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analytikjena

UYTO 3aKa3uuKuM 0XXKnaarT

* pewneHune X aHaJiImMtTM4eCKnXx 3aaau

BbICOKYHO NMpOn3BoAUTENIbHOCTb

BbICOKYHO TOYHOCTb

yno6cTBo paboThbl

HaAEXHOCTb CNEeKTpoOMeTpa
* COBPEMEHHYIO pa3paboTKy MeToanK

* HU3KYO CTOMMOCTb npubopa u

AKCNAyatTaunMoHHbIX pacxXogoB

introduction



analytikjena

LesieBble HanpaB/leHUs B NHAYCTPUU

* OXpaHa oKpyxawuien cpegbl
BOAOMNOArOTOBKA

* XMMUYeckas u
dapmaueBTHnyeckas
NPOMbILLTIEHHOCTH

* MaTepUnasioBeaeHnNeE

* He(pbTenepepaboTka n
BO306HOB/ISIEMbIE MCTOYHUKN
SHeprum

* Feosiorus n MeTannyprus

* NepepaboTka N yTunmsauyus
Mycopa

introduction



analytikjena
Ycnex B npoga)ax — KoMmaHaHaA pabora

Demo Labs &

. KauecTtBoO Service
CnekTpoMeTpa NepCcoHarn

_ analytikjena

Bbl! — Hawa
CeTb
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analytikjena

1. contrAA®

* He06X0ANMMO NHCTPYMEHT

* NICTOYHMK AOMOJIHUTENbHOU UH(OpMaunu

« 3@4EM HaM HY>XHa Koppekuus ¢doHa

« contrAA® penaet 3T0 NpPaBU/IbHO

3. Oxunpaemble CBOUCTBA

* onpeneneHne HeMeTanioB
* OAHOBPEMEHHbIN MYJIbTU 3/IEMEHTHbLIN aHaNn3

. pa60Ta CO C/1I0OXKHbIMU MaTpuuaMun

outline 8




analytikjena

1. contrAA® - a family with potential

contrAA® 600 contrAA® 700 contrAA® 300

furnace furnace+flame flame




MeToAbl aneMeHTHOro aHanusa analytikjena

AAC - meToa, cywecTByrowmnmn 6onee 50 net

= MpocToTa - OQHO3N1EMEHTHBIN METOA
« BbICOKas CeleKTUBHOCTb = Ha kaxkabi aneMeHT TpebyeTcs
= Hage>xHoCTb NnaMna

- OTHOCUTENbHO HU3Kas CTouMocTh  * HMENPUMEHNM [N MHOrO3/1EMEHTHOT

= HeBbICOKME OMEepaLMOoHHbIe 3aTpaTtpl dHa/n3a
= OrpaHmnyeHunst B Koppekumn @oHa

He|

B ¢ 'n'olr Nl
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Methods for element analysis analytikjena

ICP OES - aktuBHO npoaBuHyT B 1990 n 2000 rogax

. CneKTpaanble HaMMO0XXeHUx
= TPYyAHOCTU B OLleHKe pe3y/ibTaToB
= Bonbwoe norpebneHmne aproHa

* LLinpokun AnanasoH KOHU. |1~ 1. Bonpblme sKCNAYaTaLUNOHHDBIE
" ObICTPbLIN U TMOKUK pacxoabl

= MynbTh 3nemMeHTHbIN

= CMeKTpanbHO MHPOPMALMOHHLIA = He BbIrOAHO A4J1I HE6GOJ/IbLLIOrO
Yyucaa 3JIEMEHTOB




analytikjena

contrAA® —-npeumylyecTBa

V MCTOYHUNK CBETA

v YHUKaANbHbIN AN3aWH CreKTpoMeTpa

contrAA® - the instrument



YHUKasnbHble ocobeHHocTn contrAA® analytikjena

[lyroBasi KCEHOHOBas flaMna — HenpepbIBHbIN CNEKTP B AMana3oHe
ANvH BonH 190-900 HM. OaHa naMna Ha BCe 31eMeHTbl!

Suwensie MOHOXPOMaTop BbICOKOr0O paspelleHuns no cxeme JiIMTrpoea —
BbIPE€33aEM U3 CMJIOLIHOIO CMeKTpa HYXHYI HAaM AJINHY BOJIHbI

CCD-petekTtOp — coctouT w3 512 nukcenen, aucnepcumsa 2
nM/nnKcensb. KoHTyp aHaNUTU4eCcKomn NINHUN OonncCbIBaeTCA
HECKO/TbKUMU MUKCENEM.

PaspeweHue:

padurToBan neub ¢ ch=)\/A)\ =145 000

ATomMu3aTop nonepeyvyHbiM Harpesom
M @ 2 1M Ha NuKcenb Npu gnuHe

BOJTHbI 200 HM

Avdpakynonnan
peweérka Jwenne

KceHoHoBan
namna

JNBOMHOM MOHOXPOMATOP
BbICOKOI0 PA3PELIEHMA




MCTOYHUK CNJIOWHOro crnekrtpa

* NpeanycTaHoB/eHHas Xe-arc naMna B
BOAHO-OXJ1aXxaaemoun pybawike

* U3/Ty4HaeMbl CBET MOCTOSAAHHO Mexay
190- 900 nm

» BCce AAS-351eMeHTbl MOryT 6bITb
onpenesneHbl C NOMOLWbIO O4HOW NaMbl

« pon. aneMeHTbl Kak F, CI, Smn P
onpenensitoTCs C NOMOLLbI XapaKTepHOM
MOJIEKYNSApHOM abcopbuum

« JononHuTenbHo (Kak 60HyCc) aHanus3 no
asibTEepHATUBHbIM JIMHUAM (414
KOHLEHTPUPOBaAHHbIX 06pa3LoB) CHUXaeT

YCUIn4a no MOKpOVI XUMU™n

contrAA® - the instrument

analytikjena




CCD-peTeKkTOp: HOBaA TeXHoOJNOrnA
AeTeKTUpoBaHUSA

analytikjena

200 nukcenen = 200 neTeKTopoOB

ol ¥ s

MwuHMManbHble YyBCTBUTEMbHbIE MONMYNPOBOAHUKOBbBIE ANEMEHTbI AeTEKTOopa (MMKCenw)
NMEIOT LWUPUHY MUKPOHHLIX pa3MepoB M BbICOTY OT 12 MKM g0 1 Mm. KOHTYp nnHumn
PEerncTpupyeTcs HECKONMbKMMU MUKCESNAMMN.,




OonTunueckasi cxema AA cnekTpoMeTpa analytikjena

C ABOMHbIM JwlesJie -MOHOXPOMaTOpPOM

A. CBeT nocTynaeT u4epe3 BXOAHYI LENb,

- BxoaHas wenb

qurafm BeHhOLAXSWO

napabonunueckune

oTpaxaeTcsa OT 3epkana, MpoxXoauT  u4epes

MOBOPOTHYI MPU3MY U BbIXOAUT 06paTHO, YXe
6yay4un pasfioXXeHHbIM Ha CNeKTp.

