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Jluana3oHbl KOHUeHmpauuu,
orpeodensgembiX pas3iuyHbIMU Memooamu

[ PEHTTEHO®1YOPECLIEHTHbIV AHANN3 ]

IMUCCUOHHbBIN CNEKTPANIbHbIN AHANN3,
BK/THOYAA ICP-OES
ATOMHO-ABCOPBLMOHHDIA AHANU3 (C NTAMEHHbBIM
INEKTPOTEPMUYECKUM ATOMU3ATOPOM)
MACC-CNEKTPOMETPUA C UHAYKTUBHO CBA3AHHOW NIA3MOWN ]
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107 %=1 ppb= 1 MKr/kr
10 %=1 ppm= 1 mr/kr
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OMUCCUOHHAas crieKmpomempusi
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IMUCCUOHHAas criekKmpomMempusi

AtomHaa abcopbuus ATOMHAas aMuccus
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*B030Yy)XOEHHbI aTOM MOXET NPUHNUMATb Pa3Hble SHEPreTUYEeCKUe COCTOSIHUS
*Bo3BpaT aneKkTPpoOHOB C UCMYyCKaHMEM CBeTa He Bcerga 3akaH4nMBaeTcs B OCHOBHOM
COCTOSIHUK

*B03MOXXHOCTb 06pa3oBaHUS MOHOB (3HEpPreTU4eckn opobuTanu y aToMmoB U MOHOB
HaXOASATCS Ha pa3HbIX YPOBHSAX

CI'IeKprI norsioweHna n n3nyvyeHnd otTnn4aroTcAa Yncriom HabnogaemMbIX NIMHUA




OMUCCUOHHbIE CIIEKMPAbI
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NoHHBIE U amOMHbIe TuHUU

1. VOHHble nuHuUM 0Oyayt 6onee 4YyBCTBUTESbHbI, YEM
aTOMHble, a9 3MEMEHTOB Y KOTOPbIX CyMMa 3HEprmu
BO3OYXXOEHMA atoMa W MoHM3aumm OydeT HuKe SHeprum
noHnsaumm Ar ( T.e. 16 aB).

OTO Criydam Taknx afieMeHTOB, Kak:

Al, Ba, Be, Ca, Ce, Co, Cr, Fe, Hf, Hg, B, Ir, La ( n peakue
zemnu ), Mg, Mo, Nb, Ni, Os, Pb, Sc, Sn, Sr, Ta, Th, Ti, U, V,
W, ,Znnlr.

NMpumep: Hanbonee uyeBcTBUTENbHaAA NUHMA Al — MOHHaZA
NUHUA NepBoro nopsaka 167 Hm.

2. ATOMHbIEe NMUHUMN ABRSAOTCA Hanbonee YyBCTBUTEIIbHBIMU

ANSA TaKUX 3NeMeHTOB, Kak:
Ag, Au, B, Bi, Ga, Ge, K, Li, Na, Rb, S, Sb, Se, u Si.

3. TONMbKO HECKONbKO 3NeMEHTOB MPOSABASAOT aTOMHblE WU
NOHHbIE NIUHUN aHaSTIOMMYHbIX YyBCTBUTESTbHOCTN:

Cu, Pd, Pt, Rh, n Ni.



NHmMmeHcusHoCcmb TUHUU

PacnpeaeAaeHne boAbumaHa:

h h 2 | A—BeposTHOCTb CMOHTAHHOrO nepexoaa
v V. :
[=eite ARk A-N. 9 . e ‘I | m/y ypoBHAMM

417 417 7 N+ — Yucno vyactuy B BO36Y>KAEHHOM COCTOSAHUU
No — Yumcno yactuu, B OCHOB HOM COCTOSAHUU

g — 2J+1 — cTaTucTnyeckuin BeC BEPXHEro
A ,9,Z hv, E-pgnga

[aHHOM k— KOHCTaHTa YPOBHA

CMeKTpanbHow J — cymmapHbIl MOMEHT KONUYecTBa ABUXEHUS
JIMHN ABNAIOTCA

NOCTOSHHBIMM Z — cymMMa COCTOSAHUI

[To Mepe noBbILWEHUSA TeMNepaTypbl Bo3pacTaeT MHTEHCUMBHOCTb aTOMHOM
n Ho 1

C noBbllWeHNeEM TeMnepaTypbl HAYMHAET NpeobragaTtb

MOHN3aLUnNA l

C panbHEeULWnM NoBbILLEHNEM TemMrneparypbl BO3pactaeT MUHTEHCUBHOCTb
WOHHBbIX JIMHUN, N NagaeT aTOMHbIX



[lpocbusnb_crnekmpasbHbIX JIUHUU

Ha dusmueckoe ywmpeHmne npoduas AiMHUmM
B/IVAIOT ABa OCHOBHbIX pakTopa:

Signal —»

1. 3¢PexT Jonnepa:

CBA3aH C ABMXXEHNEM U KUHETUYECKOWN SHEepruen
N3yYatoLWwmx YacTuLy,

2. YAapHoe ywmpeHue :
CBA3@HO CO CTOJIKHOBEHMEM ABUXYLLMXCA YacTUL,
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Vicmo4YHUKU 8030y KOeHUSs
® [|nams 2000-3000 K

(n/anemeHTOB ¢ E<53B: WwenoyHbie 1
LLIeNOYHO3EeMESIbHbIE ANIEMEHTHI)

® [ly2a NocmosHHo20/NepeMeHH020 MoKa
4000-7000 K (oT maTepuana kartoaa)
[TopoLuKK, pacTBOpbIl, TBEPALIE BELLECTBA
Manasa ctabunbHOCTb
® /IcKkpa 8000-10000 K

® []na3ma




[1nasma

N3Ay4alowmm, KBasSMHEUTPaAbHbIN U
3AEKTPOMNMpPOBOASALLUN a3.

