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ONEeMeHTHble NpUMecKu

B aLeTUNCcannuUmMNOBOM KUCNOTE: METOAMKA,
n3noxeHHas B apMCLUA <232>/<233>

n ICH Q3D, ¢ ncnonb3oBaHnem
OMNTUKO-OMUCCUOHHOM CMEKTPOCKOMMMK
MHOYKTUBHO-CBA3AHHOW M/1a3MoMu

Banvaaums npnéopa VICIM-03C Agilent ¢ npymeHeHnem
METOAMKMN, U3NnoxxeHHoM B PapMCLUA <232>/<233>

BBepeHue

MpowsBoanTeny GapmauleBTUHECKOV NPOAYKLMM 06513aHbI KOHTPONIMPOBATL
COLEPXKaHWE 3N1EMEHTHbIX NPUMECEN B IeKapCTBEHHbIX cpeacTBax. K MCTOYHMKaM
3NEMEHTHOrO 3arpsi3HEHNSt OTHOCATCS MCXOAHOE Chlpbe, MPOU3BOACTBEHHbIE MPOLIECCh,
a Takxe cUCTeMbI YNakoBKuM/ykynopkwu (CCS).

MpexxHss MmeToanka Gapmakonen CLUA (PapmCLUA, USP) B oTHOWeEHWM cneaos
MeTannoB, ykaszaHHasa B GapMCLUA <231>, (TecTupoBaHUWe NpefenoB Tsxenblx
MeTasnnoB) He Npefnonarana KonM4ecTBEHHOrO ONpefeneHna 1 He No3Bonsna
NOMYYNTb AOCTATOYHbIE laHHble O MOTEHUMANbHOM TOKCUYHOCTU 3arpsisHeHnid. YTobbl
YCTPaHUTb Takyto OrpaHMYeHHOCTb pe3ybTaToB Mo cTaTbe <2371>, Gapmakonest CLUA
BbINYCTWNa OBHOBNIEHHYHO METOMMKY, OB6ECTIeUMBALOLLYIO KOIMYECTBEHHOE OMnpeserneHne
HeopraHWYeckmx NpuMeceil B hapmaveBTUYECKON NPoAyKLUMK C UCMOMb30BaHWEM
COBPEMEHHOMO aHaNNTUYECKOro 060PYA0BaHUS.

B 06Lumx cTaTbax @apMCLUA <232> («3nemeHTHble npumeck: npedensi») (1) n <233>
(«9nemeHTHble NpuMecK: Npoueaypbi») (2) NprBefeHbl NpefebHble 3HaUeHs
SNEMEHTHbIX MPUMECEN 1 NPOoLEAYPbI MO KOMMYECTBEHHOMY ONpPeAeneHNo Takmnx
MPUMECeW B TeKapCTBEHHbIX CPEACTBAX U UX KOMMOHEHTax. METOAMKIM COriacoBaHbl

C TEXHUYECKMMU TPEBOBaHMSAMU K IeKapCTBEHHbIM NpenapaTam A5 MeAVLIMHCKOro
NPUMEHEHNS, BbINyLLIEHHbIMU MedXayHapoHbIM COBETOM Mo rapMoHumaaumum ICH Q3D (3).



®apmMCLLA <232> «3neMeHTHble NpUMecH: npeaenbl»
Kak B pekomeHgaumax ICH Q3D, Tak 1 B cTaTbe ®apMCLLA
<232> nNpuBeLeHbl UeNeBble aHannTbl 1 NpeaesbHble
3HaueHVst JoNYyCTUMOro CyTO4YHOro BosaeincTeums (JCB)
3/TEMEHTHbIX MPYMECEN, COAEPXKALUMXCSA B NEKAPCTBEHHbIX
cpefcTBax, TpeboBaHMA MO KOTOPbIM AOMKHbI BbIMOMHATH
(hapmMaLeBTUYECKME KOMMAHMMN.

B Tabnuue 1 ykasaHbl npeaensl [1CB B OTHOWEHWN 31EMEHTHbBIX
NpUMECEeN, COAEPXKALLUMXCA B NEKAPCTBEHHbIX CPeACTBaX,

B 3aBMCKHMOCTM OT criocoba BBeeHWs!. Takxke npuBeeH
noTeHLUManbHbIMA KNacc TOKCUYHOCTM KaXkK0ro 9NeMeHTa,

Kak ykasaHo B Mmetoamke ®apmCLUA/ICH.

Ta6nuua 1. MNpefenbl 4ONYCTUMOro CyTouYHOro BoaaeicTeus (ACB)
9/1EMEHTHbIX MPUMECEN, COAEPKALLMXCH B MepOpanbHbIX, NapeHTepasbHbIX
N MHranAUMOHHBIX Npenaparax.

Knacc AnemeHT Mepo- MapeHTe- WHrans-
ICH/USP panbHble = pasibHble LIMOHHbIe
npenapa-  npenapa- npenaparbl
Tbl Tbl (MKr/ (mkr/cyT)
(MKr/cyT) cyT)
Cd — kaamuin 5 2 3
Pb — cBuHel, 5 5 5
Knace 1 As — MbILWbAK 15 15 2
(HeopraHuyeckwit)
H —_
g~ piyre 30 3 1
(HeopraHuyeckas)
Co — kobanbT 50 5 3
Knacc 2A | V — BaHagui 100 10 1
Ni — Hukenb 200 20 5
Tl — Tannui 8 8 8
Au — 30n0T0 100 100 1
Pd — nannaguin 100 10 1
Ir — npnann 100 10 1
Os — ocMui 100 10 1
Knacc 2B
Rh — pogun 100 10 1
Ru — pytenui 100 10 1
Se — ceneH 150 80 130
Ag — cepebpo 150 10 7
Pt — nnatunHa 100 10 1
Li — nutuin 550 250 25
Sb — cypbma 1200 90 20
Ba — 6apui 1400 700 300
Knacc 3 Mo — monuéaeH 3000 1 500 10
Cu — meab 3000 300 30
Sn — onoBo 6 000 600 60
Cr — xpoM 11 000 1100 3

