D ~ ~ v

Tom 18, Ne 2 (2014)

Conep:xanne

METO/IbI 1 TIPUBOPHI AHAJTUTUYECKOM XUMHUHN U AHAJTUTUYECKOI'O KOHTPOJIA

3KCMPECCHAA OLUEHKA M ONTUMU3ALMA NPEAE/IA OBHAPYXKEHWA B 3/IEKTPOTEPMUYECKOW ATOMHO-

ABCOPELINOHHOW CNEKTPOMETPUN

A. O. Dyakov, B. V. L'vov, E. V. Novikov

PA3PABOTKA METOANKN NCN-ASC OMNPEAENTIEHNA BO/IbdPAMA B ®EPPOBOJIb®PAME C
NCNnoJ1ib30BAHMEM TEPMOANHAMMWYECKOIO MOAE/TMPOBAHNA

A. V. Mayorova, N. V. Pechishcheva, K. Yu. Shunyaev, A. V. Bunakov

YCTPAHEHME MATPUYHbIX HECIMEKTPAJIbHbIX MOMEX NMPU 3TIEMEHTHOM AHAJIM3E BUONNOIMYECKKUX
¥MOKOCTEN HA KBAAPYNO/IbHOM MACC-CNEKTPOMETPE C MUHAYKTUBHO CBA3AHHOW NN1A3MON

K. B. Ossipov, I. F. Seregina, M. A. Bolshov

KOMIMbKOTEPHOE MOAE/TMPOBAHUE SKCNEPUMEHTOB MO ®U3NYECKOMY MOAE/IMPOBAHUIO
MHOTO®A3HbIX CUCTEM B AMNMAPATAX PAOUMOXUMMUYECKOIO NMPOMU3BOACTBA

M. R. Khusainov, E. A. Parfentiev

OB AHOMA/IbHOW TEMMNEPATYPHOW 3ABUCUMOCTU FA3OXPOMATOIPAGUYECKUX MHAEKCOB
YOEPXWBAHMA NONAPHBLIX COEANUHEHNN HA HENONIAPHbIX ®A3AX

Igor G. Zenkevich, Alexander A. Pavlovskii

PA3OE/NEHNE SHAHTUOMEPOB MEHTOJIA, KAM®EHA N KAM®OPbI HA 5-TMAPOKCU-6-METUNTYPAUWUIIE B
YC/TOBMAX FTA30BON XPOMATOIPA®UN

V. Yu. Gus’kov, Yu. Yu. Gainullina, F. Kh. Kudasheva

XPOMATOIPA®UYECKAA UOEHTUOUNKALMA HEKOTOPBIX MPOU3BOAHbBIX ®PEHUTITUIAMUHA

S. V. Nekhoroshev, E. S. Moiseeva, S. Sharko, O. |I. Moiseeva

CMEKTPO®OTOMETPMUYECKOE OMNPEAETEHME NOHOB AMMOHMA B BETOHHbIX CMECAX M BETOHAX

I. I. Timofeeva, I. I. Khubaibullin, A. V. Bulatov, A. L. Moskvin

BOJIbTAMIMEPOMETPUYECKMN SNEKTPOHHbIN A3bIK C MPOTOYHbIM TPYBYATBIM 3/IEKTPOAOM ANA
NMOEHTUOUKALNN CMUPTOCOAEPKALLMX PACTBOPOB

D. M. Bikmeeyv, A. V. Sidel’nikov, F. Kh. Kudasheva, V. N. Maistrenko

D ~ ~ v

130-135

136-149

150-163

164-171

171-178

178-181

182-187

188-196

197-203


http://journals.urfu.ru/index.php/analitika/article/view/961
http://journals.urfu.ru/index.php/analitika/article/view/961
http://journals.urfu.ru/index.php/analitika/article/view/962
http://journals.urfu.ru/index.php/analitika/article/view/962
http://journals.urfu.ru/index.php/analitika/article/view/964
http://journals.urfu.ru/index.php/analitika/article/view/964
http://journals.urfu.ru/index.php/analitika/article/view/963
http://journals.urfu.ru/index.php/analitika/article/view/963
http://journals.urfu.ru/index.php/analitika/article/view/965
http://journals.urfu.ru/index.php/analitika/article/view/965
http://journals.urfu.ru/index.php/analitika/article/view/966
http://journals.urfu.ru/index.php/analitika/article/view/966
http://journals.urfu.ru/index.php/analitika/article/view/967
http://journals.urfu.ru/index.php/analitika/article/view/968
http://journals.urfu.ru/index.php/analitika/article/view/969
http://journals.urfu.ru/index.php/analitika/article/view/969
http://rucont.ru/efd/296054
http://rucont.ru/efd/296054
http://rucont.ru/efd/296054
http://rucont.ru/efd/296054

AHanumuka u KOHMPOIJlb.

