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O6nacrb MHTEPECOB: aTOMHO-3MWUCCUOHHAR
CrexTpoOMeTPUsi C MHAYKTUBHO-CBSI3aHHOM nna3a-
MO

Astop 6onee 10 ny6nukaymi.

Beeaeane

B nexabpe 2001 r. ¢ppaHIy3cKHe BIacTH oIy 6/1n -
koBaJsM [1pe3uieHTCKHA aekpeT Ne 2001-1220, ka-
calolMiica cocTaBa BO/bl, NpeIHa3HavYeHHON I
auieBoro noTpebjieHHA (3a UCKIIOYEHHEM MHUHE-
PAJIBHBIX BOA), TOBEPXHOCTHBIX M CTOYHBIX BOJ. Jlek-
PeT yCTaHOBHJI IIPE/IE/IbHO AOITYCTHMbIE YPOBHH CO-
nepiKaHuA IEMEHTOB (MKT /J1) B BoJie, KOTOpad MO-
’eT ObITh MCITOIb30BaHAa JYIf ITHILEBOro rnorpebiie-
HuA: 100 - As, 1000-Ba, 5-Cd, 50-Cr, 1-Hg, 50 -Pb
u 10 - Se.

Onpepenenue cofepxanua As, Hg, Pb, Sb u Se
BLI3BIBAET CEpPbe3HbIE 3aTPYAHEHHA N0 YyBCTBH-
TeJILHOCTH OllpejleNIeHUH MTPH aHalu3€e METOIOM
ONTHUYECKOH 9MHUCCHOHHOM CITIEKTPOMETPHH C MH/IYK-
THUBHO-CBA3aHHON maamoit (MCIT-03C). Cnextpo-
meTp ULTIMA-2 Bce 7e COOTBETCTBYET IpebABJIEH -
HbIM TpeCoBaHUAM: Ipe/ieibl o6HapyeHUA nepe-
YUCJIEHHBIX 9JIEMEHTOB B UMCcTOH Bojie (LD = 3-CKO,,,,)
cocTaBJAT oKoJio 1,5 MKr/n (kpome 0,4 MKr/ -
w1 Hg), a npefiesibl KOJTHYECTBEHHOTO OTIpe/IENIEHU s
(LQ = 3,3 LD)-5MKr/mn.

Jlns onpeaeneHysa pTYTH MOMKHO MCIIOJIb30BaTh
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kamepy-peaktop CMA (cucTeMy reHepupoBaHHA
TMAPHIOB OJJHOBPEMEHHO C ITOJy4YEHHEM A3P030JIA
JUIA ONPENEIEHNA OCTA/IBHBIX 3JIEMEHTOB).

B To e Bpems, eciu ixenaTeNabHo MoJIy4YUTh 60-
Jiee IOCTOBEPHLIE Pe3y/IbTATHI, T.€. CHH3UTh 3Ha4Ye-
HHA LQ Kak MUHMMYM B /IBa pa3a 10 CPaBHEHMIO C
YCTaHOBJIEHHBIMH IIpeJie/laMH, IIPeJIaraloTcs clie-
JAYIOLLHE pEeLIeHH:

- MCIIO/Ib30BAaTh YJIbTPAa3BYKOBOW pacHblIUTEb
(ysyumenue LD ot 5 go 20 pa3 B 3aBUCHMOCTH OT
OIPEAEJIIEMOro, HO KOJIMYeCTBEHHOE OIpe/IesIeHHe
B 1 Hg HeBo3aMOo#kHO);

—HCIIONIb30BaTh KaMepy-peakTop CMA (yiryuiie-
HHe LD B 5-6 pas i1s As, Sb, Se u B 30 pas jy1a Hg;
onpejeneHue cojep:xalua Pb TpebyeT npuMeHeHHA
crienprIeCKHX peareHToB. )

— HCIOTb30BATH PE/IBAPHTEIEHOE KOHIIEH TPUPOBa-
HHE pacTBOpa [Py HArpeBaHUM B I'padUTOBOM GJI0Ke.

Bce ati crioco6Gbl MIpUMEHHUMBI [UI1 TMHEHKH [TPH-
6opos UCIT-O3C npoussoacTea «HORIBAJobin Yvony.

Ilanee npuBe/ieH IIpUMep ONpeEIe/ICHUA CBHHIIA
B CTOYHBIX BOJ/IaxX aKKyMYJIATOPHOr0 3aBojia. Pere-
HHE C NpeJABapUTeIbHbIM KOHIIEHTPHPOBaHHEM
npejicrabiseTcs Haubosiee IPUMEHHUMBIM (ITPOCTLIM
¥ 3(pPEKTHBHBIM).

BHayasie METOAMKY IIPOBEPU/IA Ha MHOI0O3J1€-
MEHTHBIX pacTBOpax, a 3aTeM c(h)OKyCHpPOBaJIi BHU-
MaHHe Ha OIpe/leJIeHUH CBUHIIA Ha YPOBHE 3 MKT /1
(6ynyiias HopMma copepaxanus Pb).