B. CBeT BbIpe3aHHOM YacTu CnekTpa BHOBb
OoTpa)kaeTcss  OT  3epKajibHOM  MOBEPXHOCTH,
NPOXOAUT Yepe3 CUCTEMY 3epKas U 06beKTUBOB U

HanpaBnsieTcs Ha AMGPPaKUMOHHYIO PEeLLETKY.

C. C nomowbio AUPPaKLMOHHON peléTkn CBeT
CHOBa pa3faraeTcs Ha CcoCTaBnswowMe, 3aTeM
obnactb cnekTpa wWuUpuHOM 4YyTb 6o0nee ogHOro

HaHOMeTpa MoCTynaeT Ha AUMOAHO-MAaTPUYHbIN
eTEeKTOp.

Pa3peweHue, gocruraemMmoe ¢ nNoMoLbio
ABOMHOro MoOHoOxpoMmatopa wu CDD-

nerekTopa 2 nM.




analytikjena
OAHOBpPEMEHHO BbIAENSEMbIA CMNEKTpasbHbIM MHTEPBAs OKOAO 1 HM BOKpYr
AHAINTUYECKON NUHUMN.

CnekTpanbHoe pa3peweHune a0 140000. >T10 ob6ecneuvBaeT WUPUHY
CreKTpasibHOM NOJIOChl MPONYCKaHUSA MeHee 2 NM Ha NMuKcesb NpuU AJIMHE BOJIHbI

200 HM.

HTEHCUBHOCTb, OTH. ea.

PaspeweHue
obycrnoBrneHo
MOHOXpomaTopom!

0 100 200 300 400 500

Homep nukcens
KannbpoBka n cTabunmnsaumns AJTNHDbI BOJIHbI MOHOXpPOMaTOopa

OCYLLEeCTBSAETCS N0 BCTPOEHHOW HEOHOBOM Nnamne. B Kaxabln BblaensieMblin
CMeKTpalibHbIN WHTEpBasA MonagaeT He MeHee 2 CrneKkTpalbHbIX JIMHUN

HEOHa.




analytikjena
Tpunner cnekrpanbHou imHuun Fe I 310 umMm (309.997, 310.030 n

310.067 HM), 3aperMmcCTpupoBaHHbIX JIMHEMHON C60PKON AETEeKTOPOB

CCD (HabnoaeHme CMrHanoB MHAUBUAYAJIbHbIX NMUKCEsIen)

NHTEHCMBHOCTb, OTH. eJ.

F

50 60 70 80 90
Homep nukcens




OvHaMunyeckas HyBCTBMNTENIbHOCTDb

YnyJweHune YYBCTBUTESIbHOCTU onpeaeneHnin HabnwaaeTcs npuv
NOBbILWWEHNN YUC/a UeHTpanbHbiX nukcenen (M1, M2, M3, M4, oT KOTOpPbIX
pPErncTpupyeTca CyMMapHbIM CUrHasa aToMHOro nornouweHus. [llpu
permctpaumMm CyMMapHOro curHasa ¢ Tpex wun 6onee ueHTpasbHbIX
nuKcenen.

analytikjena

PacwmnpeHne AMHaAMUYECKOro Amana3oHa rpagyupoBOYHOro rpaduka
AOCTUraeTcs npu perncrtpaunum cyMmapHOro CurHana c nap nuKcenen,
dunKcupyrowmx Kpas KoHTypa nunHuum nornowenHus: N1, N2, N3 u 1.4. -
boKoBble NMUKCENW.

M1 M2 M3
M I A:‘L AL l
N1

N2 N3

Al Al




Absorbance

Hy>xHa 6os1ee BbiCOKass YyYBCTBUTEJIbHOCTb? analytikjena

Konunuyecrtso aertektopoB (NUKcesen) MOXXHO BblibpaTb!

S Fo— S———— - 216.9806 217.0005 217.0190 - 216.9806 217.0005 217.0190
0.020 Wavelength [nm] : Wavelength [nm] R Wavelength [nm)
: Cal-Stat 173
Cal-Stet 143 s RIS 0.015 gl
0015 ® @
9 e
g 0.010 g 0.010
0.010 = s
g 3
s 0.005 0.005
0.000 Pb217 0.000 w217 0000 -
0.005 -0.005 e
-0, . : : : : ' ' ' : a0 g5 100 105 110
a0 95 100 105 110 - - — L irele
Pixels Pixels
1 nuKkcenb
3 nukcens 5 nukceneun
0,013 A
0,034 A 0,043 A

YBenunyeHue B 2,6 pasa YBenunyeHue B 3,3 pasa




analytikjena
Monochromator resolution LS AAS vers. HR-CS AAS

LS AAS i

Emission scan I

Mn — Triplet: >

279.4817 nm

279.8269 nm 2l

280.0850 nm

CS AAS

Absorption spectra

Resolution factor 7100

better than LS AAS !!!
0’0-._... L JL\“ X JL“" T JL L =




OnpepeneHve BaHaausa B CTOYHOW BoJe analytikjena

V318

Spectrum number
0 10 20 30 40 50
0.06 |

0.04 |

Ahsorhance
o
o
[N}

0 2 4 ‘ 8
Time [s]

NHdbopmauma nonyyaemasi ¢ nomMoLbo TpagnuunoHHon LS AAS




OnpeneneHne BaHaausa B CTOYHOM BOAE analytikjena

0025 13152242 318.3982 385705
0.020 | Wavelength [nm] g V318 i
. —
— Sample 11 é g 5 ,\2
g > ) o= = 7
o v en
< 0010 ¢2 ® 200
3 z 3 -
% 0005 |
100
ol /
50
-0.005 |
0 25 50 75 100 125 150 175 0
pixel