CocTaB: aTOMbl, MOHbI, SAEKTPOHbI.

q q
[ins MoHOaTOMHOrO ra3a, nnasma X =3 X" +3 ne
OyaeTt onuncbiBaTbCA ypaBHEHUEM: = =1

Tunbl NNasmel Mo crocody reHepauum:

* MHOYKTUBHO CBA3aHHAasi BbICOKOYACTOTHAs;

* TPEXANEKTPOAHAA Ayrosagq rnnasma NoCTOAHHOIro TOKa;
« CBY — nHgyumpoBaHHaga nnasma.



ICP (inductively coupled plasma)

[1AazaMoo6pasytoLwui ras:
® [lpocTomn cnekTp M3AyYeHUs;

® VMHepTHOCTb (He AOAKEH 0Opa3oBbIBATH
COEAUHEHUM C SIAeMeHTamMK Npobbl);

® Aerko noHusupyembint (He — 24,6 3B, Ar — 15,8 3B);

® DKOHOMUYHOCTb

Ar
Uuctota gna ICPE-9000 — 99,95%



Obpa3osaHue naas3mbi.

1. NloHn3aumst aToMoB aproHa UCKPOW BbICOKOM MNOTHOCTU SHEPTUU;
Arm +e—> Art + hv

2. ONeKTpoMarHMTHoe Nose YCKOPSIET ANEKTPOHbI, KOTOPbIE NOHU3UPYIOT
aTOMbl aproHa.

3. KonnyecTtBo anekTpoHOB HapacTaeT 4O Tex Nnop, noka He HacTynuT
paBHoBecue (ckopocTr 06pa3oBaHUs U UCYE3HOBEHMSI MIOHOB W 3/1IEKTPOHOB

YPaBHEHbI).

4. YacTb 9aNeKTpoHOB PEKOMOMHMPYET C aTOMaMKn aproHa ¢ UCnyckaHue
dooTOHOB, 0Opa3syroLwmnx oH (HanborsbLuee BNNSHME OKa3dbiBaeT B YO 4YacTu

criekTpa).
e+ Ar—>Ar  +e+e

MowHocTb BY reHepaTtopa, kBT 0.5-2.5 0,8-1,2
YactoTta BY reHepatopa, My 27,12/40,68 27,12
Temnepartypa, K 10 000 — 6 000



BbicoTa Hag KaTyLwKOW
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Pacnbinaemsii obpaseu

[l1a3aMeHHbIU chaKes

[MnasmeHHbIN paker, HaxoaAaAWMNCs HENOCPEACTBEHHO B
BEPXHEN YaCTu KBapLEeBOW ropesikn, UMeeT TopougasribHyto
dopmy (CKMH-9(PAEKT — TOK BbICOKOW YaCTOTbl MOCTOSAHHO
KOHLIEHTPUPYETCA C HApPY>XHOWU CTOPOHbI MPOBOAHMKA).

A3spo3onb Npobbl agnameTpom 1-2 MM, HanpaBnNeHHbLIN B
cepeanHy nnasmbl, NPObUBAET B HEW «TYHHEMb» HE HapyLlas
cTabunbHOCTb NNnasmbl (Mpu omcymcmeuu mopoudaribHoul
gopmbI MOMoK rpobekl bonbwel 4Yacmabto ripoxodursi bbi
CHapyXu, He oka3bigasi docmamo4YHo20 80306y xdarouwez20
delcmeusi).

daken nmeet TemnepaTtypHbin rpagmeHT no sobicote oT 10 000
no 6000 K. IMeHHO B 3TOM «TYHHeENe» NpoucxoauT
aToMu3auusi, noHn3aums, Bo30yXaeHne N, HakoHeL, SMUCCUSI.
N3nydeHHbIN CBET NadaeT Ha BXOAHYIO Lerb CrekTpomeTpa.

Uem b6onbwe yacmoma usu rnpoeoouMocme rra3mel, mem
6orbwee Kornu4yecmeo merisia KOHUeHmpupyemcs Ha
nepugpepuu. C sgedeHUeM Hecywez2o eala, memrepamypa 8
ueHmpe mpybku rmoHuxxaemcs euwe bosnbwe u obpasyemcsi

mopoudasibHOe KorbUO ria3mabil.



[1pobornood2omosKa

|CP-OES
[A3
TBEP/IbIE BELLIECTBA

OcaxpneHune Ha ouneTp C . [lepeBop B pacTsop:
nocneayrowmm . PaCTBOpeHI/Ie (opr/Heopr p-Mn);
030J1EHMEM/pacTBOPEHNEM « CnnaerneHune/cnekaHue;

» O30neHune;

» CneunanbHble (MBY, YO, Y3 n

AKNAKOCTb TO).

1. Pa3baBnenne 2. JlazepHaga abnaums

(opr/Heopr p-mu);
2. PasnoxeHue
(kncnoTtHoe, MBY, n 1.4.)
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BepmukarnbHasg cucmema 8800a
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Pacnbiinumernu
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Pacnbiinumernu

*C nonepe4HbIM MOTOKOM

LUleneBoro Tnna (V-o6pasHbi pacnbiinTesb)

v Sample (pumped) Expanded _ Sample (pumped)
view
X

<«— Argon gas \/ Argon gas

=
%

V-groove

A\



Pacnbiinumenu

(glass expansion)

Nebulizer with EzyFit connector U-Series Glass Concentric Nebulizers
il
J *[1pocTOoTa NpOMbIBKY; I
1 *YMeHblieHMe «MepTBOro obbema; il

*Jlyyie NpOTUBOCTOUT 3aCOPEHUIO;
*[epmMeTNUYHOCTb COeAUHEHUA.