®apMCLLA <233> «3neMeHTHble NPUMECHU: NpoLieAypbI»
B obuleit ctaTbe @apMCLIA <233> ana aHanmaa NekapCTBEHHbIX
CPEefCTB WM UX KOMMOHEHTOB Ha 3N1EMEHTHbIE MPUMECH
PEKOMEHIYETCH NMPUMEHATb OMTUKO-3MUCCUOHHYHO
CMEKTPOCKOMUIO MHAYKTUBHO-CBSA3AHHOW MIa3Mon nnm
MacC-CNeKTPOMETPUIO C MHAYKTUBHO-CBA3AHHOM MNN1a3MON.

MNprBeaeHO HeCKObKO METOA0B NPOBGONOAroTOBKM. CneayeT
BblGMpaTb Hanbosnee NoaxoAsiLLyHo NPoLefypy PacTBOPEHMS
aHanM3npyemMoro MCXOAHOro apmaleBTUYECKOro npenapaTa.
BO3MOXXHble BapuaHTbl:

+ [psamon aHanua

+ PasBefeHne/pacTBOPeHME B NOAXOAALLEM BOAHOM
pacTBOPWTENE, TAKOM KaK BOfa Wiv pasdasiieHHas K1cnoTa

- PasBepaeHne/pacTBOPEHNE B MOAXOAALLEM OPraHNYeCKOM
pacTBopuTene

+ [1na HepPacTBOPUMbIX MPO6 — PasnoXeHVe B MUKPOBOTHOBOM
CMCTeMe 3aKpbITOro T1na

Mpu6éop UCIM-03C Agilent gna npumeHeHus

B ¢apMavLeBTUYECKOM oTpacnm

Mpubopbl NCIM-03C Agilent 5900 ¢ CMHXPOHN3MDOBAHHbLIM
BEPTMKaNbHbIM [BOHbIM 0630poMm (SVDV) unn Agilent 5800 ¢
[BOVIHbIM 0630pOM MAa3MON C BEPTUKAbHbIM PDACHON0KEHNEM
ropesiku (VDV) naeanbHo NoaxoasT AN onpeaeneHns
3NEMEHTHbIX NMPUMECEN B UCXOAHbBIX CbIPbEBbIX MaTepuanax

1 FOTOBOM NPOAYKLIMM AN1A NepopanbHOro NpuMeHeHus (4).
MprGopbl MOTYT UCMONBb30BATLCS A/ UBMEPEHUST CaMblX
CNOXHbIX MPO6 1 UMEKOT CreayroLLe 0COBEHHOCTMU:

-~ BepTuKanbHO OPUEHTVMPOBaHHAs ropeska, No3BossatoLlas
NpoOBOAUTL aHaNM3 LWMPOKOro AnanasoHa Npob
C HE3HaAYNTESIbHBIM PasBeAeHNeM UK 6e3 pasBeaeHus,
BKJ1t04asA Npobbl C 06LLIMM COoepXKaHMEM PAaCTBOPEHHbIX
BellecTB 6onee 25%.

—  [HetekTop Vista Chip Ill: BbICOKOCKOPOCTHOW AETEKTOP
C LUMPOKMM CMEKTPOM AJIMH BOJIH, CMOCO6HbIM onpeaensTb
BOJIHbI BCEX A/IMH B Anana3oHe oT 167 Ao 785 Hm
B XOfle OIHOro n3mMepeHus. LLUMpoKMM cnekTp AsIMH BOSH
no3BoNseT NabopaHTam BblbMpaThb AMHbI BOTH 683 MOMEX.

—  Bblcokasa ckopocTb aHanmaa. Ha npubopax MCIM-03C
Agilent MOXHO M3MepuTb A0 2 500 Npob B cyTkM 6e3
noTepy NPOM3BOANTENBHOCTY. MNprBoPbI NOAXOAAT AN
NnabopaTopuii Kak C HU3KMM, TaK ¥ C BbICOKUM YPOBHEM
3arpysKu.

-  HeckonbKo MeToA0B KOpPeKLMm OHa, M3 KOTOPbIX MOXHO
BblbMpaTh: METOA NONPaBKkM Ha (GOH C aBTOMaTUYECKOW
annpokcumaumert (FBC) 1 MeToa CKOpOCTHOM
aBTOMAaTMYECKO annpokcumaumn kpuebix (FACT). FBC
obecneunBaeT ynpoLLleHne NpoLeaypbl 1 CHKEeHKe
YPOBHS CNOXHOCTW Anst NnaboparTa, a FACT — KoppeKLmnto
CNeKTPanbHbIX MOMEX U CIIOXHbIX POHOBBLIX CTPYKTYP.

— TlpocToTa B UCNofib3oBaHUW. MIHTYUTUBHO NOHATHOE
nporpamMmMHoe obecneveHmne Agilent ICP Expert
NoCTaBAsIeTCA C NPefyCTaHOBEHHbIMN FOTOBbLIMM
MeToflaMu aHanmaa nNpo6 dapmMaLleBTUYECKMX NpenapaToB
Ha a/1eMeHTHble NpuMeck (Bepcus 7.4 1 6onee NosaHsas).
MeToabl cooTBeTCTBYHOT TpeboBaHusaM ICH-Q3D n
®apMCLUA <232>/<233>.