More information content in contrAA®




analytikjena
Resolution — spectral interferences
Analyt  Wavelength Disturbing Wavelength A-Difference
(nm) elements (nm) (pm)
Se 196.03 Fe 196.060 30
As 193.70 Fe 193.670 30
Zn 213.856 Fe 213.859 3
Cd 228.80 As 228.810 10
Fe 228.720 80
Ni 232.00 Fe 232.040 40
Sn 224.605 Pb 224.690 85
Fe 224.565 40
Mn 279.48 Fe 279.470 10
Cu 324.75 Fe 324.600 15
Al 396.15 Fe 396.110 40




analytikjena

contrAA® —-npeumylyecTBa

¢/ VcTouHuK cBeTa
v YHUKaNbHbIN AN3AaNH CEeKTpoOMeTpa
¢/ Busyanusauus AA MMHUM U CMEKTPASILHOrO OKPYXKEHMUS]

¢/ OpHoBpemeHHas koppekuus ¢oHa

contrAA® - the instrument



YHuKanbHaa Busyasimsauusa AA cnekTpa analytikjena

OnpepeneHve BaHaausa B CTOMHOW BoAe

0025 13152242 318.3982 385705
0.020 | Wavelength [nm] g V318 i
. —
— Sample 11 é g 5 ,\2
g > ) o= = 7
o v en
< 0010 ¢2 ® 200
3 z 3 -
% 0005 |
100
ol /
50
-0.005 |
0 25 50 75 100 125 150 175 0
pixel

More information content in contrAA®




YHuKanbHasa Busyanumsauusa AA cnekTtpa analytikjena

* cMurHan Mg B pacTBope a4

BHYTPUBEHHOIO BANBAHUS CAEPXKUT ~ i - 5 R =
05 <Welleniange [nm]) Ma285
0.9 % NaCl
04
. BbICTYMatLwas abcopbums doHa 8 s
(off-set) n3-3a paccemBaHuns cBeTa B Fo2
NaMeHU ‘“ \_J
00 W }
* Mg (285.2125 nm) npekpacHo —
pa3aeneH ot Na-gynneTta Pixel
A
(285.281/285.301 nm) MaTpuubl T
* B3rN154 Ha CNEeKTpaJjibHOEe OKpY>XeHue nmHun Mg
Mg analyte
Mo3BonseT ybeamtbcs
v NpaBuJibHbIN BbI6Op Koppekumn HoHa matrix absorption

v/ KOppEeKTHble pe3yJibTaTbl

contrAA® - the instrument



contrAA® —-npeumylyecTBa

¢/ UCTOuHWK cBeTa

v YHUKANbHbIN AN3aWH CreKTpoMeTpa

v Bu3yanmsaumns AA NMHUU U CMEKTPANbHOI0 OKpPYXeHn4
/OnuospemeHHaﬂ Koppekuumsa poHa

v/ aHanuTuueckme MHCTPYMeHTbl (atomisers, auto sampler

etc.)

contrAA® - the instrument

analytikjena




Akceccyapbl Anda njiaMmeHum

air/NZO
C.H

Beoa o6pasua
pacnbinTeNb

yTunm3sauy

contrAA® - its tools

ionisation
excitation
atomisation

dehydration

analytikjena

M* [ M+ + e-
Mo [] M*

MA O M° + A°
liquid OJ solid




none3sHblie AKCECCYAPbDI analytikjena

[lpnctaBka Ha ropenky HPT

ABTOJIO3AT
OPBI



analytikjena

rpacdmToBad neyb

cleaning—,

atomisation

\
pyrolysis

dehydration

4 6 8 10 12 14
0 Otime /P 0 0 0

OoON

. aBTOMaTM4Yeckas Ao3MpoBka pL-o6pasua B neddb
« Kamepa BHYTpPM Neuym noKasbiBaeT NMpoLLeCC CYLLKU

* CEHCOP KOHTponAa teMmnepartypbl (STC)

 ynpaBneHue N0 TeMnepaTypHbIX NporpamMm

contrAA® - its tools




analytikjena
NMNonesHasa nHdpopmaumna, HeobxoaMMO 3HATb...
* NonepeyvYHbIn Harpes neyu
v NOCTOsIHHas TeMnepaTtypa no AJimHe

OoNnTN4YeCKoro nytm

v little gas phase interferences and homogeneous
atomisation conditions

v 6onee HM3Kada TeMnepaTypa aTomMm3auunmn

v’ 60/1bLIMIN CPOK XU3HU TPYOKMU

v/ OTCYTCTBUE rpagmneHTa TemMneparTyp

v/ MeHbllee BPEMSA BbIXO0A4aA HA PEXWUM MeXAy a" ® o

n3MmepeHnsamMmn (Het apdekTa NamsaTn)

0 blank measurements
after analysis of 0.8 ng Mg e e R L

9
Anzahl Messungen Anzahl Messungen

15 17 19

Longitudinally heated Transversely heated
furnace furnace

contrAA® - its tools




aKccecyapbl

« auto sampler AS 518 (flame)
v’ 0o 87 obpasuos no 15, 30 n 50 mL

v/ aBToOMaTuyeckas kanmbpoBKka 1 nepekanMbpoBka

« auto sampler AS 528 (flame)

v/ Noxox Ha AS 51, 4ONOSIHUTENbHO
v 6e3nMMnTHas aBToMaTuyeckas Kkannbposka

v «yMHoe» pasbaBneHne n NpomMbIBKa

v 003npoBKa Mmoamndukatopa, bydepos, defoamer etc.

« auto sampler MPE (furnace)

v HageXxHas 403MpPOBKa MUKPO KONMYecTB WL
v «yMHoe» pasbaBneHue n aBToMaTU4yeckoe
oboraweHue obpasua

v/ aBToOMaTuyeckas kanmbpoBKka 1 nepekanMbpoBka

- solidAA® (direct solid sampler)

contrAA® - its tools

analytikjena

s rmapuaHble CUCTEeMbl (quartz cell)

v hydride generator for elements like Hg, As, Se
v introduction of hydride sample into atomiser

v’ batch and flow injection mode

* hydrEA (furnace)

v’ combination of hydride generator to furnace
v trapping of hydride on Ir-coating within tube
v less sample volume, better sensitivity

v enrichment for all hydride elements




contrAA® —npeumyuiecrTea analytikjena

¢/ UCTOuHWK cBeTa

v YHUKANbHbIN AN3aWH CreKTpoMeTpa

v Bu3yanmsaumns AA NMHUU U CMEKTPANbHOI0 OKpPYXeHn4
/OnuospemeHHaﬂ Koppekuumsa poHa

v/ aHanuTuueckme MHCTPYMeHTbl (atomisers, auto sampler

etc.)