OnTnmanbHoe 3Ha4vYeHune
NoTOKa HecyLlero rasa
onpegenseTca TUNom

yy NOTOK aproHa Npv HOMVUHAaNbLHOM AAaBNeHUM, B N/MVH, yCTaHOBINEHHOro

Hanpumep, 07 = 0,7 n/MuH pacneinuTensa. Tun
pacnbInnTens ykasaH Ha ero

Z7Z VN MoAenu pacrnbinTens: ynakoBke. Cnesa npuseeHa
UC = Pacnbinutens Conikal Cepun U pacluMdpoBKa Ha3BaHUI
US = Pacnbinutens Slurry Cepun U pacnbinMTenemn, ykasaHHbIX
USS = Pacnbinutens Seaspray Cepumn U npoun3soguTeriemMm
UM = Pacnbinutens MicroMist Cepumn U GlassExpantion.

CV = kepamuyeckunit pacnbinutens VeeSpray C KNMHOBWAHOI KaHaBKO  ARG-yy-ZZnnn
DM = HF-ycTtonumsbIn pacnbinuntens DuraMist

CP = HF-ycTonunsbi pacnbinutens PolyCon Polyimide

PFA = HF-yctonumebein pacnbinutens OpalMist PFA

nnn n0Tpe6neH|/|e BCacCblBaHuA NMpn HOMMHasribHOM AaBJIEHUN, B MI/MWH,



Bb16op pacnblaumeris

Nebulizer TDS (%) Particulates (um) Precision Robustness Material
Conikal 5 75 No High Good Good Glass
SeaSpray 20 75 No High Good Good Glass
MicroMist 15 40" No High Good Good Glass
Slurry 1 150 No High Good Good Glass
OpalMist 15 75* Yes High Excellent Good PFA
PolyCon 5 75* Yes High Good Good Polyimide
DuraMist 30 75* Yes High Good Good PEEK
Ceramic VeeSpray 30 300 Yes Moderate Good Excellent Ceramic

* Varies with nebulizer uptake



ICP-MS

Bb160

ICP-OES

Low Uptake
OpalMist

Standard
OpalMist

anananananal

aclibliumersid

Yes

No

MicroMist

Yes

No

Yes No Yes No
1 1 [
VeeSpray SeaSpray Slurry
Yes No Best Performance | Routine Operation
| | | |
Low Uptake Standard :
DuraMist DuraMist SeSpY Contos

21



PacnbinumernbHas KaMepa

a3po30/b <
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Kamepa npamoro cnuBa (kamepa CkorTa ' Kamepa LUMKNOHHOro TUna
Chue 4
2 V> Cnve
ol 2. v
: 2 - 5
’ q‘ *“
\ \
1. — p/opraHn4eckux pactsoputenen;

2. — pg/nerkoneTyymx opraHMYeCcKnx pacteoputenen (auetoH/HadTa);
3. — a/paboTbl C NNaBMKOBOW KUCNOTOWN.

PacnbinutenbHas Kamepa npeaHa3sHadeHa Aons:

(1) yMeHbLUEHNE KONMYeCcTBa adp0o30Jisi, 4OCTUratoLWero nnasmbl;

(2) yMeHbLleHne TypbyneHTHOCTb, CBSA3aHHOM C MPOLIECCOM pachblNeHns;
(3) ymMeHbLUEHNE pa3mepa adp030SibHbIX YacTuUL.



Bb16op pacnbiiumeibHoU KamMephbl

=

Aqueous Solutions Organic Solutions
HF? Volatile Solvent?
Yes No Yes No
| ] | ]
Spectrometer Type? Limited Volume? IsoMist Limited Volume?
ICP-OES ICP-MS Yes No Yes No
[ | | | | l
Tracey TFE Tracey PFA44 Cinnabar* Primary Goal? Cinnabar* Twister
Best Sensitivity Best Precision
I |
Tracey Twister
“The Cinnabar Spray Chambers also provide a faster washout

23



OrnoJsiIHUMmeJsibHblIe ornuuu oJrid
cucmemMbl 8800a:

e Cwuctema BBOOa AN pacTBopoB, coaepxalmx HF;

o Cucrtema BBOOa A1 paCTBOPOB HA OCHOBE OpraHU4YeCcKux
PacTBOPUTENEN;

e Cucrtema BBOAA ANS BbICOKOCOMNEBbLIX pacTBOPOB (0T 5%).
A Takxe:

ABTOA03aToOp

NMepuctarbTHUECKUI HacOC
Ctabuansmpyet pacxoa pacTeopoB npob c
pasAMyaloLLLUMK GUMYECKUMU CBOMCTBAMM

‘

= Bap6 ABTOZ03aTOp Npom3BOACTBa ABToA03aTOp ASC-6100F
' apbartep CETAC (Ha 240 06pasuos

[’ MaKkc.).

Ncnonb3yeTcs Ans npeAoTBpaLLeHUs
3aKynopuBaHMA COMJIa pacnblaUTeNsa npu
\ : aHanm3e o6pasLL0B C BbICOKOMW KOHLeHTpaLmen

»
&, HaTpu4. YCTaHaB/IMBAETCA B IMHULO Hecyuero
ra3oBOro noToka.
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BeicoTa Hag KaTyLIKOW
o B
I

Temnepatypa
nnasmel (K)
. 6000

| =

Pacneinsemeli obpasey

[ operiKa

ToponganbHaga goopma nnasmbl—

9do(peKTUBHOCTL BBOAA

TemnepaTypa nnasmbl Ha nepegepumn HXKe Yyem
B LLEHTPE — OTCYTCTBME CaMOMOrSIoWeHns