B aTOM 1ccnefoBaHuM onvcaHbl aHanuTudeckmne npoLieaypb!
1 BanuaaLUmMoHHble UCCNefoBaHUs, HEOOXOAMMbIE COrlacHo
Tpe6oBaHWAM PapMCLLA <233> / ICH-Q3D. Ero yacTbto
ABMSETCS ONMcaHne aHannaa Npob aLeTnncanMUmMIoBo
KNCNOTbl Ha 24 NpeACTaBNAAOLLMX MHTEPEC a/1eMeHTax

¢ npumMeHeHnem NCIM-03C.


https://www.agilent.com/en/product/atomic-spectroscopy/inductively-coupled-plasma-optical-emission-spectroscopy-icp-oes/icp-oes-instruments/5900-icp-oes
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SKCﬂepMMeHTaﬂbHaﬂ 4acCTb

O6opypoBaHue

AHanus 6611 BbINoHEH Ha Npuéope MCIM-03C 5110 SVDV,
OHaKO [JaHHbIA MeTOA TaKXKe NoAXOAUT AN NpUOOpPOoB
NCM-03C Agilent 5800 VDV n Agilent 5900 SVDV. O6a
WMHCTPYMEHTa UMEIOT BEPTMKANbHO OPUEHTUPOBAHHYHO

ropesiky 1 noaynpoBOAHWKOBbIN pafroY4acTOTHbIN reHepaTop,
paboTatoLnii Ha YacToTe 27 MIU, ANs co3aaHus nnasmbl

C HEOOXOAMMbIM AN aHanNM3a NPo6 CAOXKHOIO COCTaBa YPOBHEM
CTabuNbHOCTN U YCTONYMBOCTW.

Cvictema BBOfla Npo6 COCTOsNa U3 pacnblimTensa SeaSpray,
[BYXXO40BOW BUXPEBOWN PaCnbINNTENBHON KaMepbl U
NH>KEKTOPHOW FOpPenKu C BHYTPEHHUM AnamMeTpom 1,8 MM.
[na BBOAa Npob ncnonbaoBancsa aBTocamnnep Agilent SPS 4.
Pabouure napameTpbl Npuéopa npueeaeHbl B Tabnuie 2.

Ta6nuua 2. MapameTpbl npuoopa UCIM-03C Agilent 5110 SVDV 1 napameTpsbl

MeToAa.
MNapametp YcTaHoOB/IeHHOe 3HayeHune

Bpems Hakonnenus curHana (c) 30
Yncno NOBTOPHbIX M3MepeHUI 3
3aaepxxka npv BBoae npobbi (c) 30
Bpewms ctabunuaaumu (c) 15
Bpemsi npoMbiBKY (C) 36
CkopocTb Hacoca (06/MUH) 12
YCKOpEHHbIW PeXUM Hacoca BO BpeMst B
nogauv npobbl U NPOMbIBKM (06/MUH) Kn.
MowyHocTb PY-reHepatopa (KBT) 1,50
BcromoraTtenbHblii ra3 (J1/MUH) 1,00
a3 B nnasmy (1/MvH) 12,0
MoToK rasa-HocuTens Ha pacnblauTenb 07
(n/MuH) '
Pexum o630opa SVDV

Tpy6ka nogauu npobbl

Benblit/6enbii
nepucTanbTMYecKoro Hacoca

Kanunnsp cnuea oTxon0B

CuHUI/CnHUIA
nepucTanbTUYeCKOro Hacoca

Tpy6Ka K Hacocy A1 nojaum

OpaH)xeBblil/3eneHbli
BHYTPEHHEro cTaHAapTa P /

Moprotoeka npo6 U cTaHAapToOB

3HaueHue J

MakcrmManbHoe cofepXKaHne 3f1eMeHTHbIX MpUMeceit

B rOTOBbIX JIEKAPCTBEHHbIX CPEACTBAX BblpaXkaeTcs

B Bunae MakcumanbHoro CB. MNpu pacyeTe npegenos [CB
YYMTbIBAETCH KOHLEHTPaLMS 3IEMEHTa, COAepyKaLLerocs

B leKapCTBEHHOM CPeACTBE, 1 MakcumanbHas pekoMmeHayemas
CYTOMYHast [Jo3a npenapara.

[na maTepuanos, KOToOpble Nepej npoBeeHnemM aHanusa
TpebyeTcs pasfoXWTb WM Pa3BECTW B paCTBOPUTENE, Mpeaen
[CB (B MKI/CyT) HEOGXOAMMO KOHBEPTMPOBATDL B Npesen
KOHLieHTpaLwmu (B MKr/) No NOArOTOBAEHHOW AN UCTbITaHNs
npo6e. 3TO 3HaYeHMe KOHLEHTPaLMM pacCUnTbIBArOT

nyTem ymHoxenunst ICB Ha koadduumneHT pasbaBneHus.
Mcnonbayemblin KoahduUmMeHT pasbaBneHns MOXHO
ONTUMU3NPOBATb, YTOObI 3HAYEHNS aHaANUTa UK aHaINTOB
HaxoAMNUCb B MpeAenax aHaaMTUYecKoro ananasoHa npuoopa.

3HauyeHKe LieNeBoi KOHLEHTPaLUMK B NOArOTOBIEHHON Npobe
(3HaueHve J) onpeensieT MakcUManbHoO AONyCTUMbIY npefen
KOHLIEHTpaLMm aHannTa B 3TOI Npobe, rae:

- JICB

Oobwiee pazeéedenue x MaKc. Cymounas 003a

3HaueHure J TakKe UCMoNb3YoT AN ONpeAeneHns YpoBHS
KanmMopOoBKM 1 KOHLIEHTPALMM PAaCTBOPOB A8 KOHTPOSIS

n obecnedeHns kadecTsa (KK). Hanpumep, kanuépaTopbl
HEO6XOAVMO FrOTOBUTL C YPOBHSAMM KOHLEHTpaLmmn OT

0,5 no 1,5 J. O6Hapy>k1MBaeMocCTb (415 NpefenbHbIX
npoueayp, onucarHbix B PapMCLUA <233>) gomkHa 6biTb
NpoAEMOHCTPMPOBAaHa Ha NPo6e C [06aBKON B KOHLIEHTpaLUM
80% oT 3HaueHus J (0,8 J). AHanm3bl MeTOAOM «BBEAEHO—
HaaeHo» HeobX0AMMO MPOBOANTL MPU KOHLEHTPaLMsAX

B AvanasoHe 50—150% oT 3HaveHuns J (1. e. 0,5-1,5 J).