YciaoBaa agaIA3a
AHaJIN3 [IPOBO/IMJIM Ha criekTpoMeTpe ULTIMA-2
ITPH YCJIOBUAX, IPUBEAEHHEIX B Tab. 1.

Tabnuua 1

Wcnonb3yemble onepauuoHHbie napameTpsi
MotwHocTs reHepatopa 1000 BT
Mnaamoobpasyowuii ras 12 n/munH
[MpoMeXyTOuHbIN ra3 0,2 n/muH
Pacnbinsowmi ras 0,7 mn/muH ( 3 aTM)
Pacnbinurens/PacnibinvrentHas| MeitHxapa K3/Liuknoxu-
Kamepa yeckas
YBnaxHuTtens aproHa BbiknioveH
NunameTp TpyOku nHXekTopa |3,0 MM
BxogHas/BbixoaHas wens | 20/15 Mkm
Mepucransruuieckuit Hacoc | 20 06/MuUH

AHaIMTHYECKHE [TapaMeTpPbl METOAMKH U3Mepe-
HHA IPHUBeEJIEHHI B Tab. 2.

Tabnuua 2

AHanutudeckue napameTpbl

OnemeHT | [InuHa BonHbI, HM| Pexxium uameperns [dkcnoauuus, ¢ | Hanpsxerue @3Y, B | Yeunexune ©3Y
Al 167,020 Maxkcumym 3 600 100
As 189,042 MaKkcumym 4 850 100
Be 313,042 MaKcUMyMm 3 600 100
Cd 228,802 MaKkCUMyM 3 750 100
Cr 205,552 MaKCUMyM 3 600 100
Cu 324,754 MaKCUMyM 3 650 100
Fe 259,940 MakCUMym 3 600 100
Mn 257,610 MaKkcUmym 3 650 10
Ni 231,604 MaKkCUMyMm 3 680 100
Pb 220,353 MaKkCcUmym 4 850 100
Sb 206,833 MaKCUMyM 4 850 100
Se 196,026 MaKCUMym 4 850 100
Zn 213,856 MaKCUMyM 3 600 100

"pajiynpoBKy IMPOBOAMIIM 110 ABYM TodkaM: O U
100 mxr /1B nopkucienHo (0,5%-xnoit HNO,) neno-
HupoBaHHoW Bojie (VWR, ¢pupmbr Suprapur). [pu-
MEHSIM AaBTOMATHYECKYIO ONITHMH3AIIHIO 117151 obec-
neYeHus TMHEHHOCTH Tpa/lyupPOBKH Ha 5-6 rops-
KOB.

¥Ycnosnd BeINapHBaHAA
['OTOBHJH [IBAa UCKYCCTBEHHbLIX MHOI'O3JIEMEHT-
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HBIX pacTBopa Ha 6a3e OIHO3/IEMEHTHBIX CTaHAAp-
THbIX pacTBopoB SPEX Certiprep nnn PRECIS us
pacyieta 51 10 MKr/a B 50 M 1% HNO, (ronurnpo-
MHJIEHOBBIE WIHHAPHYecKre NPpoGHPKH).
[Tpo6HpKH MMOMeEILla/IM B CUCTEMY Pa3JIoiKeHUs
DigiPREP (SCP Science) npeactaBasioliyio coboi
rpacduToBbli 6/10k Ha 24 nipobupku. [1pu Harpesa-
HUH NPo6GUPKH 3aKPhIBAIM «4ACOBBIMH CTEKJIAMH»
M3 TOJIMIIPOIIHJIEHA /IS TIPeJOTBPALIEHAS B3aUM-
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HOro 3arpasHeHusd npob. TeMnepaTypy KOHTPOJIH-
pOBaJIH C [TOMOLLIBLIO 3JIEKTPOHHOro 3oHa. [Ipo6up-
KM COBMECTHMBI ¢ aBToceMILIepoM AS-500 «tHORIBA
Jobin Yvon», 4To HCKIIOMaeT BO3MOXHOCTD 3arpfA3-
HEHMA UJIH II0TEPh IIPH [IEPEHOCE PACTBOPOB.
[TporpaMMHpyeMbIii HarpeB B TedeHHe 8 4acoB
npu 98°C: mogbem 10 98°C 3a 30 MUH U BBIIEPKKA
1pM 3TOM TemrnepaTtype 8 yacoB. ABTOMaTHKa Harpe-
Ba [103BOJIAET TPOBOJMTE YTIapHBaHHE HOYBIO, B He-
pabouee Bpems. OCTaTOK IOBOIMUIIH 10 METKH 10 M1
JIeMOHHpoBaHHOM Bofoil. [Tpobupku rpaayuposa-
HeL 1o 50 M1 ¢ maroM 5 mit. Metka 50 mi1 ceptugu-

LMpOoBaHa 1o ToYHocTH (10,25 M) B COOTBETCTBHH C
KJIaccoM «A» BOIIIOMeTpHYecKkoro ctangapta ASTM.
IIpuMeyaHue: aHaIU3 PTYTH TpebyeT crabuimsa-
LIMH 1Ty TeM JIoGaBiieHUs HECKOMbKUX Karesib KMnO,.

