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O6nacrTb MHTEPEeCcOoB: aTOMHO-3IMHUCCHOHHas
CNexTpoOMeTPHUS C MHAYKTUBHO-CBA3aHHOW nNna3s-
MOMH

ABTOop 60nee 30 nybnuxaymii.

Cebacrben Benackes - corpygHuk pupmbi
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O6nacTe MHTEPECOB: aTOMHO-3MMUCCHUOHHAs
CreKTpoMeTpusi C NHAYKTUBHO-CBSI3aHHOM Nnas-
MO

AsTop 60nee 10 ny6nuxaumi.

BBeneHme

B nexa6pe 2001 r. ¢ppaHIly3CKHe BIACTH OIMyO/IH -
koBasy [1pesnaeHTckuM gekpet Ne2001-1220, ka-
caroluiica coctaBa BoOApl, NTpeAHa3Ha4YeHHON 1A
nuieBoro norpebieHusn (3a HCKJIIOUYEHHEM MHHe-
Pa/IbHBIX BOJ), [IOBEPXHOCTHBIX M CTOYHBIX BOJ. JIeK-
peT yCTaHOBHJI Npe/ie/IbHO A0y CTUMBIE YPOBHH CO-
nep:aHUdA 3J1IEMEHTOB (MKT /1) B Boie, KOTOpas MO-
3KeT ObITh HCIIOJIb30BaHa JUIA MUILLeBoro rnorpebie-
HusA: 100 -As, 1000-Ba, 5-Cd, 50-Cr, 1 -Hg,50-Pb
10 - Se.

Omnpepnenenue copep:xkanuda As, Hg, Pb, Sb u Se
BbI3bIBAE€T Cepbe3Hbl€ 3aTPYAHEHHUSA 10 YYBCTBH-
TEeJIbHOCTH OIlpe/ie/IEHUH NP aHa/JIn3€ METOAOM
OINTHYECKOH 3MHUCCHOHHOM CIIEKTPOMETPHUH C MHAYK-
THBHO-CBsI3aHHO# 1u1aamoii (MUCI1-O3C). CnekTpo-
metp ULTIMA-2 Bce e COOTBETCTBYET NpeAbABIIEH-
HbIM Tpe6GOBaHUAM: IpeJie/ibl O6HapyKEeHHUA Tepe-
YHCJIEHHbIX 3JIEMEHTOB B urcToi Boze (LD = 3-CKO,,,)
COCTaBJIAIOT OKoJio 1,5 MKr/na (kpome 0,4 MKr/m -
15 Hg), a npeenbl KOMMYeCcTBEHHOr O ollpeie/IEeHUA
(LQ =3,3-LD) -5 MKkr/ .

Jins1 onpefesieHUs1 pTYTH MOKHO MCII0JIb30BaTh
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kaMepy-peakTop CMA (cucTeMy reHepupoBaHHUA
TMAPHIOB OJHOBPEMEHHO C IOJIy4YE€HHEM a3p030Jisd
JU151 ONpeieNIEHHA OCTAbHbIX 3JIEMEHTOB).

B To e BpeMs, ecyIH 3KeNaTeNbHO MOIyYUTh 60-
Jiee JOCTOBEPHbIE PE3YJIbTATHI, T.€. CHU3UTb 3Haye-
HUA LQ Kak MMHMMYM B JIBa pa3a [10 CPABHEHHMIO C
yCTaHOBJIEHHBIMH NpeJie/IaMH, IIpeJIaraloTcs ciie-
AYIOLIHE pEeLIeHUA:

- HCIMO/IB30BaThb YJIbTPa3BYKOBOH pacHblINTENb
(ysryuwmenue LD ot 5 go 20 pa3 B 3aBUCHMOCTH OT
OIIPEJEIAEMOro, HO KOJIMYECTBEHHOE OIpe/ieJIeHHe
B 1 Hg HeBO3MO*KHO);

—HCII0JIb30BaTh KaMepy-peakTop CMA (ymydiie-
HHe LD B 5-6 pas i1a As, Sb, Se u B 30 pa3 qis Hg;
ornpefaeleHHe cofepkaHda Pb TpebyeT npuMeHeHus
criel(pHUIECKHX peareHToB.)

— MCTIOJTb30BaTh IPEABAPHTE/ILHOE KOHIIEH TPHPOBa-
HHe pacTBopa IIpH HarpeBaHMH B rpapHUTOBOM GUIOKe.