MoproToBka cTaHAapToB

KannbpoBoyHble CTaHAapPTbl OblAM NPUrOTOBAEHDI

B KOHLeHTpaumnax 0,5, 1,0 n 1,5 J ana kaxaoro Lenesoro
aHanuTa ¢ MCNob30BaHNEM MHOIMO31EMEHTHbIX CTaHAAPTOB
13 Habopa Agilent ICH Q3D/USP <233> Elemental Impurities

kit (5). B Ha6op BXoAMT NATb CEPTUDNLMPOBAHHbIX STaNOHHbIX
06pa3uoB (CRM). Kaxapblii CRM cogepsxuT rpynmny anemMeHToB
(LeneBbIx 8N1EMEHTOB), BbIOpaHHbIX Mo knaccy ICH/USP,
XMMWYECKOWM COBMECTUMOCTU 1 0653aTeNIbHBbIM OTHOCUTENBHBIM
KOHLEHTpauusM. PacyeTHble 3HaveHns J Ans Kaxaoro aHaauTa
B aLETWUICaNMUMIOBOI KUCNOTe (MCXOAsA U3 MaKCUMasbHOwM
CyTOuYHOM A03bl = 3 000 Mr/aeHb) NpuBeaeHbl B Tabnuue 4.

CTaHOapTbl HECKOSIbKUX 91EMEHTOB pa3taBsamn
nevoHnanpoBaHHol Bogol Millipore ¢ conpoTvBneHnem

18,2 MOM. CocTaB MaTpuLbl BCEX XOMOCTbIX NPO6 1 CTaHAapToB
OblN1 NPMBEAEH B COrNlacoBaHmne ¢ COCTaBOM MaTpuLibl 06pasLoB
B8 10% HNO, 1 10% HCL.

Mpo6onoarotoeka

TOYHbIE HAaBECKM aLETUACANMLIMIOBON KUCNOTbI
(NpubnMsnTensHo 1,0 r) NOMECTUM B NPOGUPKM 13
60pPOCUINKATHOrO CTeka. bbifo BbINOMHEHO pasoXeHune Npob
B 5 M1 HNO, 1 T M HCL ¢ ncnonbsoBaHMem MUKPOBOSTHOBOA
CUCTEMbI AN1A PA3OXKEHWSA MPO6 C OAHOW PeakUMOHHON KaMepoW
UltraWAVE (Milstone Inc., LenToH, KoHHeKTUKyYT). MNapameTpbl
HarpeBaHuA npueeaeHbl B Tabnuue 3. Iocnie MUKPOBOMHOBOIO
pasnoxeHusa K Npobe nobaswin 5 mn HCl 1 3aTem pastasuin
Boaor Nanopure Ao KOHeYHOro o6bema 50 M.

Ta6nuua 3. [NapamMeTpbl MUKPOBOHOBOMO pasnoxeHus (T1un T2 —
3a/laHHble HavanbHasa 1 KoHeYHast TemnepaTypbl EMKOCTU).

LWar Bpema T1(°C) T2(°C) [NaeneHue MouHocTb
(MuH) rasoo6pasHoro (BT)
asora (6ap)
1 15 250 60 140 1500
2 15 250 60 140 1500



PactBopbl Npo6 c go6aBkaMu

Mepes pasnoxeHeM NpUroToBUIN TP pacTBOpPa Npod
aLeTUNCanMuUMIOBOR KMCNOTbI C A06aBKaMM:

— PactBop npobbl ¢ 406aBKOWA T: B Npoby
aueTuncanvMumnIoBOM KNCNOTbl JO6aBUAM CTaHAAPTHbIV
pacTBOp ¢ KoHueHTpauwen 1,0 J.

— PacTBop npobbl ¢ JO6aBKOW 2: B Npoby
aLeTUNCanMuUMNOBOR KMCNOTbI J06aBUAM CTaHAAPTHbIN
pacTBOp C KOHUeHTpauuen 0,8 J.

— PacTBop npobbl ¢ fo6aBKoiA 3: B Npoby
aLeTUICanMuUMIOBOR KMCNOTbI 406aBUAM CTaHAAPTHbIN
pacTBOp C KoHLeHTpauumen 0,5 J.

Pe3ynbraTbl U UX 06CyXXAeHue

JInHeliHOCTb KanM6poBKM

JInHeMHOCTb KanMbpoBKM Obla JOCTUIHYTa ANA BCex 24
3NeMEHTOB, ABNSAOLLMXCSH 06BEKTOM aHanmaa. Ha PucyHke 1
noKasaHbl KanMbpoBOYHbIE KPUBbIE A/151 aHaNMTOB Kacca 1

(As, Cd, Hg 1 Pb), cogep>kaHune KOTopbIx HEO6XOAUMO
KOHTPOMMPOBATb BO BCEX JIEKAPCTBEHHbIX CpeAcTBax. 3Ha4eHus
[7MHbI BOJMH W paboynii Ananas3oH KanubpoBKM /1 BCEX
9/1EMEHTOB NpuBeaeHbl B Tabnuie 4.