XonoaHbInM XBOCT (cCamonornolwieHne) - ooays

Matepwnarnol :

|. KBapuLeBOe CTEeKIOo
2. KopyHg (AlO:s)

3. Candowump

[ToBbIlWaeTcs
YCTOMYMBOCTb

K TEMMepaTypHbIM
Aedopmaumam



[ opeaka. [1o pexxumy paboTbi:

-
| —

»t

Ar — oxnaxaaroLum mn
nnasmoobpasytouimii ra3

A3p030rib 1 ras-HocuTernb

MOIITHOCTH BBICOKOM YaCTOTHI
IIna3MeHHBIN a3

AProH Kaxk OXJIQKIAOIINMI Ta3
APproH Kak BCLIOMOTaTeIbHBIN a3

A30T Kak OXJ'IEDKI[&IOHII/Iﬁ ra3s

Ar — oxnaxgaroLwum n
nnasmoobpasyoLnin rad

r
[\
| —
\J

Ar — BcrniomoraTenbHbIN ras

| €——

A3p0305b 1 raz-HOCUTENb

1 . N — oxnaxparowui ras

(J—

|
IR
| ;

D=

Ar — nnasmoobpasyoLmnm
ras

A3p030sb 1 ra3-HOCUTENb

API'OH APT'OH/APT"OH API'OH/A30
T
0,5-2,0kBT 0,5-2,0 kBT 0,5-10 kBT
12 n/MuH 12 n/MunH 5-10 n/MuH
- 1-3 n/MuUH -
- - 15-20 n/MuH



Pexxumbl 0630pa ria3mbl

<

PagnanbHbivi 0630pa niasmsi:

® BO3MOXHOCTb aHa/113a BbICOKUX
coaepxxaHun 6e3 pasbassieHns Npobel
ellinpe AnHaMNYeCKMN AManasoH
onpesensieMblX KOHLEeHTpaLui

* YMeHbLUeHME MOHN3ALMOHHBIX MOMEX

AKcuanbHbIY 0630pa naasmbl:
*MeHbLee nsnyyeHune poHa - S/N;
*BbicoKasi YyBCTBUTENBHOCTb



ICP-AES structure - spectroscope (2

O ICP Inlet
hole A =[|
\ Detector U
% Diffraction Prism

Diffractjon - ” grating ‘:I
ICP

¢ {l

Detector

Outlet

slit

Paschen-Runge spectroscope Echelle spectroscope



Cnekmpomemp

TenemeTpuyeckoe
F 3ep KaJ'I o}

Obpazey

30° NpU3Ma

UCXOHbIN CBeT

3u1ene pelweTKa

n=30-130

CserT, npolueawmnin Yepes BXOAHYIO LWenb, NonagaeT Ha KonnnMMaTop, KOTOpbIi
npeBpaLlaeT ero B My4oK napannenbHbIX fydei. 3aTem CBeT NpenomnseTcs u

| 0enuTcsl ¢ MOMOLLbI0 AUPaKLMOHHON peLLETKU U Npu3Mbl, abeppauum

NcnpaBnAlTCA 3epKasiom LLmunara, n V|306pa>|<eHMe nogaeTcd Ha BbIXOOHYHO LWelb C
NOMOLLBbKO TENTEMETPUYHECKOIO 3epKasa. Owenne CNEeKTpoMeTp MMEeET bonee
BbICOKO€E pa3pellieHne 3a CHeT NoBbllUeHUA Nnopanka oTpaXeHnd 1 nyydllyro yrinoByr

, Amncnepcuio U3-3a yBenmyeHusa yrna oTpaxeHus. B obLiem cny4yae, 3Ha4eHund

nopsAagka oTpaXXeHuaA nexat B

- avnanasoHe ot 30 go 130, a yrna otpaxeHus ot 60° go 70°.

anI pacilienyieHnn cBeTa alwlesrsie CnekTpoMeTpom, BeCb CBET C OMHAKOBbIMU

, nopsgkamMmu u OJTMHOW BOSHbI 6y,u,eT n3ny4yartbCqa B O4HOM U TOM Xe HanpaslieHUn, u,
, Takum 06pa30M Heobxoamm /J,I/ICI'IepCl/IOHHbIl7| ANeMeEHT And BbloeneHunA

HeobXoaAMMON ANMHbLI BOMHbI. ECcriv A u A AnuHbl BONH ABYX NocnegoBaTternbHbIX
NopsiAKOB, KOTOPbIE NOSABIAKTCA B OOHOM W TOM e MecTe CnekTpa, To pa3HOCTb

ONWH BOIH, AA, Ha3biBaeTcs "obnacTb ancnepcun”, 1 npeactaBnsieT AnanasoH ANuH
BOJTH, M3MepPSIEMbIX

ANg Kaxxgoro nopsaaka.
Mpuama, pacluennseT CBeT TakuM 06pasoM, YTO OH U3Ny4YaeTcs B HanpaBneHnm
nepneHavKynsapHoOM, TOMY B KOTOPOM paccenBaeT CBeT A paKkUMOHHas peLleTka.

| CBeTt pasgendeTca cornacHo nopdakam, n nusnydyeHme scex OrnH BOIH

paccenBaeTCcAa Ha ABYMEPHYHIO MNJTOCKOCTb.
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Buicokwii nopagox LI T m' M. Iltﬂﬁmf}”;']]m

(KOpOTEKME BONHEI) —-nh] Tl 'r'|] ;I] [[IFJF]

KopoTkue OnwHsl BONH ANA
Kauoro Nopagka

=

OnNuHHEE



BakyyMHbIU YO

BUAMMbI 6NAMKHAS

BaKyyMHbI1 YO Yo AnanasoH UK-obnacTtb
160 190 360 760 900

[ NvHa BONHbI, HW

OnpepgerneHve anemMeHToB NIMHUM UCNYCKaHUA KOTOPbIX pacnonoXeHbl B

obnacTtu BakyymHoro ynerpaduoneta (Hmke 190 HM) TpebyeT yaaneHus

Kncropopa, nornowlaroLlero cBeT B JaHHOM AnanasoHe, N3 BHYTPEHHEro
obbema cnekTpomeTpa