PeayabTaThl

B Tabn. 3 npuBeAeHE! pe3yabTaThl U3MEPEHUH.
Bocrnpous3BoiMMOCTE Pe3ybTAaTOB ONpeeleHHU A
(Tabi. 4) NpoBEpPAIH C ITOMOLILIO TPEX UCKYCCTBEH-
HbIX paCTBOPOB CBHHIA (3 MKT /1), cTabU/IM3HpoBaH-
HbIX 1% HNO,. Mcnonb3oBau JHHUIO CBHHLA
220,353 HM.

Tabnuua 3
PesynbTraThl M3MEpeHUA Nocne KOHUEHTPUPOBaHUA
5 MKr/n koHUeHTpUupoBaHwe B 5 pas 10 MKr/n KOHUeHTpupoBaHue B 5 pas
OnemeHt |Copepxarue,| CKO, | CKO, MonHoTa, CopepxaHnue,| CKO, | CKO, MonHora
MKr/n MKr/n % | obHapyxeHua % mKr/n MKr/n %  |oBHapyxeHusi, %
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 1041 52,84 0,36 0,69 105,7
Cd 226.502 25,39 0,25 0,97 101,6 51,66 0,45 0,87 103,3
Cd228.802| 2482 | 016 | 066 99,3 51,28 027 | 052 102,6
Co0 228616 24,95 0,34 1,36 99,8 50,68 0,33 0,66 1014
Co0231.160 25,11 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 2514 0,24 0,96 1006 50,77 0,33 0,65 101,5
Fe 239.562 25,37 0,22 0,87 101,65 51,36 0,19 0,37 102,7
Ni216.556 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 0,24 047 104,7
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 53,67 1,08 2,02 107 1
Sb217.581 25,78 0,41 1,57 1031 51,36 0,75 1,47 102,7
Se 196.026 22,68 0,53 2,35 90,7 48,89 0,83 1,69 978
Zn 202.551 2474 0,14 0,58 99,0 50,62 0,22 0,44 101,2
Zn206.191 24,35 0,15 0,62 974 49,46 0,19 0,39 98,9
Zn213.856 24,09 0,10 0,43 96,4 50,04 0,21 0,42 100,1
Tabnuua 4
BDCI‘IpOHGBOJJ.HMOCTb 1 NONHoOTa onpenenedns CBMHUA B pacTBopax
O6paseL |BeeneHo 3 MKr/n v BbINONHEHO 5-kpaTHOE KoHUEHTpupoeaHue| CoaepkaHue B UCXOAHOM
Copepxanue, mkr/n | CKO, mkr/in [ CKO, % MonHoTa ob6pasue, MKr/n
onpeaenexus, %

Mpo6a 1 13,87 1,06 7867 925

Mpo6a 2 15,57 1,56 10,04 103,8

Mpoba 3 14,15 115 8,12 94,3 Copepxarve CKO

CpeqHee 14,53 2,91 0,18

CKO 0,91

LC':_KO.% 6,27 B
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B Tabun. 5 npuBeieHb] pe3y/IbTAThl aHAIN3a pe-
aJibHOro o6pasia CTOYHOH BOJIbI C y4eTOM 5-Kpart-
HOI0 KOHLIEH TPUPOBAHUSA.

Tabnuua 5
Pesynbratel aHanusa obpasya CTouMHOW BOAbI!
BGnemeHT OnuHa BeegeHo, HaigeHo,
BOJTHbI, 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 5,1 25,7
Pb 220,353 3,5 17,3
3akio4deHHe

MeTo/iMKa ¢ Npe/IBAapUTEIbHbBIM KOHIIEHTPHPO-

* ®

BaHHEM JIOCTATOYHO IIPOCTa A HaJIe¥KHAa IIPH OIl-
peielieHHH CONEepiKaHUA BJIEMEHTOB Ha YPOBHE
MUKpOrpaMMm/JIUTp, YYUTBIBasg BCTYyIAIOIHE B
CHJIy HOpMaTHBBI. CTelleHb KOHIIEHTPUPOBaHUA
MOKHO OIITHMH3HPOBATE C YYETOM IIpefesIoB 06-
HapyXeHHUA KOHKpeTHoro rnpubopa. MeToguka
MoieT ObITH MCIIOJb30OBaHa /JAns NpUGOpPOB
ULTIMA-2 u ACTIVA dupmsel «tHORIBA Jobin Yvon».
Bonee Toro, 3TH npubopel, UMes HIHPOKHH AHa-
a3oH JJMHEHHOCTH TPagyupoBOYHOro rpaduka,
baarofgaps aerekropam @3Y u [13C nociaegHero
MOKOJIEHHS, @ TAKIKE BLICOKOMY Ka4€CTBY OIITHKH
4 pajgvalibHOMy HabIoeHHIO TJIa3dMhbl, crocob-
Hbl o6ecrevyuTh HajlexkHOE ITPOBEACHHUE aHa/IM3a
MHEKpPO- 1 MAKPOKOMITOHEHTOB B KOHLIEHTPHPOBAaHHOM
pacTBope.

LI

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 Yvons,France) and processor controlled evaporation using DigiPREP (SCP Science,

Canada).

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