V dHaJIN3 CNTIOXKHbIX A4 CNEKTPOCKONnMn MmaTtpul,

contrAA® - the instrument




analytikjena

2. Koppekuunsa HecCeJiIeKTUBHOro
norsnoweHus

e 3a4eM HaM HY>XHa Koppekuusa

« contrAA® 310 fenaer NpaBU/IbHO!




(A+B)-B=A analytikjena
+ - =

« abcopbuunsa doHa

v pacnpocCcTpaHeHHbIN (PpeHOMEH B
CNeKTpoCcKonmmn

Py4yHasa koppekuusa

v MPUCYTCTBME HEXeNnaTesibHbIX
CneKTpaJibHbIX HAaNOXeHuUn (PoH)

v yXyAlaeT pacrno3HaBaHWe aHanuTa

v/ paspelleHne CrekTpoMeTpa 3aBUCUT oT

CnocobHOCTM BblAENNTb (HOH B ... Sun

- KOppeKkumnsa poHa 3Ha4YnT naMmepeHmne briaHka unn pedepeHCHOro 3HayeHunsd
v/ O4HO Unu ABynydyesas KOHpUrypaumst (MHCTPYMEHT)

v nocneposaTtenbHas nnu ogHospeMmeHHas koppekumsa BGC (MHcTpymeHT, MO)

v CTaTuyeckasi unu guHamMmumyeckas koppekumsa goHa (nonb3oBaTtesb)

« contrAA® aenaer 310 aBTOMarnyecku!lll!

background correction




analytikjena

3apava:

Koppekunsa HeceneKTUBHOIro nornoiwleHumsa B AA
CNEeKTPOCKONUM

= TexHun4yeckune peleHus

HevTtepusas (D,)- koppekuusa ¢oHa
= HeTOYHOCTU MU3-3a ANCKPETHOro yyeta goHa =
Koppekuunsa CMuta —Xndtn (CUIbHO-TOYHASA nybcaums)

= HETOYHOCTU U3-3a KOPPEKLMMN, KOTOpast NPOBOANTCHA HE Ha
CaMOM aHANUTUYECKON NNHUN (X

Koppekuusa doHa rno 3eeMaHy

= HeTOYHOCTM B CNeACTBUU HANOXEHUN NUHUN (X

Koppekuunsa doHa Ucnonb3ys Koppektupyrowmx nmkcenen B AAC
BbICOKOI0o pa3pelleHnsa C UICTOYHUKOM HernpepbIBHOrO CrnekTpa

OnHOBpEMEHHas CUibHasa Koppekums ¢OoHa HOBOro NOKOJIEHUS

-~
-~
~

HR-CS AAS




analytikjena

Koppekuusa ¢ooHa B HR CS AAS

= HR CS AAS
= NCTOYHWUK HenpepbIBHOMO N3NYy4YeHUs
= [IBOMHOM MOHOXPOMATOP BbICOKOro pa3peLueHnsd
= [13C (CCD ) umn Kak aeTteKkTop

= JleTekTop

= [3C (CCD) maTtpuua c 200 geTtekTopamu

324 5610 3247540 324 9451
Wavelength [nm] Cu324

paboTaroWMMN HE3ABUCUMO N OAHOBPEMEHHO | 9%
= BCEe NuUKCcenn ogHoBpeMeHHO 061yyatoTd Sample 111

0.04 |

= Bce nukcenm ogHOBpPEMEHHO CUYUTbIBAIOT

Ahsorbance

o
o
[~}

= Bce KoppeKkunn npoBoadaTcs

O4AHOBpPEMEHHO! 0 =

0 25 50 75 100 125 150 175 200
pixel

HR-CS AAS




Koppekuusa ¢ooHa B HR CS AAS

analytikjena
Tvun nHTepdepeHUnn HR-CS AAS
. ,D,Byﬂy‘-leBaﬂ onTn4yeckas KoppeKunoHHbIe
Apend MHTEeHCUBHOCTHU cxema nvKcenm
namnbl
nocnegosartenbHas OAHOBPEMEHHaA
Mo,u,ynﬂu,vm NCTOYHUKA KOppeKLI,VIOHHbIe
N3Ny4YeHuns
TeMnepaTypHasa amuccus 3ny4e NUKCEnu
nocnegoBarenbHas OQHOBpPEMEHHas
C . [NMocnepoBaTternbHas KoppeKL1OoHHble
LR G o KoppekLms poHa rmKcenu
PacceuBaHue cBeTa
nocnegoBarenbHas OQHOBpPEMEHHas
CnnowHon cdoH Koppekuusi dhoHa no KoppeKkTnpoBOYHbIN
MoneKkynsipHblit pOH TOHKOW | 3eeMaHy CneKkTp
KoppeKkTnpoBOYHbIN
MepeKkpbiTe NUHUN Koppekuns He BO3MOXHa CneKkTp
OQHOBpPEMEHHas

HR-CS AAS




. ® Y .y =
contrAA® oAHO Ny4yeBON MHCTPYMEHT analytikjena

* OAHOBpPEMEHHO U3MEPAET

"‘

KOppeKLUMNOHHbIe nukKkcenu (ncesno o T
|

i

|
« aBTOMaTUMYecKas KOpPpPeKTUpOoBKa AN4: I i w,ﬂﬂ\"”ﬂ H ’W

T

AsynydeBasi KOHQUrypaums)

v/ apenda namnbl
Mg-signal in === oy -
¢ TEPMUYECKOIro U3Ty4YeHUs NaCl matrix “
v NIMHENHOCTU cBeTa &
- pecbepeHCHbIN CneKTp 13MepseTcs Ans .
Koppe KTM pOBKM : 0.025 12137410 213.8570 2139718 "
v HANIOXKEHUN AA TMHNIA
v MoJieKynsipHoii abcopbuuu (like PO, SiO, =
etCl) ' 0 25 50 75 1‘22' 125 150 175 200
! CpPencTBoO MaeHTUdUKaunmn nuHuni (f Zn-signal in o ol
_ NO-rich matrix |¢
orAA-lines and common molecular B
absorptions)