PeweHue:
[Mpoayeka BakyymupoBsaHue
TpebyeTtcsi ras ocoboit unctotsi- (N, Ar) BakyymHbIi Hacoc

167-800 um



Lemekmop
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NMonynpoBoAHUKOBbLIE AETEKTOPbI
Ona ogHOBpeMeHHOro onpeaeneHus

* CID (Charge Injection Device ycTpocTBO C MHXeKLUMeln 3apsiaa)
| * CCD (Charge Coupled Device ycTpoicTBO CO CBSI3aHHbIM 3apsiioM)

1o ncteyeHn BpeEMEHU HAKOMSIEHNS, CYUTBIBAETCH KOSIMYECTBO NEKTPUYECKOro 3apsaa Ans
Kaxxgoro nukcens. CnekTpanbHas MHTEHCMBHOCTb OMpeaensdeMoro areMeHTa MnonyyaeTca Kak
KONMMYECTBO 3IEKTPUYECKOro 3apsaa, KOTOpOe HakanfmMBaeTCa B HEKOTOPOM KONMYECTBE MUKCENEN
No ANMHE 1 BbICOTE AeTeKTopa.

[Mpu ncnons3oBaHun CID BO3MOXXHO MOBTOPHOE CYUTbIBAHME, a npu ncnonb3osaHnm CCD Bce
MUKCENN CYMTBIBAKOTCS OAHOBPEMEHHO.



AHaAU3 METOAOM a3C-UCn

1a 2a 3b 4b 5b 6b 7b 8 1b 2b 3a 4a 5a 6a 7a 0
H' He
3 4 5 6 7 8 9 10
Li | Be B| C|{N/|O/|F/|Ne
1 12 13 14 15 16 17 18
Na | Mg Al | Si Cl | Ar
19 20 21 22 23 24 25 26 27 28 29 30 31 32 33 34 35 36
Ca|Sc|Ti Cr (Mn|Fe |Co | Ni [Cu|Zn |Ga | Ge | As | Se | Br | Kr
37 38 39 40 4 42 43 44 45 46 47 48 49 50 51 52 53 54
Rb | Sr Zr ({Nb (Mo | Tc |Ru |Rh |Pd |Ag |Cd |In | Sn | Sh | Te Xe
55 56| * 72 73 74 75 76 17 78 79 80 81 82 83 84 85 86
Cs [Ba| | | Hf | Ta Re | Os | Ir Au (Hg [ TI [Pb | Bi | Po | At | Rn
87 88| **
Fr |[Ra | A
= 57 58 59 60 61 62 63 64 65 66 67 68 69 70 71 ICPE-9000
L (La|Ce | Pr |Nd|Pm | Sm|Eu|Gd | Th Dy |Ho | Er |Tm|Yb | Lu |
= gol o0 o 02 93 o4 95| 96 97| 98| 99| 100 01| 102| 103 | [meerimeiies
A [Ac|Th {Pa| U Np | Pu Am|Cm|Bk | Cf |Es |Fm|Md| No | Lr p




OnpedernieHue

As. Bi, Ge, Pb, Se, Sb, Sn, Te

c_roMouwbio 0bpa3osaHus 1emy4ux 2uopuoos

YyscTtBuTENbLHOCTL >100 pas Pappux T, T AH®,
°C Kkul, °©  k/x/mMoib
BoccraHoBuTtens: NaBH. B kncnown cpeae C
NaBH, + HCI + 3H,0 = 8HT + H,BO, + NaCl AsHa 17625 664
2Me’* + 16 H = 2MeH,T + 5H,M BiH: 22 - 230.1
GeH:  -166  -88 90.8
PbH. - 260 267.8

SbHs 943  -184 144.8

+ - SeH: -66 -41 83.7
bricTpora n Bmusinue O2 Bo3nyxa u SnHa -150 -51.8 162.7
~ 3 hEeKTUBHOCTH PEAKITUN COJIHEYHBIX JIy4ei (110
4 CBEIKCIPUTOTOBICHHBIM)  TeH, .51 i) 154.8
JoctynHocTh BosmoxxHo 00pa3oBanue
= B3PBIBOOIIACHBIX

IIPOYKTOB pEAKLIU:

OKOHOMUYHOCTh MokeT OBITh 3arpsA3HCH



[udpudHas npucmaska

Onpenensemsit HameHenne P Npuseuanne
WICMCHT CTCTICHH OKMCACHMA
1 ma pacTBopa
(5—10% KJ + 5% ackopbuHoso#
As Vs 11 kucnotel) + 1 v 12 M HCI 30-60 e
K | M obpasua, passenexue 1o 10 ma
L-umcrens Hememnenio | | HeO6XO,EI,VIM nepecrtanbrM4eCKknMn HacocC
| mn pacrsopa
(10% KJ + 5 % ackopbunono#
Sb V=1l - )+ 1 s1 12 M HCl Ha 10 v Hememwento
HEATPAIBLHOTO pacTeopa npobbl
0,04 M K,Cr,0, Hemeanento
Pb =1V 10% H,0, Hememwnento
I M (NH,),S,0, Hememnento
Bi V= Il 6—12 M HCl Hememnenso Atomusatop
Se Vi= 1V 6 M HCl npu 90°C 20 MuH
Te Vi= IV 6 M HCI nipu 100°C 2 MMH T
Hacoc Cmecurens
["az0xuakocTHon
L cenaparop
Heeywnit
PactBop PactBop Gk
NaBH, npo6b
aproia




MemoObI Konu4ecmeeHHO020 aHasnu3a

1. MeToA4 KanMOpPoOBOYHOU KPUBOU

OcHoBHOW MeTOA4 — METOA KannbpoBO4YHOM KPUBOW

(1) Y6eouTechb, 4YTO HET AereHepauma unm sarpsasHeHune

cTaHAapTHLIX 06pa3sLoB.