Bce 3TH criocobbI MpHMMEHHMBI 151 IMHEHKH ITpH-
60poB MCIT-O3C npousBoacTBa <HORIBAJobin Yvon».

Ilasiee npyBeieH NIpUMeEP ONpeAeIeHHA CBUHLIA
B CTOYHBIX BOJlax aKKyMYJIATOpPHOro 3aBojia. Pere-
HHE C NIpeIBapUTEIbHbIM KOHIIEHTPUPOBaHHEM
rnpeAcTabisgeTca Hanbonee IPpUMEHUMBIM (IIPOCThIM
U 3(pPEeKTHBHEBIM).

BHavaJjie MeToAMKY NPOBEPHJIH HA MHOro3aJie-
MEHTHBIX pacTBOpax, a 3aTeM c(pOKyCHpoBaIi BHH-
MaHHe€ Ha OIIpeIEJIEHMH CBUHLIA Ha ypOoBHE 3 MKI'/J1
(6ynyiasa Hopma cozepixaHus Pb).

YcaoBaa aHAIHA3A
AHaJIN3 IPOBOAWIH Ha criekTpoMeTpe ULTIMA-2
[IPH YCJIOBUSAX, IPMBEEHHBIX B Tabu1. 1.

Tabnuua 1

V|Cﬂ0ﬂb3yeMble onepauuoHHble napaMeTpbl
MowHocTb reHeparopa 1000 Bt
Mna3moobpasytowmii ras 12 n/muH
[pOMeXyTOuHbBIV ra3 0,2 n/muH
Pacnbinsiowuii ras 0,7 ma/MuH ( 3 aTm)
Pacnbinvrens/PacnbinurenbHan| Meitixapa K3/Liuknonu-
Kamepa yeckas
YBenaxHurens aproHa BbiknioueH
AvameTp Tpybku uHxekropa |3,0 Mm
BxoaHas/BbixogHas wens | 20/15 Mkm
Mepucranstuyeckuii Hacoc |20 06/muH

AHaMTHYeCKHe MapaMeTPhl METOAUKH H3Mepe-
HHA IPUBEJIEHHI B Ta6. 2.

Tabnuua 2

AHanuTuueckue napameTpbl

OnemeHT | [invHa BonHbI, HM [ Pexum uamepexus |3kcnosuuus, ¢ | Hanpsxenue ®3Y, B | Ycunernue Y
Al 167,020 MaKCUMyM 3 600 100
As 189,042 MaKCUMyMm 4 850 100
Be 313,042 MaKCHUMyM 3 600 100
Cd 228,802 MaKCUMyM 3 750 100
Cr 205,552 MaKCUMyM 3 600 100
Cu 324,754 MaKCUMyMm 3 650 100
Fe 259,940 MaKCUMyM 3 600 100
Mn 257,610 MaKCUMyM 3 650 10
Ni 231,604 MaKCUMyM 3 680 100
Pb 220,353 MaKCUMyM 4 850 100
Sb 206,833 MaKCUMYM 4 850 100
Se 196,026 MaKCUMyM 4 850 100
Zn 213,856 MaKCMyM 3 600 100

['paxgyMpoBKy MpoBOoAMJIM 1O ABYM Toukam: O u
100 mMir/n B noaxuciieHHow (0,5%-Hoit HNO,) nexno-
HHpoBaHHOM Bozie (VWR, ¢npMsel Suprapur). Ipu-
MEHSJIH aBTOMAaTHYECKYIO OIITUMU3AIHIO 151 obec-
re4yeHHs IMHEeHHOCTH rpafyMpOBKH Ha 5-6 ropsaa-
KOB.