Ta6nuua 4. [171vHbl BOJH, UCMOMb3YyeMblii MeTo[ KoppeKkLmnm GoHa,
paccyuTaHHoe 3HayeHve 1 J 1 pabounii AnanasoH KanmbpoBKHY,
NCMONb3yeMbl AN1A KaXA0ro U3 24 LeNIEBbIX 3/IEMEHTOB. AHANN3 dN1eMeHTa
no ABYM ASIMHAM BOJIH He SIBAETCS 0653aTeflbHbIM, HO Obl1 BK/HOUEH

B MCMbITaHKe Ha cneunduUYHOCTb.

AneMeHT n Koppekuus poHa 3HayeHue Jvana3soH
[IMHA BOJIHbI (HM) 1 J (Mkr/n) KanuépoBKu
(mnH A.)
As 188,980 FACT 100 0,0-0,15
As 193,696 MeTop nonpaBku 100 0,0-0,15
Cd 214,439 MeTop nonpaBku 33 0,0-0,05
Cd 226,502 MeTog nonpaBku 33 0,0-0,05
Hg 184,887 MeTop nonpaBku 200 0,0-0,30
Hg 194,164 MeTop nonpaBku 200 0,0-0,30
Pb 220,353 MeTop nonpaBku 33 0,0-0,05
Ag 328,068 FACT 667 0,0-0,10
Ag 338,289 FACT 667 0,0-1,00
Au 242,794 MeTop nonpaBku 667 0,0-1,00
Au 267,594 MeTop nonpaBku 667 0,0-1,00
Co 228,615 MeTop nonpaBku 333 0,0-0,05

NPOAOIKEHWE TabNMLbI MPUBEEHO Aanee. .

AnemeHT
ANVHa BOJHbI (HM)

Co 238,892
Ir 212,681
Ir 224,268
Ni 216,555
Ni 231,604
Os 225,585
Os 228,228
Pd 229,651
Pd 340,458
Pt 203,646
Pt 214,424
Rh 343,488
Rh 369,236
Ru 245,657
Ru 267,876
Se 196,026
Se 203,985
T1 190,794
V 292,401
V309,310
Ba 455,403
Ba 493,408
Cr 205,560
Cr267,716
Cu 324,754
Cu 327,395
Li 610,365
Li 670,783
Mo 202,032
Mo 204,598
Sb 206,834
Sb 217,582
Sn 189,925
Sn 283,998

Koppekuus ¢poHa

MeTop nonpasku
MeTop nonpaBku
MeTop nonpaBku
MeTopg nonpaBku
MeTop nonpasBku
MeTop nonpaBku
MeTop nonpaBku
MeTopg nonpaBku
MeTopa nonpaBkun
MeTopa nonpasku
MeTop nonpaBku
FACT
FACT
MeTopa nonpasku
MeTop nonpasku
MeTop nonpaBku
FACT
MeTopn nonpasku
MeTopa nonpasku
MeTog nonpasku
MeTog nonpaBku
MeTop nonpasku
MeTop nonpaBku
MeTog nonpaBku
MeTog nonpasku
MeTog nonpaBku
FACT
MeTog nonpasku
MeTog nonpasku
MeTog nonpaBku
FACT
MeTop nonpaBku
MeTog nonpasku

MeTop nonpasku

3HayeHune
1J (Mkr/n)

333
667
667
1333
1333
667
667
667
667
667
667
667
667
1000
1000
1000
1000
53
667
667
9333
9333
73333
73333
20000
20000
3667
3667
20000
20000
8000
8000
40 000
40 000

JuanasoH
KanuépoBKu
(mnH A.)

0,0-0,05
0,0-1,0
0,0-1,0
0,0-2,0
0,0-2,0
0,0-1,0
0,0-1,0
0,0-1,0
0,0-1,0
0,0-1,0
0,0-1,0
0,0-1,0
0,0-1,0
0,0-1,5
0,0-1,5
0,0-1,5
0,0-1,5
0,0-0,8
0,0-1,0
0,0-1,0
0,0-1,4
0,0-1,4
0,0-110
0,0-110
0,0-30
0,0-30
0,0-5,5
0,0-5,5
0,0-30
0,0-30
0,0-12
0,0-12
0,0-60
0,0-60
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PucyHok 1. KannépoBo4Hble KpuBble 415 HYeTbIpeX 3/1eMeHTOB knacca 1: As
193,696 HM, Cd 214,439 Hm, Hg 184,887 HM 1 Pb 220,353 HM.

BanupaauuoHHble npouenypbl

B ®apMCLLA <233> ykazaHbl iBa BapraHTa Banvaaumm
aHaNMTUYECKON METOAUKM, UCTMONb3YEMON AN onpeaeneHns
YPOBHEN 9N1eMeHTapHbIX MPUMeCE: NpeaenbHble NpoLeaypbl

1 KONMYeCTBEHHble NpoLeaypbl. MNpefenbHble Npoueaypbl YacTo
MCMONb3YOTCA NPON3BOANTENSAMM FOTOBOW (hapMaLeBTUYECKON
NPOAYKUMM, @ KONMYECTBEHHbIE — MPOV3BOANTENSMMN aKTUBHbIX
thapmaLeBTUYeCKUX HrpeaneHToB (ADGW) 1 BcnomMoraTenbHbIX
BELLECTB. B 3TOM 1ccnefaoBaHum npusedeHa MHGOpPMaLms no
060VM BapvaHTaMm, Ho TpebyeTcs NCNoNb30BaTb TOMbKO OANH.

KonuuecTseHHble npoyegypbl

Ko/M4eCTBEHHble npoueaypbl BKKOYAOT. UCMbITaHNA Ha
TOYHOCTb, MPEeUMN3NOHHOCTb (I'IOBTOpﬂeMOCTb, yCTOI;ILIVIBOCTb)
n CI'IeLI,VICDVIL—iHOCTb.