(2) Ncnonb3ynte ctaHgapTHble obpasubl CocTaBa,

aHanorn4Horo cocTtaBy aHanM3anpyemoro obpasua
(MaTpuua cooTBETCTBUS).

KoHueHTpaumsa 8 ~ o

iy (3) cnonbaymnTte aHanNMTUYECKUM NIMHUIO, KOTOpasa He
NO4NEXUT CreKTpanbHON UHTepepeHLnu.

MHTEHCUMBHOCTb U3/TyYeHUn
B obpasue

MHTEHCUBHOCTD n3ny4eHuna

y

KoHueHTpauus, C

C=cl+d — maneHbKkne KOHUEHTpaUMN, rpadonk NMMHENHbIN

C= bl*+cl+d }- GonbLUMe KOHLEHTPaLUuUK rpaduk He NMHEeeH
C=al’+bl%+cl+d

[pne:

C — KOHUEHTpauus;

| — NHTEHCUBHOCTD;

a-d — Koo PULNEHTDI.



MemoObI Konu4ecmeeHHO020 aHasnu3a

2. MeTop cTaHpapTHBLIX 4O00aBOK

MCI'IOJ'Ib3yeTC$I, Koraa €CTb NnNoMexun mn3-3a BIiINAHNA MaTpuULbl

1. [pagyvpoBo4vHasi 3aBUCUMOCTb OSMKHA ObITb
NTMHENHOWN;

2. lcnonb3syetca ot 2 40 S Tovek;

3. PasbaBneHune Bo Bcex npobax A0mKHO ObITh

f ’ OANHAKOBbLIM;
& 4. Heobxognma koppekumns gooHa.
c2 ’

C1

UHTEeHCUBHOCTD M3NYYEHUA

|
|
|
|
|
|
|
|
, 4
\l_l/ i\_l/ _____ C1 c2 C3  Kouuextpaums nobasku,

Cobp Cnob




XapakmepucmuKu
yyscmeumesibHocmu Memooa

1. KoHUeHTpaumna akBmBaneHTHasd QOOHY

BEC — KOHUeHTpauusi, COoTBETCTBYOLLAA
BENIMYMHE MHTEHCUBHOCTU (POHa, T.€.
WHTEHCUBHOCTb HYNEBOW KOHLUEHTpaUNM.

UHTEHCUBHOCTb
5 4208 K
o v » l
E M :
3 Idp ;S
I P :
E v ;:__-__:'r“- ---Y- 308 :
' g === X
OnuHa BONHbI———p»> r( f :
c =
BEC = IQ i 3nN-Ta :
PacuerT: = la 4
KOHLEHTpauuma BEC
Cu C=2 ppm | =0.102 I = 0.002

BEC = 0.0020 x {2(ppm) / (0.102-0.002)} = 0.04 ppm




XAPAKTEPUCTUKUN HYBCTBUTEJIbHOCTU
METOOA

2. lNpepnen obHapyXeHus

WHTEHCUBHOCTb

408 K
W o |
i 'S
__-:@:._-._Y- 308 :
R SR R :
. X
' B
1
v

KOHLEHTpauuma BEC

1. Npenen obHapyxeHus:
OEMOHCTPUPYET BO3MOXKHOCTH
obopygoBaHus

N0 =3-SD

2. lpegen Konn4yecTBeHHOro
obOHapyXeHus

[MKO =10-SD



CoomHouwieHUe Mexaoy
BEC /MO / NMKO

3-RSD-BEC 10-RSD-BEC
[0 = [TKO = m—
100 100
RSD,
o, 05 1 1.5 2 3
o BEC BEC BEC BEC BEC
60 30 20 15 10
BEC BEC BEC BEC BEC
nko | PEC | BEC ¢ BEC BEC

20 10 6,6 5 3



Tunbi noMex npu aHanu3e

O6opyaoBaHue [Mpouecc Twun BAUAHUA

PacTtBopeHue obpasua

Pacnbinutenb @ ¢M3W—I6CKMe B/INAHUA
Pacnbinenue npu pacnbuieHUU
NeconbBauua ]
leHepauua conen, oKcuaoB oo
UT.g
4:; B/IUAHUA
Jeromno3snuna
Mnasma J;L
ATOMM3auma L
MoHusauma
MOHU3ALUMOHHbIE
4:L W CNeKTpasibHble
B/IUAHUA
N3nyyeHue




Qu3uyeckue 8nuUsHUS: Mpu pacrbliaeHuu npob

K 1 8

Nitric acid concentration {%) Hydrochlonc acid concentration (%) Sulfuric acid concentration (%)

N3mMeHeHne KOHLEHTpaLMn UCMorb3yeMon KUCMNOTbl UM pacTBOPEHHOTO

BelllecTBa (T.e. y CTaHOapTHbIX PAacTBOPOB U pacTBopa obpasla pasHas

MNOTHOCTb) NPUBOAUT K YMEHbLUEHNIO 3D MEKTUBHOCTU PacrbINeHns 1 ,
COOTBETCTBEHHO, MOHUXAaETCHA YyBCTBUTENBHOCTb aHanuaa.