I pacwmpenune 6MbanotTekn pedepeHCcHbIX
background correction




analytikjena

Koppekuusa ¢poHa npu onpeaeneHnn HUKens B novyBax m
AOHHbIX OTJ/IOXKEHUSAX

Onpepnenexnue Ni Ha 232.0030 nm

o o
5 8

Absorbance
o
-4

I

0 25 50 75 100 125 150 175 200
pocel

=]

Spectrum of a soil
sample

0.030

0025

0.020

@ 0015

0.010

0.005

1]

2318680

-0.005
1]

232.0030

Ni232

2321367

50

100
pixel

150

200

Correction spectrum of

SiO

Absorbance

0.025

0.020

0015

o o
o o
2 =2
[} o

o

-0.005

231.8680

Wavelength [nm)

Soil_1 313

232.0030
Ni232

2321367

[

75 100 125

150 175 200




analytikjena

OnpepeneHue Se B LUeNIbHOU KPOBMU

HR-CS AAS




analytikjena

OnpepneneHune Se B LeNbHON KPOBMU

NMpobnems.i:

CneKTpaan ble HAaJIOXKeHUA .

8 [MpucytcTBMe pocaTtoB B TOHKMX CTPYKTYpPax NPpUBOAUT K
crneKkTparnbHbIM HaNOXXEHUSM Ha PE30HAHCHOM JIMHUN Se

n [TocTosiHHOE npucyTcTBue O CTPYKTYP TakkKe AaeT cnekTparbHble
HanoXeHNa Ha Pe30HAHCHYI0 NIMHNID Se

o [MpucytcTtBune Fe yBenunumsaet nornouleHne B obnactu Se ns-3a
YacTU4YHOro nepekpbITns (Se 196.026 nm nkFe 196.061 nm). bonee aByx
BrinakopacnonoXxeHHbIxX NuHUKM xenesa; Fe 195.950 nm n Fe 196.147 nm

= Wcnonb3oBaHne Pd mogudukatopa yBenuumsaeT norrnoweHne B obnacTu

Se n3-3a 4aCTUYHOro cnekTpanbLHoro HanoxeHus (Se 196.026 nm and Pd
196.012 nm)

HR-CS AAS




analytikjena

OnpepneneHune Se B LeNbHON KPOBMU

PeweHue: ?

= Wcnonb3oBaHue BTOPOM YyBCTBUTESTbHOM NMHUK Se Ha 203.98 nm?

. YYBCTBUTENbLHOCTb AAaHHOM NUHUM B 4 pa3a HUXe NepBUYHOWN NIMHNK
. OHa cogepXnT Borblue HanNOXeHUW OT NMOrNOLLEHNS MOMEKYISIPHbIX
cBA3en

= UWCcnonb3oBaHWe arnbTepHaTUBHOW NMUHUKN Se?
o [MockonbKy Se AomKeH ObITb ONpeaensieTcs B CNeaoBbIX KONUYeCcTBax,
HET BO3MOXHOCTU NCMNOMb30BaTh APYryt0 JNNHUIO

HR-CS AAS




analytikjena

OnpeaeneHve Se B LeNIbHON KPOBU

PeweHue:

OpHoBpeMeHHast KoppekLmsa poHa ¢ UCNonb3oBaHMEM MOMMHOMUANBHOTO
npeobpa3oBaHUs CNEKTPOB METOA0M HauMEHbLLMX KBaJpaToB.

HR-CS AAS
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OnpeaeneHve Se B LeNIbHON KPOBU

PaspaboTka 1 onTMMmn3aumnsa MeToanku

1.00

0.75

Absorbance

0.50 |

025 |

A A

-0.25 |

{195 9167
Wavelenglh [nm]

1Bt_A1[3

Se196

196.0267,

P

196.1356

WAV

0 25 50

100

HR-CS AAS

N3meHeHne BenmymHbl abcopoumnm
BO BPEMEHMU 1 MO AfIMHAaM BOSH [0
NpoBeaeHNA KOppeKLnn

Se196 Blut_A1/3




analytikjena

OnpeaeneHve Se B LeNIbHON KPOBU

Pa3paboTtka n ontMmmsaumsa METOANKM

[MepBMYHas KOppeKUns naet

195 9167 196 .0267 196 1356
1 00 C nomoLbo cBOOOAHBLIX OT
Dtk « il setee: i aHanUTUYECKNX NMHUIM NUKcenen
Blut_A 14

Ans y4yeTa B TOM Yncne cnyktyaumn
MCTOYHMKA U3NYYEHUS 1 NOMEX
LLUMPOKOMOSIOCTHOIO N3NYyYeHUS

Absarbance
o o
w -~
o (43 ]

=
ha
a

Se196 Blut_A 1/3

g L

0 25 50 75 100 125 150 175 200
pixel

, 150 ° ~
pixel 20C

= [OuHamuyeckas koppekuus oHa

HR-CS AAS
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OnpeaeneHve Se B LeNIbHON KPOBU

1.  3anucbiBaeM CrekTp MOSieKYnspHbIX CTpykTyp PO

CHumaem cnektp 0.5 % p-pa NH,H,PO, n coxpaHsiem B ka4ecTBe KOPPEKTUPYIOLLETO
crnekTpa

1959167 196.0267 196.1356
015 fwwavelencth [nm) Se196 Se196 NH4H2PO4 0,5% 113
NH4H2PCH 0,5% 14

i

o
-
o

o
o
&

Absorbance

HR-CS AAS
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OnpeneneHue Se B LeNbLHON KPOBU

2. 3anucb criektpa O-CTPyKTyp

0100 | PacnosHaBaHue nuHum O-CTPyKTYyp
B CMeKTpe.
U 3anucb onopHoro abcopbLMOHHOro

— CneKkTpa OB pexunme nnposinaa.