Ycaosas BbIIIApDHABaAHAN
FoToBHIM ABa HCKYCCTB€HHbIX MHOI'O3JIEMEHT-

36

HbIX pacTBopa Ha 6a3e ojHO3/IeMEHTHEIX CTaHAap-
THBIX pacTBopoB SPEX Certiprep niau PRECIS us
pacdeta 51 10 Mkr/a B 50 mit 1% HNO, (monumnpo-
MHJIEHOBBIE LIMJIMHAPHYECKHE MPOOHPKH).
[Tpo6HpKH MOMeLla/IM B CUCTEMY Pa3/IOKEHHUS
DigiPREP (SCP Science) npeacrasisioLyto co6oit
rpadHTOBLIH 6710k Ha 24 npobupku. [1pu Harpesa-
HHMH NIpOOHMPKH 3aKpbIBAJIM «4aCOBbIMHM CTEKJIaMH»
M3 TOJIMNIPONHJIEHA /1A TIpei0TBpallleHUs B3auM-
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HOro 3arpsi3HeHusa npob. TeMnepaTypy KOHTPOJIH-
POBaJIH C IOMOLLBIO 3JIEKTPOHHOrO0 30HAa. [1po6up-
KM COBMECTHMBI ¢ aBToceMIUIepoM AS-500 <HORIBA
Jobin Yvorn, 4T0 HckI0YaeT BO3MOKHOCTD 3arpsa3-
HEHMS UM ITOTEPb [IPH IIepeHOCe pacTBOPOB.
[TporpaMMHpyeMbIil HarpeB B TeYeHHUE 8 YacoB
npu 98°C: noabeM 10 98°C 3a 30 MHH M BBIAEPIKKA
[1pY 3TOM TeMniepaType 8 4acoB. ABTOMaTHKa Harpe-
Ba [103BOJIAET IPOBOAUTh YIIapHBaHUE HOYbIO, B He-
paboyee Bpemsa. OcTaTok JOBOAUJIM A0 MeTKH 10 M1
I€MOHMPOBaHHOM Booi. [1po6GUpKH rpagyypoBa-
HHI J1o 50 Mu1 ¢ mraroM 5 mi1. MeTtka 50 mi cepTudH-

LIMPOBaHa I10 TOYHOCTH (10,25 MJI) B COOTBETCTBHH C
KJIaccoM «A» BOJIIOMETpHYecKoro craigapra ASTM.
[lpuMeyaHue: aHaMM3 PpTYTH TpebyeT cTabuimaa-
MU IyTeM 106aBIeHHA HECKOIbKUX Karneab KMnO,.

Pe3yasTaThl

B Tab. 3 npuBeeHE! pe3yabTaThl H3MEPEHHH.
Bocrnipou3BoaAMMOCTb pe3yJbTaTOB OIpeEAEIEeHU N
(Ta6n. 4) NpOBEPAJIH C IIOMOILBIO TPEX UCKYCCTBEH-
HbIX pacTBOPOB CBUHL1IA (3 MKT' /1), cTabH/IM3HpoBaH-
HbIX 1% HNO,. McnoJyb30oBaly JIMHUIO CBUHLA

220,353 uMm.
Tabnuua 3

PesynbraTbl U3amepeHni nocne KOHUEHTPUpOBaHUA

5 mkr/n KOHUeHTpupoBaHue B 5 pa3 10 MKr/n KOHUEeHTpUpoBaHue B 5 pa3
Onement |Copepxanue,| CKO, | CKO, MonHoTa, Conepxanue,| CKO, | CKO, MonHota
MKr/n MKr/n % ob6HapyxeHus % MKr/n MKr/n %  |o6HapyxeHus, %
As 188.983 25,32 0,65 2,58 101,3 49,34 0,61 1,24 98,7
As 193.695 26,27 0,80 3,03 105,1 52,08 1,21 2,33 104,2
Cd214.438 26,04 0,23 0,87 104,1 52,84 0,36 0,69 105,7
Cd 226.502 25,39 0.25 0,97 1016 51,66 0,45 0,87 103,3
Cd 228.802 24,82 0,16 0,66 99,3 51,28 0,27 0,52 102,6
Co0228.616 24,95 0,34 1,36 99,8 50,68 0,33 0,66 1014
C0231.160 2511 0.42 1,68 100,5 51,18 0,38 0,74 102,4
Cr205.552 26,07 0,16 0,63 104,3 52,23 0,45 0,85 104,5
Cr206.149 26,30 0,32 1,23 105,2 52,50 0,48 0,92 105,0
Fe 238.204 25,14 0,24 0,96 100,6 50,77 0,33 0,65 101,5
Fe 239.562 25,37 0,22 0,87 101,5 51,36 0,19 0,37 102,7
Ni 216.556 26,06 0,21 0,80 104,2 53,22 0,41 0,77 106,4
Ni221.647 24,88 0,23 0,92 99,5 52,49 0,36 0,69 105,0
Ni231.604 25,23 0,26 1,02 100,9 52,37 0,24 0,47 104,7
Ni232.003 25,32 0,32 1,25 101,3 52,96 0,52 0,98 105,9
Pb216.999 24,17 1,22 5,06 96,7 50,30 0,88 1,74 100,6
Pb220.353 24,44 0,54 2,19 97,8 50,09 0,67 1,34 100,2
Sb 206.833 26,10 0,50 1,90 104,4 53,57 1,08 2,02 107,1
Sb217.581 25,78 0,41 1,57 103,1 51,36 0,75 1,47 102,7
Se 196.026 22,68 0,53 2,35 90,7 48,89 0,83 1,69 97,8
Zn 202.551 24,74 0,14 0,58 99,0 50,62 0,22 0,44 101,2
Zn 206.191 24,35 0,15 0,62 97,4 49,46 0,19 0,39 98,9
Zn 213.856 24,09 0,10 0,43 96,4 50,04 0,21 0,42 100,1
Ta6bnuua 4
BOCI‘IpOM3BOAMMOC‘I’b U NONHOTa onpeaeneHns CBuHUA B pacTtBopax
O6paseL |BeeaeHo 3 MKI/n v BbINONHEHO 5-kpaTHOE KOHUEHTpUpoBaHue| CoaepxaHue B UCXOAHOM
Copepxanue, mkr/n| CKO, mkr/n| CKO, % MonHoTa ob6pasue, Mkr/n
onpegenexus, %

