCTb 1 BOCNPOU3BOANMOCTb 3TOrO MeToAa.

MNpeunsnoHHOCTb OUeHMBaNu B [BYX BapuaHTax.
MpoBepuny NOBTOPAEMOCTb METOAMKIM Ha pacTBoOpe ce-
pun 40216. OueHKy NpoBOAWAM NO HEe3aBUCKMMbIM pe-
3y/bTaTam, NONyYEeHHbIM B OANHAKOBbIX YCIOBMAX B Of-
Hol nabopatopuun [9]. Pe3ynbTraTbl MpepacTaBsieHbl B
Tabnuue 1.

Ta6nuua 1. Pe3ynbraTbl NOBTOPAEMOCTHU
pa3paboTaHHO MeTOANKUN UHBEPCUOHHOI BOJIbTamMnepomeTpun

Table 1. Repeatability results of the developed inversion
voltammetry technique

N2 aHanusa c:gis:(;:x_le
1 0,00283
2 0,00275
3 0,00294
4 0,00253
5 0,00229
6 0,00292
7 0,00297
8 0,00252
9 0,00291
10 0,00271
CpepHee 3HayeHue, Mr/n 0,00274
CTaHfjapTHOe OTKJIOHEeHMWe 0,000214
KoaddpurumeHT Bapuauum, % 7,8

B pesynbTaTte nccnegosanus kKoadpdurumeHT Bapuayum
coctaBun MeHbue 10 %, YTO rOBOPUT O HE3HAUUTENbHOMN
M3MEHYMBOCTM BapUaLMOHHOro pAaga.

BHyTpunabopaTopHasa npeun3noHHOCTb NpoBeps-
nacb ABYMA aHaNUTUKaMM B pa3Hble AHW NO pe3yfbTaTam
6-T n3mepeHuii. MonyyeHHble pesynbTaTbhl NpeacTaBe-
Hbl B Tabnuue 2.

N3 Tabnuubl 2 BUAHO, YTO KO3GMUMEHT Bapuaymum
y ABYX pasHblX aHanuUTUKOB cocTtasun 7,9 n 7,5 %, uto
JaeT NpaBo yTBepXKAaTb, UTO MeToAMKa BanuaupoBaHa
no Npeun3nNoHHOCTH.

Ina onpepenenuA npegena KonmMyeCcTBEHHOrO onpe-
genenns (MKO) 6binn NpUroToBsiEHbl PAaCcTBOPbI C KOH-
ueHTpaumen ot 1,0-10" go 1,0-107 mr/n, nytem pas-
6aBneHus B 10 pas. AHanu3 pacTBOPOB NPOBOAMAN MNP
CTaHAapTHbIX YCI0BUAX — BpeMaA pacTBopeHus 10 ¢, Bpe-
MA HakonneHua 60 ¢, BpemsA ycrnokoeHua 5 c. B kauecTse
L06aBKM MCMONb30BaNy PacTBOP PTYTU C KOHLEHTpaL el
0,1 mr/n. Pe3ynbTaTbl NpvBeAeHbl B Tabnuue 3.
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Analytical Methods
Ta6nuua 2. PesynbTatbl onpepeneHus
BHYTpPuUna6opaTopHoii NpeLu3snoHHOCTN
Table 2. The results of the determination
of intralaboratory precision
O6pasen CopepaHue | CtaHpapTHoe | Koaddpuumnenr
pTyTu, mr/n OTKJ/IOHeHne Bapunauum, %
1 0,00272
2 0,00218
2 3 0,00259
X
E 4 0,00270 0,000198 79
5 5 0,00233
Z 6 0,00240
CpegHee
(h=6) 0,00249
1 0,00273
2 0,00253
~N
8 3 0,00236
x
E 4 0.00218 0,000180 75
S 5 0,00226
z
< 6 0,00241
CpepHee
(h=6) 0,00241

Ta6nuua 3. OnpepeneHvie npegena
KO/INYeCTBEHHOro onpeaeneHns

Table 3. The definition of the limit of quantification

E 2 = E °\t
283 xS °
o8 als s
z8d =53 5 & g
El RS EE- g9 ©
SO OL T80 s s
(TR [}
gras 858 28 3
Ita T g_\g Eg o
2t gcga g
E® TocE [
F z ]
N ] c
1-107 1,1-107 0,021 +0,03
1-107 1,0-102 0,00209 +0,003
1-10°3 1,1-10°3 0,000307 +0,0003
1-10* 1,4-10* 0,0000332 +0,00005
1-10% 1,2-10° 0,00000103 +0,000004
1-10° 1,25-10° 0,000000183 +0000005
CurHan
. 107
1-10 He 0bHapy»eH

Kak cnepyeT m3 pe3ynbraToB, NOpAAOK onpepens-
eMOl KOHLEeHTpauun cTaHAapTHOro pacTteopa coBna-
JaeT, a MorpewHoCTb U3MepeHna cocTaBnsaeT He bonee
+20 %. Mpwn KoHueHTpauun 1,0 - 107 Mr/n Nnka pTyTH Ha
BonbTaMmneporpamme HeT. C yMeHblUeHMEM KOHLeHTpa-
LN TOYHOCTb M3MEPEHUA YMEeHbLIAeTCA.

3AKNIOYEHUE

Pesynbratbl, nonyyeHHble METOAOM WHBEPCUOHHOW
BOJIbTaMMepPOMETPUM, CONOCTaBMMbI C pe3ysibTaTamu Apy-
rMX aHAINTUYECKNX MeTOAOB, Taknx Kak AAC n POC. Qap-
MaKOMEWHbIN METO4 He MMeeT BOCNPOU3BOAUMbBIX pe-
3yNbTaTOB, MO3TOMY €ro pe3ysnbTaTbl HE MOTyT CUMTaTbCA
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[OCTOBEPHbIM Ha AaHHbIN MOMeHT. COrnacHoO BbIMOMHEH-
HOWM BanMAaLMOHHOWN OUEHKe, MeToAMKa ornpegeneHua
MUKpOMNpUMeCen pTyTu B MpoTaMuHe cynbdaTa MHBEpCK-
OHHOW BONbTaMMNepoMeTpun ABAAETCA NPaBUIbHON, BOC-
NPOu3BOANUMON N cneundruUHON. YCTaHOBMAKN, UTO Npu
KoHueHTpauun 1,0 - 107 MI/n MUK pTYTU OTCYTCTBYeT Ha
BOJIbTaMreporpamme.
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