0.025 |
0.000 | AN
[

Ext

HR-CS AAS
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OnpeaeneHve Se B LeNIbHON KPOBU

3. CneKkTp NuHUIM ceneHa nocre yganeHuma us Hero nuHnn PO n O-

CTPYKTYpP
1959167 196.0267 196.1356
b Wavelength [nm] Sel196
1
Blut_24 143
075 |

Absorbance
o
(4} ]
o

=
i
a

b

Se196 Blut_A 1/3

5

A

0

25 50

75 100 125 150 175 200 el 20

HR-CS AAS




analytikjena

OnpeaeneHve Se B LeNIbHON KPOBU

4. Y410 3TO 32 NUHUN?

Ahsorhance

1.00

075 |

o
wn
o

1 WavelenAh [nm]

1959167

Blut_A 16

196.0267
Se196

i

196.1356

Se196 Blut_A 1/3
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OnpeaeneHve Se B LeNIbHON KPOBU

5. Pacno3HaBaHue no 6mbnunoteke nuHum B MO meLwlatowen nmHum
Fe.3annck cnektpa nmHum Fe 4tobbl TOYHO NOBTOPUTL KOHTYPHI
NUHUN

1.00

075 |

o

Abhsarbance
o
(4} ]
o

0.25

1959167

1 mglL Fr

1 Wavelength [nm]

11

196.0267
Se196

196.1356

3

pixcel ASgS & 0RO o




analytikjena

OnpeaeneHve Se B LeNIbHON KPOBU

6. [Nlocne BblMMTAHUA U3 cnekTpa NuHum Fe

1959167 196.0267 196.1356
04 |
Wavelength [nm) Se196
Blut_A 143
03 |

Se196 Blut_A 143

Absorbance
o
[

o
-




analytikjena

OnpeaeneHve Se B LeNIbHON KPOBU

7. YTo npeacrtaBnsieT U3 ceda ata NUHMA?

195 9167 196.0267 196.1356
04 |
Wavelength [nm) Se196
Blut_&1/3
03 Se196 Blut_A 143
3
c
[y
202 ?
o H
3 AN

o
-

o

HR-CS AAS
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OnpeaeneHve Se B LeNIbHON KPOBU

8. Pacno3HaBaHue no oubnmorteke nuHun B O melwwatowen nmHum
Fe.3anuncb cnektpa nmHum Fe 4Tobbl TOYHO NOBTOPUTL KOHTYPHI
NNHNK

0125 | 195 9167 196.0267 196.1356

Wavelength [nm] Se1%6
Pdi1/3

0.100

o
o
-~
w

Abhsorbance
©
o
o
[

0.025 |

0 25 S0 75 100 125 150 175 200
pixel

200




analytikjena

OnpeneneHue Se B LeNbLHON KPOBU

9. lNocne npoBegeHUs BCeX BUOOB KOPPEKLMN

CnekTp ceneHa B LENbHOW KPOBU ONTUMU3NPYETCS MNOYTEM MOSIMHOMMUATBHOIO
npeobpasoBaHUst METOAOM HAaUMEHbLUNX KBaApaToB M Nosib3oBartenb nosy4daet 2D u
3D cnekTp nnHu Se cBob6oaHbIN OT pa3HOro poda cnekTparbHbIX MOMEX.

o
w

Absorbance

o
-

04 |

o
X}

1959167
Wavelength [nm)

Blut_&1/3

25 50 75

196.0267
Sel196

T T

100 125

HR-CS AAS

Se196 Blut_A 173




OnpeneneHue Se B LEerNIbHON KPOBUW  2nalytikjena

10. CpaBHeHMe pesynsTaTtoB UcCCnegoBaHUsa aTTECTOBAHHbIX
3Ha4yeHnn pedepeHCHbIX 0bpasLoB C NOfTyYEeHHbIMU

Ounana3zoH [on.3H. [ug/L] ATTecr. HR-CS AAS
3Hay-e, [MKr/nj [MKr/n]

Recipe ClinCheck L1 118 — 178

148 128 £ 11
Recipe ClinCheck L2 137 — 205

171 183 £ 15
Recipe ClinCheck L3 158 — 236

197 218 £ 18

Ob6paseuy kposu A —
— 135+ 12

Ob6pasey kposu B —

— 152 + 15




analytikjena

contrAA
®

. MYﬂbTMSﬂeMEHTHbIVI CKPUHWNHT
* onpeaeneHne HeEMETAIJ108, onpeaeneHune

NPOU3BOAHbIX PTOpa

* OJHOBPEMEHHbIN MYJIbTU 3N1IEMEHTHbLIN aHaNn3




NMocnepnoBaTtesibHbIU MYJIbTU3JIEMEHTHbIN .
analytikjena

aHanu3
NNK Cu Pb Fe Cd

OaHo3NeMeHTHbIN

Cu, Pb, Fe, Cd. Ni, Zn...

MynbTUanemMeHTHbIN




0.4 1

0.2 1

0.0

analytikjena

MysbTU3/1IEMEHTbIN

—

—O—2Zn 213.857 nm
—O— Mn 279.482 nm

1 —O— Cu 324.754 nm

—O— Fe 248.327 nm
O~ Ni 232.003 nm

O
S
g
8

s

T T

—— —
0.2 0.4 0.6 0.8 1.0

concentration /mg L™

CKpMHMI.‘.PrtrAA® 300 + akceccyapsbl A1 NJ1aMeHU

« KannbpoBka no 3 ToykaMm ans 5 aneMeHToB + n3MepeHue
pedepeHCHOro pacTBopa My/IbTU3NIEMEHTHOIO CTaHAapTa 3a 6

MUHYT

e cO3/laHne 6MbnnoTekn KanmbpoBOK A1 Kaxaoro afieMeHTa

* MHCTPYMEHTbI A1 NPpOBeAeHUs PYTUHHbIX U3MEPEHNI
(noporoeoe obHapy>xeHune)

* CeNbCKOEe X0358MUCTBO, METaNNyprumd, ropHoe Aesio 1 nobblya pya,
KoHTpONb KayecTBa BOj

* 5 aniemeHTOB B 10 06pasuax 3a 30 MUHYT
« JOCTOMHO KOHKYypupyeT ¢ Metoaom UCMN-03C!

features - screening routines




analytikjena
DKcCn pecc-aHan n3

Epb! C
erMHACTOM MaTpuuewn (BAM U110) m
peanbHbIN 06pasel,
* MMUKPOBOJIHOBOE pa3/ioXeHne B CMecu
HNO,, HF, HCI (EPA 3052)
. MyanmaneMeHTHbm aHanu3 Ha contrAA®
300 + akceccyapbl Ana nNJaamMmeHun

