YTBEPX/IAIO

Pexrop ®I'bOY BIIO «/larectanckuit

FOCyHapCTBeHHbIﬁ YHUBCPCUTET»
\ /\

M.X. Pabananos
2014 .

METOIUKA ATOMHO-ABCOPBILIMOHHOI'O OITPEJAEJIEHUA [IMHKA,
KAJIMUS, HUKEJIA, KOBAJIBTA, MAPI'AHIIA, CBUHIIA U MEJIU B
ITPUPOJJHBIX OB BEKTAX, A TAK)XKE B KOHILIEHTPATAX TTOCJIE
JECOPBIIMHA C PA3JIMYHBLIX COPEEHTOB B ITNIAMEHHOM PEXUME
HA BBICOKOTOYHOM ATOMHO-ABCOPBILIMOHHOM CITEKTPOMETPE C
NCTOYHHUKOM U3JIVUHEHWA HETTPEPBIBHOI'O CITEKTPA
CONTRAA®700

Maxaukasna 2014 r.



JInsg TOATOTOBKHM TpaJyMPOBOYHBIX PACTBOPOB MOXKHO HCIIOJIB30BATh KOMMEpYECKHE
CTaHJapTHbIE 00pa31bl pacTBOPOB MeTaIOB (00buHO ¢ KoHueHTpaumeit 100 wim 1000 mxr/mn)
WM TOTOBHTH TOJIOBHBIE TI'PaAyHpPOBOYHBIE PACTBOPHI CAMOCTOSTENHLHO HEMOCPEJICTBEHHO B
1abopaToOpuu ¢ HCIHOJb30BAHHEM CTAOMJIBHBIX TPH XPaHEHHMH YHCTBIX METAUIOB WIIH
YCTOMYMBBIX UX COEIUHEHHH (OKCHIBI, CONH), KBAIU(DUKALUU HE XyXKe «4.J1.a», C H3BECTHHIM
(MMM crienMaNbHO ONpEIENICeHHBIM) COJIEp)KAaHHEM OCHOBHOIO BellecTBa. Vcmosb3oBaHue
BBICOKOYHMCTBIX METAJJIOB U MX COEIMHEHUH He 00si3aTeIbHO, TaK KaK I'OJIOBHBIE PACTBOPHI MPH
JOBEJICHUH 10 pabO4YMX TpaIyHpOBOYHBIX PACTBOPOB IOJBEPralOTCS  3HAYUTEIHHOMY
pa3baBienuto. Ho Juisi pacTBOpeHHS METAJZIOB M HX COEIUHEHHH CJIeJlyeT IpPUMEHSThH
BBICOKOYHCTBIC peareHThl, pacXoyeMble B OOJIBIINX KOJHYECTBAX.

llﬂﬂ IIPUTOTOBJICHU A T'OJIOBHBIX pacTBOpPOB METAJIJIOB MOXHO HCIIOJIL30BaTh HX
COOTBETCTBYIOIIUE  XJIOPHUJbI IIPEABAPUTECIIBHO  pacCUUTaB HEOOXOJMUMBbIE  MacChl  JUIS
IIPUTOTOBJICHU A 1 mMr/mi pPacTBOPOB METAJLJIOB

JIss IpUrOTOBJIEHHS! TOJIOBHOTO PacTBOpAa CBUHIA MOYKHO HCIOJIB30BaTh YHUCTBIA METAL WM
€ro OKCUJ pacTBOpeHHBIH B 50 Myl 5 M a30THOM KHUCIOTHI [TOCJIE€ Ye€ro JOBOAUTCS J10 1 J1 00beM
npu nomoutu 1%-# a30THON KHUCIIOTHI.

[locnie nDpUrOTOBIIEHUS TOJOBHBIX pPACTBOPOB MOCIEAYIOMIUM pa30aBlieHHEM [OJIy4aeM
KaTHOPOBOYHBIE pacTBOPHI ¢ KoHNeHTparueit: 0.1, 0.25, 0.5, 1.0, 2.5, 5.0, 7.5, 10.0 mr/m.