To4yHOCTb

[nsa vcnbiTaHys Ha TOYHOCTb CrieflyeT MPOBECTW U3MEPEHUS
npo6 ¢ go6aBkamu Tpex ypoeHel: 0,5J,1,0J 1 1,5J — ans
Kaxkoro LeneBoro anemeHTa. na npo6 aueTnncanvumioBoi
KMCNOTbI A06aBKN KaXA0ro YPOBHSA MPUrOTOBUIIN B TPEX
NMOBTOPHOCTAX, YTOBbI MPOBECTM B LIENOM AEBATb N3MEPEHMIA.
PesynbTaTbl, NpefAcTaBfeHHble B TabnuLe 5, AeMOHCTPUPYIOT,
YTO 3HAYEHWsI BCEX LieNIEBbIX 9NTEMEHTOB HAXOAWNCH B
npeaenax KpUTepnes NPUeMNEMOCTH A1 CpeiHero aHa4YeHus
TPEex MOBTOPHOCTEN Ha KaXK[OM YPOBHE KOHLIEHTPaLIMK.

Tabnuua 5. Pe3ynbTaTbl MCMbITaHUA HA TOYHOCTb MyTEM U3MEPEHUS TPeX
oTAeNbHbIX NPO6 aLeTUACaNMUUIOBOI KUCNOTbI ¢ Jo6aBKaMuM TpexX YpoBHEN
KoHueHTpauun: 0,5 J, 1,0 J n 1,5 J. CpegHee 3HayeHme Tpex npeaenos B
nob6aBKax AO/MKHO HaxoanTbes B AnanasoHe 70—150%.

nemMeHT n Auetunca- Auetunca- Auetunca- CpepHee
ANWHA BOSHbI (HM) | NUuMIOBas  NULMIIOBAs | iMUUIOBasi  BCEX U3Me-
Kucnota+  Kucnota+ | Kucnorta + peHuit, %
no6aBka no6aeka no6aeka n3BrievyeHus
05J 1,0J 1,5 (n=9)
(%) (%) (%)

As 193,696 92 96 99 96
Cd 214,439 98 99 98 98
Hg 184,887 93 91 94 93

Pb 220,353 108 104 108 106
Co 238,892 95 94 94 94

Ni 231,604 94 95 94 94

V 292,401 88 92 90 90
Ag 328,068 93 94 94 94
Au 242,794 94 96 96 95
Ir212,681 92 93 93 93

Os 225,585 94 99 98 97

Pd 340,458 88 92 93 91

Pt 214,424 93 97 96 95

Rh 343,488 90 94 95 93

Ru 245,657 92 94 94 93

Se 196,026 102 98 99 100
T1190,794 80 86 88 85

Ba 455,403 95 95 93 94

Cr 205,560 99 96 91 95

Cu 327,395 92 93 93 93

Li 670,783 93 99 101 98
Mo 202,032 92 93 91 92

Sb 217,582 92 94 94 93

Sn 189,925 97 96 93 95



npeL{M3MOHHOCTb

McnbiTaHne Ha NPeLm3MOHHOCTb BKITKOHAET OLIEHKY
NMOBTOPAEMOCTU U YCTOMYMBOCTUN Pe3yNbTaToOB MNPUMEHEHNA
MeToavKM. [TOBTOPAEMOCTb OLEHVBaAV MyTeM aHanaa

LecTu oTAeNbHbIX NPO6 aLeTUNCanMUMIOBON KNCNOTbI C
[06aBKOW ypoBHSA 1 J, @ yCTOMYMBOCTb — MyTemM aHanmaa
LeCTH OTAeNbHbIX NPO6 aLeTUICanMUUIOBO KNCNOTbI C
no6aBKoi ypoBHS 1 J B 1Ba pasHbIx AHs. [onycTUMbIin npeaen
NMOBTOPAEMOCTN [/IA KaXKAOrO LIeNIeBOro S/1EMEHTa COCTaBNAET
<20% OCO, a monycTuMbIiA Npefen yCToM4YnBoCcTU — < 25%
0OCO. 3Ha4yeHus BCex LieneBblx 91eMEHTOB COOTBETCTBOBANN
KpuTEPUAM NpuemnemocTy (cm. Tabnuuy 6).

Ta6nuua 6. Pe3ynbTaThbl MOBTOPAEMOCTMN 1M YCTONYMBOCTH MO LIECTU
oTfieNbHbIM NPo6aM ¢ 106aBKo ypoBHs 1,0 J, NoNyYeHHbIX 3a ABa AHS.

AnemMeHT n MoBTOpsieMocTb MoBTopsieMocTb
AJIMHA BOJIHbI JeHb 1 [eHb 2
(HMm) Pesynbrart, nonyyeHHblii  Pe3ynbrat, Nony4YeHHbIi
3a 1 geHb (n = 6) 3a2pHa (n=12)
(%) (%)