232.0030 2324367
N232

0 23 S0 % 100 125 150 175 200

v 7 2N1eMeHTOB B 04HOM obpasue =

v 4-ToyeuHasa KanubpoBKa Ha Kaxna.D

o020 | Wavelength [nm] Ni232

v BanupaumoHHbIit umkn (M3Mm.
pedepeHca)

V Bbl60p noﬂxoﬂﬂ Ll_lero Cnoco6a 0 25 50 75 100 125 150 175 200

pixel

Absorbance
o
2
2
b

=)

Koppekuum poHa

v/ ObpaboTka pe3ynbTaToB

content / mg kg-1 Cd Cu Pb Mn Ni Fe Zn

reference (certified ) 7.3£0.6 | 263£12 | 197+14 | 62120 101+5 2.8* 100050

referencelfoundl 7.21+0.25| 251+3 1855 6026 |94.7+0.6|2.67+0.1| 94745

features - screening routines




analytikjena
ApryMmeHTbl B NOJib3y

®
n nlilrcl\ggeTeH nsa contrAA

« ICP-OES
v/ MpaKTuyecku cpasy rotosa K paboTte X AnutenbHbIn nepunoa ctabnnmsaymnm
v/ B cnekTpe TonbKo NMNMHUKM abcopbumm Nnnaasmbl

o/ BbICTpOe nepekmioueHmne M/y o6pasiuamm X OrpOMHOE KOJINYECTBO aTOMHbIX U

MOHHbIX IMHWUIA B CreKTpe
v/ Bbicokas aBToMaTtusaumsa o6paboTku

X BpeMsi, 3aTpaynBaeMoe Ha NpPOMbIBKY
CneKkTpoB (AMHaMM4yeckas Koppekums

dhoHa) Mexay obpasuamu

o/ PaLMOHabHbIE 3KCMYaTaLMOHHbIE X yTeHue n obpaboTka cnekTpoB TpebyeTt

pacxojbl, B TOM 4yncne Ha ras3 (He BbICOKOM KBaNnpukaunm

NCrnonb3yeTcs B 60MblIOM KoM-Be aproH)  CMEKTPockonncra

Te ke BO3MOXXHOCTU Yy contrAA, uTto ﬁ(éﬂﬂbﬂﬂfbﬂi%?mﬂ FWCI'I-OBC,

HO 3a 6onbliMne aeHbru!

features - screening routines
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OnpepeneHue HeMeTaslJioB

- FanoreHsbl, cepa, docdop Ha contrAA® ?

* HyBCTBUTENbHbIE PE€30HAHCHbIE NTMHUNN B obnactu BakKyyMHoro YO (<
190 HM)

« CTagmnsa obpasoBaHMa XMMNYECKOro coea-s1 C 3/IEMEHTOM

v F 0O GaF/AIF (Ga: 211.248 nm; Al: 227.470) & ”

v Cl O AICI (Al: 227.470) = N
vS OCS (multiplet centred ~ 258 nm) W
v P OPO (multiplet between 200-350nm)

« OnpegeneHmne 3/IEMEHTOB MO JIMHUAM MOJIeKyIspHOU abcopbuunm

* cepa B BMHE

* (bocop B TKAHSAX M XKUAKOCTAX

yenoseka, buoansenb

« (bTOp B NUTbEBOW BOAE, 3yBHOM NacTe

features - non-metal determination
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byayuwiee 3a onpeaeneHue
nPou3BOAHbIX (PTOpPA CNEeKTpasibHbIMM

MeToaAaMm « contrAA® 600 - rpacduToBas neunb
- flobasneHne moaudukatopa Ga(NO,), (F U GaF)
» OnpepeneHue F no MonekynsapHbIM abCcopObLMOHHbIM

211.1240 211.2480 211.3708

003 Jiwellentange [nm) F211
R nmHuam GaF (211.248 Hm)
0.02
§ * MeTop He TpebyeT Hannume UCToYHUKa MHUN F
Fom
» bonee apdekTUBHOE pelweHne Takoro Tuna 3azau,
0 WN\W
yeM MeToA0M TUTPOBAHUA C MOH-CEJIeKT.3/1IeKTPOA0M
0 25 50 75 100 125 150 175 200
Pic « bonee npaBunbHOE N €AUMHCTBEHHO BO3MOXHOE

onpeaenexue [F, ]

\r

>
RR— ¢
o

toothpaste contains [Fiotal / PPM

contrAA ISE GC-MS

Colgate Total NaF 1520 £ 28 1390 £ 209 1480 £ 20

Colgate Max Na,PO,F 1530 + 28 770 £ 116 1520 + 30

features - non-metal determination
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File Edit Yiew Method Development Routine Extras Window ?
‘8‘ @l @ ‘ Meth: [uriitled | D Sequ: [untilled | D Sample: [uniiled | @ ’ 7] analytikjena
Sequence/Results I Sequence | Results Overview l
% Name
Spectrometer
A Select Element/Line - [Selected: 0 from 200] 1]
SelectElement:
EleneE Element | Line [nm] | Type | Rel sens. [4
ula BlElSEEEN~ [ |
Na| Mgl alsi| e 2] ala] ||Fe 3020639 %
Gl ' Fe 3021073 91
L K| ca se] 7] v | or| M 8] co| ni] cu] zn] & JJEJJ;I Fe 252.7435 21
P fel o E T ] TS e B
o o £
“" ﬂ] El H_FJ Fe 344.0605 38
xca f0iee Fe 344.0989 19
fng o o R R G - e
i o o - = R R
Calibration
| ~Sort by (13 Line(s) found):
B * Element  Line
User-defined lines... | Display atomization parameters... | 7] Deselect l
Extended line catalog... |
4| oK Cancel | y
~Display
|Conc.1 |z| ﬁ
11'?8;%313 v Samples v QC samples v Cal-Std [v Other
|cortrA4 300 000K0000 ooy |Simulstion | |
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§¥ Aspect CS 1.5.6.0 Tech: Flame -18] x|

File Edit Yiew Method Development Routine Extras Window ?