MNpo6a 1 13,87 1,06 7,67 92,5

MNpo6Ga2 15,57 1,56 10,04 103,8

Mpoba 3 14,15 1,15 8,12 94,3 Copepxarue CKO

CpenHee 14,53 2,91 0,18

CKO 0,91

CKO,% 6,27
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B Ta6s1. 5 npuBeaeHb! pe3yIbTaThl aHAJIN3a pe-
anbHoro o6pasiia CTOYHOH BOJABI C yYETOM 5-KpaT-
HOro KOHLIEHTPHPOBaHHUA.

Tabnuua 5
Pesynbrathl aHanusa obpa3ua cTouHoM BoAb!
OnemeHT [OnuHa BeeaeHo, HanpeHo,
BOMHbI, HM MKr/Mn MKr/Mn

Al 167,020 6,4 32,2
Cd 228,802 0,1 0,5
Cr 205,552 0,6 2,8
Cu 324,754 128 642
Ni 231,604 51 257
Pb 220,353 3,5 17,3
3axJnoucHHE

MeToaHKa c npeaBaprUTEJIbHBIM KOHLICHTPHPO-

* %

BaHMEM JOCTATOYHO IIPOCTA M HaJIeKHA IPH OIl-
pPEAEIEHUH COAEP¥aHHUSA 3JIEMEHTOB Ha YpPOBHE
MHKpOrpaMM/JIMTp, yYHUThIBad BCTynamwliiue B
CHJIy HOpMaTHBEI. CTell€Hb KOHLEHTPUPOBaHMUA
MOYKHO ONITHMHU3HUPOBATD C yYETOM IIpPeAEIIOB 06-
HapyK€HHUA KOHKpeTHoro npubopa. Metoauka
MokeT OBITH MCHOJb30BaHa [ NpuGoOpoB
ULTIMA-2 u ACTIVA ¢pupmel tHORIBA Jobin Yvon».
Bonee Toro, 3Th npu6opnl, UMes HIMPOKUIA AUA-
na3oH JUHEHHOCTH IrpaJlyupoBoYHoro rpadHka,
6naronaps aerekropam @AY u [13C nmocnexHero
[OKOJIEHHA, a TaK¥Ke BbBICOKOMY Ka4yeCTBY ONITUKH
M pagdaibHOMY HabJI0€HHIO IIa3Mbl, C1ocob-
Hbl 06€ecreYyuTh HaiexKHOEe [MPOBEACHHE aHaIM3a
MMKPO- © MAKPOKOMIIOHEHTOB B KOHLICHTPHPOBAaHHOM

pacTBope.

* %

METHODS FOR INCREASING THE SENSITIVITY OF QUANTIFICATION OF ELEMENTS IN THE
INDUCTIVELY COUPLED PLASMA OPTICAL EMISSION SPECTROMETRY

A.Cosnier, S.Velasquez

Different methods to enhance the sensitivity were compared: ultrasonic nebulization, camera-reactor
CMA («HORIBA Jobin Yvon»,France) and processor controlled evaporation using DigiPREP (SCP Science,

Canada).

Keywords: atomic-emission spectroscopy, inductively coupled plasma, analysis, sensitivity
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