MeToabl 60pLOLI:

1. YpaBHMBaHME (PpU3NYECKNX CBOUCTB CTaHOAPTHbLIX PaCTBOPOB U pearibHbIX
obpasLoB;

2. Vlcnonb3oBaHme nepuctansTny4eckoro Hacoca;

3. MeToq BHYTpeHHero ctaHgaprTa.



MemoQO sHympeHHe20 cmaHoapma

Emission intensity
ratio for actual sample

-

Emission intensity ratio, Is/lg

%
1
'
1
'
'
1
1
|
!
1
1
1
1
)
i Sample
)
w concentration

Concentration, C

OcHOBHble TpebOoBaHUSA K BHYTPEHHEMY CTaHOAapPTY:

1. OrnemMeHT OOMKEH OTCYTCTBOBATb B U3MeEPSIEMbIX obpa3suax.

2. OH gormkeH bbITb NOXOX MO CBOMM CBOMCTBaM Ha onpeaensemblini
3NeMeHT

3. Ha nuHuo BHYTpEHHEro cTaHgapTa, UCNob3yeEMYIO 5151 KOPPEKUUN, HE
OOMMKHbI HaKnagblBaTbCs HUKaKMe CneKkTparbHbIE NOMEXH

4. Ero Hy>kHO BHOCUTb B KONUYECTBE AOCTAaTOMHOM AS19 MONyYeHUs
MHTEHCUBHOW NTUHUMN.

5. ATOMHbIE NIMHUN OOMKHbI KOPPEKTUPOBATLCA NO aTOMHbBIM, MOHHbLIE MO
WOHHbIM.



DQu3udecKue 8/1UdHUS:
UOHU3AUUOHHbIE 8/TUSHUS

)

>
@ 11
5 —&— Ca396.847
=
° —~ Ca317.933
>
E ~8— Cad22.673
€ 09
396.,847/317,933 — MOHHbIE NMUHUN;
0.8 422,673 — aToMHas NUHUA

0 500 2000 10000

Sodium concentration (mg/L)

BennuunHa nomex pactet B pagy K<Na<Mg<Ca

MeTtoabl 60pLOLI:

1. YpaBHMBaHne on3ndecKknx CBOUCTB CTaHOAPTHbLIX paCTBOPOB U
pearbHbIX 00pa3yoB

2. PasbaBneHue obpasuon

3. lNepexon B pagnanbHbIn PpeXUM N3MepeHnn



NMOHUSALMNOHHDLIE BAUAHWUA

1.2

=
é 2 —&— Ca396.847
; ] —»— Ca317.933
'*_75 ~&9— Cad22.673
€ 09

0.8

0 500 2000 10000
Sodium concentration (mg/L)

MeTtoabl 60pLOLI:

1. YpaBHMBaHWE on3nN4eCKX CBOUCTB CTaHOAPTHbLIX paCcTBOPOB U
pearbHbIX 00pa3yoB

2. PasbaBneHue obpasuon

3. lNepexon B pagnanbHbIn peXum N3mMepeHnn



METOA BHYTPEHHEIO
CTAHAAPTA

Emission intensity
ratio for actual sample

-

Emission intensity ratio, Is/lg

Sample
concentration

Concentration, C

OcHOBHble TpebOoBaHUSA K BHYTPEHHEMY CTaHOAapPTY:

1. OrnemMeHT OOMKEH OTCYTCTBOBATb B U3MeEPSIEMbIX obpa3suax.

2. OH gormkeH bbITb NOXOX MO CBOMM CBOMCTBaM Ha onpeaensemblini
3NeMeHT

3. Ha nuHuo BHYTpEHHEro cTaHgapTa, UCNob3yeEMYIO 5151 KOPPEKUUN, HE
OOMMKHbI HaKnagblBaTbCs HUKaKMe CneKkTparbHbIE NOMEXH

4. Ero Hy>kHO BHOCUTb B KONUYECTBE AOCTAaTOMHOM AS19 MONyYeHUs
MHTEHCUBHOW NTUHUMN.

5. ATOMHbIE NTMHUN OOMXKHbI KOPPEKTNpPOBaTbCA NO atTOMHbIM, MOHHbIE 110
MOHHbIM.



CrNEKTPAAbHbIE BAUAHUA

OcHosHon Tun Bnuanum B UCI-A3C
HanoxeHne (oHOBbLIX NMUHUN N MOSIEKYNAPHbLIX NOSOC

CoBnageHne anvH BOSTH 3rieMeHToB (0bycnoBneHsl 60MbLWnm
KOSIN4ECTBOM 3MUCCUOHHBLIX JIMHUW B CNEKTPE)

YBennyeHne 3aHavyeHusd CbOHa noa nMMKom

[pumepbl HaAOXKeHMA GOHOBBIX AUHUM
N MOAEKYASIPHbIX NMOAOC

SNneMeHT AnvHa NMomexa
BOJIHbI, HM
Al 309,271 OH-nonoca
309,284
Ba 389,178* H 397,007
K 404,414 Ar 404,442
Na 588,995 Ar 588,859

Intensity ———»

(A) (B)

Wavelength ———»



[lpumep cosnadeHuUs O/IUH 80J1H

[nnHa BonHbl — 306, 471 HM
ApkocTtb nuHnm - 3200

onemeHT | OTHOCUTENbHAsA APKOCTb
306,428 Mo 800
306,429 Al 90
306,438 Na* 500
306,453 Nb * 220
306,462 Ni 500
306,463 Zr * 100
306,467 TC 300
306,468 Hf * 130
306,484 Ru 390
306,493 W 110
306,504 Mo * 250
306,504 Yb * 110
306,507 Cr 85
306,511 Sc * 130