[lepen HayasioM MNOCTPOEHUS KAIUOPOBOYHOH 3aBHCHUMOCTM B  IJIJAMEHHOM  PEKHUME,
Ipe/IBapUTEIBHO MPOrpeBaroT ropesiky 10 MHHYT Ul YCTaHOBJIEHMs IOCTOSHHON CTaOMIIBbHOM
TeMIIepaTypbl BO H30€KaHUE ITOIPEIIHOCTEN IPH TEMIIEPATYPHOM PACIIHPEHHH.

Omnpenenenne B oOpa3nax MOXXHO TMPOBOAUTH HA IPSIMYIO BBOJIS Ipe/BAPHUTEIHHO
MOJITOTOBJIEHHBIE TPOOBI (roMoreHHble Xuakue oOpasubl). [Ipu 3HaueHusx Bhime abcopOuun
KaTUOPOBOYHOTO CTaHIapTa 00pa3iibl pazbasistoTes 11 00see TOUHBIX H3MEPEeHUH.
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Operator:  Magovedov K.E.

Calibration

Method: ZnCdNiCoMnPbCuVERSII
Results file:

Zn213 Cd228 Ni232
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Calibration data: Zn213 Date: 27.05.2014 12:20
R?(adj.): 0.991414259 Slope:0.54830 Abs./mg/L Char.conc.:0.00795 mg/L/1%A
Method SD: 0.27996 mg/L
y=(a+bx)/((1+cx) a=0.1002979 b=0.5637382 c=0.1539166
Table Zn213
Type Conc. [mg/L]  Abs. SD RSD/% Abs. Recal. Rem.
Cal-Zero1 0 0.00925 0.00005 0.5
Cal-Std1 0.1 0.10121 0.00063 0.6
Cal-Std2 0.25 0.22330 0.00337 1.5
Cal-Std3 0.5 0.39289 0.00245 0.6
Cal-Std4 1 0.68218 0.00283 0.4
Cal-Std5 2.5 1.1459 0.01343 1.2
Cal-Std6 5 1.6169 0.00326 0.2

ASpect CS 1.5.6.0 Analytik Jena
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Operator:  Magovedov K.E.
Cal-Std7 7.9 1.9622 0.01082 0.6
Cal-Std8 10 2.2879 0.00692 0.3

Calibration data: Cd228

Date:

R?*(adj.): 0.996101349 Slope:0.42183 Abs./mg/L Char.conc.:0.01034 mg/L/1%A

Method SD: 0.18681 mg/L

y=(a+bx)/((1+cx) a=0.0468128 b=0.4280086 c=0.1319489

27.05.2014 12:20

Table Cd228
Type Conc. [mg/L]  Abs. SD RSD/% Abs. Recal. Rem.
Cal-Zero1 0 0.00006 0.00057 914.1
Cal-Std1 0.1 0.06001 0.00088 1.5
Cal-Std2 0.25 0.14166 0.00028 0.2
Cal-Std3 0.5 0.26708 0.00231 0.9
Cal-Std4 1 0.46757 0.00380 0.8
Cal-Std5 2.5 0.88712 0.00273 0.3
Cal-Std6 5 1.2895 0.00336 0.3
Cal-Std7 7.5 1.6108 0.00504 0.3
Cal-Std8 10 1.8829 0.00756 0.4
Calibration data: Ni232 Date: 27.05.2014 12:20
R?*(adj.): 0.999731256 Slope:0.15472 Abs./mg/L Char.conc.:0.02818 mg/L/1%A
Method SD: 0.04948 mg/L
y=(a+bx)/((1+cx) a=0.0016646 b=0.1548282 c=0.0639236
Table Ni232
Type Conc. [mg/L]  Abs. SD RSD/% Abs. Recal. Rem.
Cal-Zero1 0 0.00012 0.00010 90.3
Cal-Std1 0.1 0.01585 0.00022 1.4
Cal-Std2 0.25 0.03911 0.00030 0.8
Cal-Std3 0.5 0.07478 0.00025 0.3
Cal-Std4 1 0.14719 0.00040 0.3
Cal-Std5 2.5 0.34422 0.00084 0.2
Cal-Std6 5 0.58834 0.00549 0.9
Cal-Std7 7.5 0.77768 0.00603 0.8
Cal-Stds8 10 0.94947 0.00171 0.2
Calibration data: Co240 Date: 27.05.2014 12:20
R*(adj.): 0.999773170 Slope:0.21813 Abs./mg/L Char.conc.:0.01999 mg/L/1%A
Method SD: 0.04503 mg/L
y=(a+bx)/((1+cx) a=-.0038384 b=0.2178219 ¢=0.0809250
Table Co240
Type Conc. [mg/L]  Abs. SD RSD/% Abs. Recal. Rem.
Cal-Zero1 0 -0.00021 0.00035 165.1
Cal-Std1 0.1 0.02074 0.00018 0.9