As 193,696 1,00 1,90

Cd 214,439 1,90 1,60

Hg 184,887 2,60 2,30

Pb 220,353 2,30 2,60

Co 238,892 1,40 1,20

Ni 231,604 1,10 1,10

V 292,401 1,50 1,20
Ag 328,068 1,80 1,60
Au 242,794 1,20 1,10

Ir 212,681 0,90 0,80

Os 225,585 4,80 4,60

Pd 340,458 1,10 1,00

Pt 214,424 1,00 1,30

Rh 343,488 1,10 0,90

Ru 245,657 1,00 0,90

Se 196,026 1,30 1,20
T1190,794 2,50 2,10

Ba 455,403 1,00 1,00

Cr 205,560 0,90 0,80

Cu 327,395 1,40 1,20

Li 670,783 1,40 1,50
Mo 202,032 0,70 0,60

Sb 217,582 0,70 0,60

Sn 189,925 1,20 0,90

CneynguyHoctb

Mpoueaypa AoMKHa obecneunBaTtb onpeaeneHme Kaxaoro
LieNIeBOro a/1eMeHTa Npy BO3MOXHOM COAEPXKaHUM B Mpobe
OPYrX KOMAOHEHTOB. K HUM OTHOCSTCA ApYrvie LieneBble
3NeMEHTbI U KOMMOHEHTbI MaTpuubl. (CM. «Banngauuto
thapmakonenHblx MeToanK» <1225>). B Luensx noaTBep>KaeHns
COOTBETCTBUSA NPOLEAYPbI KPUTEPHIO MO CNELMdOUYHOCTM
HeobX0AMMO [0Ka3aTb A9 KaXKJoro LesieBoro a/eMeHTa, 4to
Ham4me Opyrnx KOMMOHEHTOB He BIUSIET Ha ero U3B/eYeHve.
CM. nokasaTenn To4HocTH B Tabnuue 5.

BTopoW, A0ONOAHUTENbHbBIN, CNOCO6 OLIEHKM CNeLMMUIHOCTI —
N3MepPeHME KOHLIEHTPALINM KaXKA0oro a/IeMeHTa Ha HECKOMbKMX
ONMHax BOMH. ECAM nocunTaHHaa KOHLUEHTpaums OAnHaKkosa ans
06euX J/IVH BOJIH B OTHOLUEHWI OAHOMO 8N1eMeHTa, 9TO O3HaYaeT,
YTO MOMEXM MOSIHOCTbHO OTCYTCTBYHOT. B Tabnuue 7 npuBefeHb!
3HaYeHMs KOHLEHTpaLUK LieNeBbIX 9N1eMEHTOB, M3MEPEHHbIe Ha
[BYX ASIMHAX BOJH, B Npo6ax aLeTuncanmumioBoi KMCNoTbl.

Tabnuua 7. Pe3ynbTaTbl UCMbITAHWSA Ha crneunbriHOCTb AEMOHCTPUPYIOT, YTO
Ha ABYX [/IMHAX BOJIH /19 K&XA0r0 a/1eMeHTa 6bin NMosydeHbl OfnMHaKoBble
3HaYeHUs KOHLEHTPaLMK (OHW HaXOAUIUCH B Mpefenax forycKa).

AnemeHT 3HayeHue AnemeHT 3HaveHue
W ANIMHA BOSIHbI | B Npo6e aueTun- U AnvHa BONIHbI | B npo6e aueTun-
(HM) canuuunoBoii (HMm) canuuunoBoii

KUCNIOTbI C A0~
6aBKoW YPOBHS
1,0 J (mnpa A.)

KWUCNOTbI C A10-
6aBKoW YPOBHSA
1,0J (mnpa A.)

(n-3) (n-3)

As 188,980 98 Rh 343,488 628
As 193,696 96 Rh 369,236 626
Cd 214,439 32 Ru 245,657 627
Cd 226,502 32 Ru 267,876 620
Hg 184,887 180 Se 196,026 977
Hg 194,164 186 Se 203,985 900
Pb 220,353 34 T1190,794 45
Ag 328,068 941 V 292,401 611
Ag 338,289 916 Vv 309,310 522
Au 242,794 639 Ba 455,403 8890
Au 267,594 624 Ba 493,408 8941
Co 228,615 313 Cr 205,560 70043
Co 238,892 317 Cr 267,716 69 306
Ir 212,681 622 Cu 324,754 18765
Ir 224,268 631 Cu 327,395 18 629
Ni 216,555 1256 Li 610,365 3384
Ni 231,604 1267 Li 670,783 3638
Os 225,585 663 Mo 202,032 18 600
Os 228,228 671 Mo 204,598 18 536
Pd 229,651 628 Sb 206,834 7389
Pd 340,458 614 Sb 217,582 7 494
Pt 203,646 628 Sn 189,925 38 327
Pt 214,424 641 Sn 283,998 37 558



MpeaenbHble npoueaypbl

BanupaumoHHble napameTpbl NpefenbHbIX NpoLeayp
BKJIOYAIOT: UCMbITaHUSA Ha OBHAPY>KMBAEMOCTb
(HEMHCTPYMEHTaNbHbINA U MHCTPYMEHTabHbIN MeTOAbI),
NPeLn3NOHHOCTb (MOBTOPAEMOCTb) U CNeLndUYHOCTb.
MapaMeTpbl NPELM3NOHHOCTH 1 CeUnd@UYHOCTY OMNKCaHbI
BbllLEe B pasfesie 0 KOIMYECTBEHHbIX MPOoLeAypax.

O6Hapy»nBaemMocTb

McnbiTaHne Ha 06Hapy>KMBaeMOCTb MMEET AiBa acnekTa:
NHCTPYMEHTAaNbHbIV Y HEMHCTPYMEHTANbHbBIM METObI.
Mpouenypa 1UcnbITaHWsa Ha 06Hapy>XXMBAeEMOCTb
NHCTPYMEHTaNbHbIM METOAOM NpeanofaraeT CpaBHeEHWE
CpefiIHero 3Ha4YeHMA UHTEHCUBHOCTY U3NYyYeHNst TPEX OTAENbHbIX
npo6 ¢ gobaskor yposHs 1,0 J. BHaueHMe n3BneveHns ans
Npo6 ¢ Ao6aBKo AOMKHO HaxoAMUTbCA B Npefenax +15% ot
CpefiIHero 3Ha4eHws, MNoMYyYEeHHOro NpY NOBTOPHbIX M3MEPEHNSIX
CTaH4apTHOro pacTsopa ¢ KoHueHTpauvern 1,0 J. PesynbTatsl
151 Npo6 aLeTucanuMuUmMIoBOR KUCNOTbI NpUBEAEHbI B
Tabnuue 8. 3HayeHVa BCcex 31EMEHTOB HaxOAMNWCh B Npefenax
KpUTEPMEB NPUEMIEMOCTU.