MemoOdbk! KoppeKuuu
criekmpasbHbIX 811USHUU

lcnonb3oBaHMe HECKOSTbKUX CneKTpalibHbIX NMUHUN Ang
daHalJin3a OA4HOro aJieMeHTa

cnonb3oBaHWe KOPPEKTUPYIOLLMX CTaHaapToB

BocnpounsseageHne matpuubl obpasua npu
NPUroTOBIEHNN CTaHOAPTOB

[MpoayBKka cnekTpanbHOro 6roka aproHoM U BakyymMupoBaHue

BbinonHeHne koppekumnn dooHa 1 CbeMKa CTaH4apTOB
KoppeKuumn oHa



Koppekuusg cboHa

Correction Expression

Intensity

lp=1'p-Ilg

= I'p- { Is+ ADs  x(), -| }
p { [\DS + ADL ( - S)

= ADgx| + AD x|
— |p S L3S 'S I IJ/—//

ADs + AD,

|¢ ADg :z\D,A Wavelength
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Yuem MexaneMeHmMHbIX e1usgHuUU rnpu

OMOWU Koppekmupyrouwe2o cmaHoapma

[Mpumep onpenenerHuns Cd (cnoxHaa matpuua)

Cd 226.502
NoeHTnduk

aua 5000 ¢

NHTeHcH

KoHLeHTpauus (ﬁEZESEEBe“ KoHueHTpaums
100ppb |, = 18ppb
500
Cd :
e 2000 [ }d

Fe

/

NHTeHcH
BHOCTb

1500 |

1000

Cd 214.438 KoHueHTpauuns
WneHtnd 40ppb
nkauus

Cd

1500 -

NHTeHcH

BHOCTb
-
o
(@]
(@]

500 [

Kakasi KoHUueHTpauua npasunbHa?
- MeHbLuas ns tpex (18ppb)
- CpegHsas (53ppb)

2500 [
2000 |

1500

1000 C




Yuem mexanemeHmHbIX 8riusaHuUU rnpu rnomMouwlu
Koppekmupyroule2o cmaHdapma

As 189.042
2500 [
2000 F cd
. e /
1500 |
1000
As 228.81 As 189.042

250

/&SO/

100
0

500 |-




Adposonb
KHIKOCTE - Tas3

Adposoib

TBEpIOE
TENO-Ta3

I'a3
(KOMTIOHEHTHI
pacrsopa ~
THPOAYKTHI
TOPEHNS)

[lononHuTenbHble cnanabl.1.

Monexysl

CBoboIHBIC
ATOMBI

Honnr

Bo30yxnenHnre
MOJIEKYITHI

Bosbysxkuenuble
aTOMBI

Bo36yxennsie
HOHBI

Cxema npoLieccoB, NPOTEKaoLLIMX B
nnamMeHu Npv BBEAEHUM
aHanu3npyemoro pactsopa npoébl
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[lononHuTenbHble cnanabl.2.

CxeMa ropeAku AAS BbICOKOYACTOTHOIO MHAYKLIMOHHOIO pa3psiAa:
| — aHaAMTUYeCKas 30Ha; 2 — 30Ha NEPBUYHOIO U3AYYEHMUS;
3 — 30Ha pa3psiaa (CKMH-CAOM); 4 — LLeHTPaAbHbIN KaHaA
(30Ha NpeABapUTEAbHOrO Harpesa); 5 — UHAYKTOP;
6 — 3aWwnTHaA TpybKa, NnpeAOTBpaLLatoLLas
Npo6oi Ha MHAYKTOP (YCTaHaBAMBAETCS TOABKO Ha KOPOTKUX FOPEAKax);
7, 8, 9 — BHeLLHSAs, NPOMEXXYTOYHasl, LLeHTpaAbHas TPyOKM COOTBETCTBEHHO

OO\ Ry

t *—Oxna»malomui’i ra3 (apros, asor)
1 [TnazmooOpasyroumii ras (aprox)

Tpancnoprupyrommii ras (apros)

o)



/

£

Table 3.1 General limits of detection for the elements using the most sensitive line in

ICP-AES and most abundant isotope in quadrupole ICP-M¢

[lononHuTenbHble cnanabl.3.

Analyte Axial ICP-AES/ugdm Radial ICP-AES/ug dm’ ICP-MS/ngdm ™ Analyte Axial ICP-AES/ug dm 3 Radial ICP-AES/ug dm? ICP-MS/ng dm 3
Al 0.9 5 50 K 0.3 4 500
Sb 3 20 5 P 4 20 1000
As 3 12 10 Se 4 16 50
Ba 0.03 0.15 1 Si = 5 1000
Be 0.05 0.1 1 Ag 05 1 5
Bi - 10 ! Na 0.2 2 50
B - 3 70 Rb 1 5

Cd 0.2 1 5 Sr 0.02 0.2 1
Ca 0.01 0.1 500 S 4 15 50000
Ca r 190 : Te - 20 50
Cr 0.5 2 5 Tl 2 15 1
Co 0.4 2 1 Sn 2 - 5
Cu 0.9 ) 5 Ti 05 D 50
Ge - 100 50 w K 20 5
Au = 25 5 u . 400 1
In - 100 ! v 0.7 2 5
Fe 0.3 1 100 7 e 3 g
= z g 2 zr - 5 5
Ph 1.5 7 1

Li 0.06 1 5

Mg 0.05 0.3 50

Mn 0.1 0.3 5

Hg d 20 1

Mo 0.5 1 5

Ni 0.7 4 5

Pd £ 70 5

Pt = 30 5
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«— Prigm dlsperson ——»

Order

[lononHuTenbHble cnanabl.4.

240 220 200
260 I240 | 220
3oc|) 280' 260 |
|340 3'20 300| 2?0
a0 | a0 | 3?30 310 320
sil)o 480 460 41.0 4;.0

620 600 | 580 560 540 |520 SOOI

I I
800 780 7<|so 740 72h 700" 680 dso ado €20

Wavelength (nm)

v

.

Grating dispersion
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