ASpect CS 1.5.6.0

Analytik Jena
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Operator:  Magovedov K.E.

Cal-Std2 0.25 0.05121 0.00006 0.1

Cal-Std3 0.5 0.09850 0.00036 0.4

Cal-Std4 1 0.19324 0.00073 0.4

Cal-Std5 2.5 0.44567 0.00236 0.5

Cal-Std6 5 0.76966 0.00469 0.6

Cal-Std7 7.5 1.0258 0.00298 0.3

Cal-Std8 10 1.1962 0.00277 0.2

Calibration data: Mn279 Date: 27.05.2014 12:20
R?(adj.): 0.998731755 Slope:0.09895 Abs./mg/L Char.conc.:0.04406 mg/L/1%A
Method SD: 0.11099 mg/L
y=(a+bx)/((1+cx) a=-.0009637 b=0.0989213 ¢=0.0341734

Table Mn279

Type Conc. [mg/L]  Abs. SD RSD/% Abs. Recal. Rem.

Cal-Zero1 0 0.00031 0.00023 74.2

Cal-Std1 0.1 0.00984 0.00013 1.3

Cal-Std2 0.25 0.02476 0.00073 3.0

Cal-Std3 0.5 0.05023 0.00114 2.3

Cal-Std4 1 0.09079 0.00044 0.5

Cal-Std5 2.5 0.21529 0.00140 0.6

Cal-Std6 5 0.43811 0.00609 1.4

Cal-Std7 7.5 0.58229 0.01129 1.9

Cal-Std8 10 0.73714 0.00859 1.2

Calibration data: Pb283 Date: 27.05.2014 12:20

R?(adj.): 0.999690942 Slope:0.03983 Abs./mg/L Char.conc.:0.10946 mg/L/1%A

Method SD: 0.06001 mg/L

y=a+bx a=0.0014931 b=0.0398331

Table Pb283

Type Conc. [mg/L]  Abs. SD RSD/% Abs. Recal. Rem.
Cal-Zero1 0 0.00075 0.00023 30.8

Cal-Std1 0.1 0.00437 0.00029 6.7

Cal-Std2 0.25 0.01048 0.00026 2.5

Cal-Std3 0.5 0.02102 0.00049 2.3

Cal-Std4 1 0.04168 0.00005 0.1

Cal-Std5 2.5 0.10641 0.00036 0.3

Cal-Std6 5 0.19791 0.00211 1.1

Cal-Std7 75 0.30106 0.00095 0.3

Cal-Std8 10 0.39927 0.00208 0.5

Calibration data: Cu324 Date: 27.05.2014 12:20

R?*(adj.): 0.999937115 Slope:0.34740 Abs./mg/L Char.conc.:0.01255 mg/L/1%A

Method SD: 0.02412 mg/L
y=(a+bx)/((1+cx) a=0.0014464 b=0.3474747 c=0.0539524

ASpect CS 1.5.6.0

Analytik Jena
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Table Cu324

Type Conc. [mg/L]  Abs. SD RSD/% Abs. Recal. Rem.
Cal-Zero1 0 0.00091 0.00021 22.8
Cal-Std1 0.1 0.03645 0.00011 0.3
Cal-Std2 0.25 0.08752 0.00039 0.4
Cal-Std3 0.5 0.17031 0.00082 0.5
Cal-Std4 1 0.32585 0.00118 0.4
Cal-Std5 2.5 0.77753 0.00259 0.3
Cal-Std6 5 1.3607 0.00574 0.4
Cal-Std7 7.5 1.8598 0.00528 0.3
Cal-Std8 10 2.2575 0.00800 0.4
Finished: 27.05.2014 12:20