McnbiTaHne Ha 06Hapy>KMBaeMOCTb HEMHCTPYMEHTaNbHbIM
METOAOM NpeanonaraeT cpaBHeHWE MHTEHCUBHOCTY CUrHana
NN 3HaYEHUsT KOHLIEHTPaLmMW Npobbl ¢ 406aBKOM YPOBHS

1,0 J C COOTBETCTBYHOLLMM 3HAYEHWEM, MOSTYHEHHbBIM NMyTEM
n3mMepeHus Npobel ¢ aobaekor yposHaA 0,8 J. Ecnuv cpeaHee
3Ha4yeHne MHTEHCUBHOCTM CUrHana uamn KoHLUeHTpaLummn npobbl
¢ no6aBkon ypoBHs 0,8 J MeHblLE, YeM TakoBoe Npu fobaBke
ypoBHA 1,0 J, uCnbITaHme NponAeHo ycnewwHo. PesynbTaTbl
151 Npo6 aLeTucanuuUmMIoBOM KMCNOTbI, MOyYeHHble
HEWHCTPYMEeHTabHbIM METOAOM, NprBeAeHbl B Tabnuue 8.

Tabnuua 8. Pe3ynbTaThl UCMbITaHWS Ha OOHAPYXKMBAeMOCTb B Npote

¢ fo6aBKoi ypoBHs 1,0 J N0 cpaBHEHWIO CO CTaHAapTOM ypoBHs 1,0 J
(pesynbTaTbl AOMKHbI HAXOAMTLCA B Npeaenax 15%). B NsToit KoNoHKe yka3aHo
cpefiHee 3Hav4eH1e KOHLEHTpaLUumn Npobbl ¢ Ao6aBkoit ypoBHs 0,8 J, koTopoe
[NA NONOXWTENBHOTO PesynbTaTa UCrbITaHus (COOTBETCTBYS TPeGOBaHAM)
[OMMKHO 6bITb MeHbLLE, YeM Y MPOo6bI ¢ A06aBKoi ypoBH:A 1,0 J (TPETbs KOMOHKa).

AnemMeHT CraHpapTt Mpo6ac PasHuuya  3HayeHue CooTB. / He
1 ANIMHa YpPOBHSI  Ao6aBKOW (%) B npo6e COOTB.
BOJIHbI (HM) 1,0J YPOBHSA auetunca-
(mMnpa a.) 10J NULMNOBOM
(n=3) (mnpa a.) KUCNOTbI C
(n=3) no6aBKoit
ypoeHsa 0,8 J
MIH A,
(n-3)
Ag 328,068 1000 938 6,25 756 CootBeTCTBYET
As 193,696 100 96 1,40 74 CooTtBeTCTBYET
Au 242,794 667 642 3,80 515 CooTtBeTcTBYET
Ba 455,403 9333 8892 4,90 7117 CootBeTcTBYET
Cd 214,439 33 32 0,30 26 CootBeTCTBYET
Co 238,892 333 319 4,00 257 CootBeTCTBYET
Cr 205,560 73333 70162 4,30 57 642 CootBeTCTBYET
Cu 327,395 20000 18714 6,40 14888 CooTtBeTcTBYET
Hg 184,887 200 183 7,80 142 CootBeTCTBYET
Ir 212,681 667 624 6,20 502 CootBeTCTBYET
Li 670,783 3667 3638 0,80 2867 CootBeTCTBYET
Mo 202,032 20000 18 570 7,10 14811 CootBeTcTBYET

AnemeHTn CraHpapt [pobac  PasHuua 3HauyeHue CooTB. / He
ANIMHa BOM-  YPOBHA | A06aBKoM (%) B npo6e COOTB.
Hbl (HM) 1,0J YPOBHS aueTtunca-
(mnpa a.) 10J nvuuno-
(n=3) (mnpa a.) BOWA KM1C-
(n=3) noTbl ¢
Aob6aBKoin
YPOBHS
08J
MJIH 4.
(n-3)
Ni 231,604 1333 1271 5,00 1026 CootBeTCTBYET
Os 225,585 667 651 2,90 501 CooTBeTCTBYET
Pb 220,353 33 34 4,20 26 CooTBeTcTBYET
Pd 340,458 667 617 7,30 489 CootBeTcTBYET
Pt 214,424 667 643 3,00 512 CootBeTcTBYET
Rh 343,488 667 631 5,40 498 CootBeTCTBYET
Ru 245,657 667 632 510 507 CootBeTcTBYET
Sb 217,582 8000 7512 6,10 6039 CooTtBeTcTBYET
Se 196,026 1000 984 1,20 802 CooTtBeTcTBYET
Sn 189,925 40 000 38473 3,80 31036 CootBeTcTBYET
TI 190,794 53 45 14,10 36 CootBeTCTBYET
V 292,401 667 613 8,10 485 CooTBeTCTBYET
3akKnto4vyeHune

Mpubop NCIM-03C Agilent nerko npotuen ncnbiTaHns Ha
COOTBETCTBME TPeGOBaHNSIM MO ONPeAENeHNIO 3/IEMEHTHbIX
npumecelt B apmMaLeBTUYECKMX NpenapaTax B COOTBETCTBUM
¢ npoueaypamu, nanoxeHHoiMu B ICH Q3D 1 ®apMmCLUA <232>
N <233>.

BanuaaLUMoHHble MCCNeaoBaHna C aHannsom npoé
(hapMaLeBTUYECKMX NPEeNnapaToB Ha aNeMeHTHbIE MPUMECK
(Ha Npo6ax aueTUICanmUMIOBOI KUCIOTbI) 3aBepLUEHbI

C NONOXKMUTENbHBIM PE3YbTaTOM.
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