{‘;“ @l @ ‘ Meth: [uriitled | 2 Sequ [untitled |  Sample: [urtitled | 2 ’ 7] analytikjena

Sequence/Results l Sequence | Results Overview I

% Name

Spectrometer

X
SelectElement: Ci
~Element .
SIEn Element | Line [nm] | Type | Rel sens. [‘3|
; ~=TE Cr 393488 |5 |71
Hj = 8 e ] o] F e Cr 35786687 [P |100
Nal Mg Alsilpls]ala] ||o 3605321 53
S Cr 4954332 3
k| cal 5| Ti] v . M| Fe| Co| Ni| cu zn| Gal Ge| As[ se| 21 1| || 4274796 %

R st | 2| No| Mo| 7| Pu| rn| Pa| Ag| cal n| 3| sb| Te| 1 [ ] || 428.9716 22

EI_IEIiIEJ_IEIJ_JJﬂJﬂJMJA_J_I

G
Sequence gjfdﬂliﬂﬂqlﬂlﬁﬂﬂjﬂdﬁ'ﬂlﬁjﬂﬂiﬂ
™ HENEREEEEEEEEE

Sample [D
L

Calibration
~Sort by (6 Line(s) found):
- * Element (" Line
I
User-defined lines... | Display atomization parameters... | 7] Deselect l
Extended line catalog... |
4| 0K Cancel | »
~Display
|Conc.1 El ﬁ
11'?2;%313 v Samples [v QC samples v Cal-5td v Other
|cortrA4 300 000K0000 ooy |Simulstion | |

S'nye| B2 v ” (v 6 Microsoft Office Outl.., vl # hspect C51.5.6 (ic3, 5 Microsoft Office Paw... vl W ABBYY Lingvo x3 ” ASpect €S 1.5.6.0 Tec... EN H« i ey 12:38




analytikjena

HacKonbKoO
cbenobHbl Bawla
pbiba n ynncoi?

* CtaHaapTHbIN ob6pasel, pbibbl (DORM2)

* MMKpOBO/THOBOE pa3/lIoXXeHNe B CMecwu
H,O,/HNO,

« Kannbposka no MynbTU3NEMEHTHOMY CTaHAAPTY . NP |
Fe/Cd bz Ve

- OpHOBpeMeHHoe onpeaeneHue Cd n Fe

« contrAA® 600 oTnMYHO cnpaBnseTcs C

MaTpU4YHbIMUMN BJIMAHNAMMU

features - multi-element analysis



Kanunbposka no analytikjena

CMEI.IJeHHOMy CTaHﬂapTy Fe228 Cal-Std51/3
2300°C

Spectr.no.

800°C -

Spectrum number

050 10 20 30 40 50 B0
: 0.025 ) 228 6368 228 8875
0.020 Wavelength [nm]
g Cal-Std5 1/3 Fe228
z o 0015 |
2 e
S 0010 |
@
0 1 2 3 4 5 £ 0005 | Cd228
Time [s]
_ N ol o
- Fe: 228.725 nm, 0 - 3 mgL™!;
HelMHENHas KanmbpoBKa; -0.005 .
2 — . . . .
R adj_0'9999 0 25 s 75 100 125 150 175 200
pixel

- Cd: 228.8018 nm, 0 - 1 pugL?;
nuHeliHas kannbposka; R?,.=0.9992

features - multi-element analysis




Fe228 DORM2 MWAT 173 analytikiena

2300°C
Spectr.no.
o \ matrix spectrum
i OAHOBpeMEHHoe onpeneneH“e Fe M Cd b 2286368 228.7250 2288018 2288887
Wavelength [nm] Fe228 Cd228

* B 1BQ pa3a COKpallaeTcs BpeMs Ha aHanmsa e
* BU3Yyann3aums crnekTpa N
* NpocTas n adpdeKkTnBHass Koppekumnsa dpoHa i
* UHTYUTUBHO-NMOHATHLIN nHTepdenc Mo -

SR Fe228 DORM2 MAWAT 113 / mg kg'1 recovery

: rate

" Fe 140.7 99%

104%

features - matrix correction



oaHoBpeMeHHas AAS analytikjena

=  DNeMeHTbl, KOTopble coaepxaT 6bonbluoe
KONMM4YecTBo NMHUM Takne Kak Fe, Cr, Ni, Co,
Mn MOryT aHan3npoBaTbCA OAHOBPEMEHHO —

|
Faster GF AAS! 0025 13152042 318.3982 3185705
= Haanl Mep: nozo | Wevelength (om] V318 $
= Fe, Mn (279.5 - 279.8 nm) Sample 11 i a
= Fe, Ni, V (318.3 - 318.5 nm) R o . g -
= Fe, Ni (232.0 nm) £ om0 = =
= Cr, Fe (360.5 - 360.8 nm) 3 = .
= Co, Ni, Fe (352.4 - 352.7 nm) € 0005
= Cd, Fe, Ni (228.7 - 228.8 nm) ;
= Cr, Mn (357.8 nm) '
= BHYTpeHHMe CTaHAapThbl NoATBEP>XAAKOT -0.005
TOYHOCTb M MPaBUJIbHOCTb pe3yanaTOB! 0 2% 51 75 100 125 15‘0/ 175 200
o pixel -
= MHOroyumcsieHHble JUHUKU C pa3HOU
YYBCTBUTENbHOCTbLIO paclumpsatoT pabouni -
AvanasoH!
Ni-Wavelength [nm] LOD [pg] Linear Range [pd]
234.554 11 2,000
234.751 160 20,000
234.663 210 50,000
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analytikjena
Conclusion

= HR-CS AAS is one of the most robust analytical techniques for trace element
determination available nowadays

= One light source for all elements

= All absorption lines of any element including non metals are available in the
spectral range of 185 - 900 nm

= Simultaneous background and interference correction

= Improvement of the accuracy and detection limits

e

= More spectral information




analytikjena

[ona npoaaHHbIX MHCTPYMeEHTOB contrAA®
B pa3J/iuuHble CerMeHTbl

B MeTanayprus + ropHoe geno + gobbiya pya,

B JKcnepTusa/ notpebHaa3op + ToBapsbl
cneyHasHayeHus

B Hayka v obpa3oBaHue

B MawuHocTpoeHue + aBuacTpoeHune

B JKonorvs / OKpysKatowas cpega + Bosa

B XumuyecKkas npomMbIWNEHHOCTb

ro npno6o
trAA B Pocc
55

= MeauumHa / KnuHundeckas + Lrud

B Hedrerasosas NpombIWAeHHOCTb

JHepreTuKa

W BetepuHapwms

= C/x 1 nuuLeBas NPOMbILLAEHHOCTb
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Thank you for your attention!