ASpect CS 1.5.6.0

Analytik Jena
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Operator:  Magovedov K.E.
Method Parameters  Technique: Flame
Name: ZnCdNiCoMnPbCuVERSIVersion: 9
Created: 21.05.2014 13:15 By operator: Magovedov K.E.
Comment:

with 0.2% Cs & La

Lines
Line Type Elem. Wavel.[nm] Read time[s] Spectra Group Order
Zn213 Abs Zn 213.8570 5 68 1 1
Cd228 Abs Cd 228.8018 5 68 1 2
Ni232 Abs Ni 232.0030 5 68 1 3
Co240 Abs Co 240.7254 5 68 1 4
Mn279 Abs Mn 279.4817 5 68 1 6
Pb283 Abs Pb 283.3060 5 68 1 7
Cu324 Abs Cu 324.7540 5 68 1 8
Flame Parameters
Type: C2H2-air Ox. control: off
Burner type: 50 mm Burner angle: 0 deg Nebulizer rate: 0 mL/min
Line C2H2-air[L/h] Burner height[mm]
Zn213 50 6
Cd228 50 6
Ni232 55 6
Co240 50 6
Mn279 80 6
Pb283 65 6
Cu324 50 6
Sample Transport
Delay time: 7s Autosampler:  No
Injection switch: No

Wash: Between samples Wash time: 7s
Evaluation
Line Int. mode BGC mode Spectr.range Eval Pixels  BGC fit Perm. Struct.
Zn213 Mean with reference 200 3 dynam. off
Cd228 Mean with reference 200 7 dynam. off
Ni232 Mean with reference 200 £ dynam. off
Co240 Mean with reference 200 'f dynam. off
Mn279 Mean with reference 200 7 dynam. off
Pb283 Mean with reference 200 7 dynam. off
Cu324 Mean with reference 200 7 dynam. off
Calibration
Mode: Standard calibration Std. prep.: manually
Amount: 20 mL
Calibration Curve Parameters
Line Calib. func. Intercept Weighting Check Unit
Zn213 automatically calculate none none mg/L
Cd228 automatically calculate none none mg/L

Ni232 automatically calculate none none mg/L

ASpect CS 1.5.6.0

Analytik Jena
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Co0240 automatically calculate none none mg/L

Mn279 automatically calculate none none mg/L

Pb283 automatically calculate none none mg/L

Cu324 automatically calculate none none mg/L

Calibration Table

No.Type Pos %(Stock No., Rec Zn[mg/L] Cd[mg/L] Nifmg/L] Co[mg/L] Mn[mg/L] Pb[mg/L] Cu[mg/L]
1 Cal-Zero 0 0(0) REC O 0 0 0 0 0 0
2 Cal-Std 0 0(1) - 0.1 0.1 0.1 0.1 0.1 0.1 0.1
3 Cal-Std 0 0(1) - 0.25 0.25 0.25 0.25 0.25 0.25 0.25
4 Cal-Std 0 0(1) - 0.5 0.5 0.5 0.5 0.5 0.5 0.5
5 Cal-Std 0 0(1) REC 1 1 1 1 1 1 1

6 Cal-Std 0 0(1) - 2.5 2.5 2.5 2.5 2.5 2.5 2.5
7 Cal-Std 0 0(1) - 5 5 5 5 5 5 5
8 Cal-Std 0 0(1) - 7.5 7.5 {5 75 7.5 7.5 7.5
9 Cal-Std 0 0(1) - 10 10 10 10 10 10 10
Statistics Parameters

Statistics:: Mean stat. Cl calc..: absolute Confidence level: 95.4%
Repl./sample: 2 Repl./calib.sample: 2 Repl./QC sample: 1

Pre-runs: 0 Grubbs test: off

QCS Parameters

No entries exist

QCC Parameters

RSD/RR% check:  no react. Calib. check:  no react. Recal. check: no react.

Finished: 27.05.2014 12:21

ASpect CS 1.5.6.0

Analytik Jena