D v v v

2014. T 18. Ne 2.

YK 543.421

OKCIMNPECCHAA OLEHKA U ONTUMU3ALUUA NMPEOENA
OBHAPYXEHUSA B SNIEKTPOTEPMUYECKON ATOMHO-
ABCOPBLIMOHHOWN CNEKTPOMETPUU

A.O. ]Jbsikoe, b.B. JIbeos, E.B. Hosukoe

Cankm-lemepbypackuli 2ocydapcmeeHHbIU noumexHu4eckul yHugepcumem
Poccutickas ®edepayus, 195251, CaHkm-lNemepbype, yn. lNonumexHuyeckas, 29
analytik-jena@mail.ru

Moctynuna B pegakumio 7 anpensa 2014 r,
nocne ucnpasnexus - 19 masa 2014 .

JkcneprvMeHTanbHO n3yveHa yHKLMOHanbHasi 3aBUCMMOCTb POTOMETPUYECKOM NOrPeLLIHOCTH
aToMHo-abcopOumoHHoro cnekTpoMeTpa ZEEnit-650 goupMbl Analytik Jena ¢ rpacdouToBEIM aTOMKU3ATO-
POM OT HanpsXeHWs Ha POTOYMHOXMTENE BO BCeM paboveM ananasoHe 3HadeHun. OHa ncnonb30-
BaHa 4119 NIPOBEPKN KOPPEKTHOCTM BbICTPOro, nonyamnmpuyeckoro cnocoba oueHkm npegena obHa-
PY>XEHUS1 UHTErpanbHON aTOMHOWN abcopOLMOHHOCTU, NPEANOXEHHOTO aBTopamu paHee. NokasaHo,
YTO Takasi 3aBMCUMOCTb, HanAeHHas 4ns ogHoro npnbopa, okasanack NPMeMIEMON A11s BCEN Cepum
npubopos ZEEnit. NpeanoxeHHbIN Noagxo4 NpyMeHUM TakKe K CrekTpomMeTpam Apyrnx mapok. Mpea-
BapuTENbHO CHATas hyHKLMOHaIbHas 3aBUCMMOCTb (POTOMETPUYECKON MOrPELLHOCTU YYUTLIBAET NX
KOHCTPYKTUBHbIE OCOBEHHOCTK, a OCTanbHbIe NapameTpbl, Takne Kak Bpems 3aHyrNeHUst 1 UHTErpmpo-
BaHUS, aMMnMTY4HOE N MHTErpanbHOe 3Ha4YeHUs HeCenekTMBHOM abCcopPOLMOHHOCTM HETPYAHO onpe-
OENUTb B XO4€ OOHOro-TpeX U3MepeHuin aHanMTUYeCcKoro curHana. AToro 4oCTaTouHO ANs pacyeTa
1 ONTYMMW3aLIMMN KOHLIEHTPaLMOHHOIO 1 MacCOBOr0 NpeaenoB 0OHapPYXEeHNSI XMMUYECKMX ANIEMEHTOB.

Knroqesnle crioea: aToMHO-abCcopObLMOHHAsA CNEKTPOMETPUS C ANEKTPOTEPMUYECKON aTOMU-
3auuen, npeaen obHapyeHus, PoToOMeTpUIECKasi MOrpPeELLHOCTb.

ObsakoB Anekcent OneroBuy — acnupaHT CaHkT-leTepOyprckoro rocygapcTBeHHOro no-

JNINTeXHUn4eCKoro yHmeepcureTa.

lNbBoB Bopuc BnagummpoBuy — gokTop (hP1M3nkKo-mMaTemMaTMyeCKUxX Hayk, npocdpeccop
CaHkT-leTepOyprckoro rocyaapcTBeHHOro NONIMTEXHUYECKOro yHMBEPCUTETA.

HoBukoB EBreHun BacunbeBu4 - KaHAMAAT TEXHUYECKUX HayK, AoueHT CaHKT-
MeTepO6yprckoro rocyaapcTBEHHOro NONIUTEXHUYECKOro YyHUBepcuUTeTa.

BBepeHune

ATOMHO-abcopOUMOHHAsA CNEKTPOMETPUS C dMek-
TpoTepmMumyeckon atommusaumen (ATAAC) nossonser
JocTuratb HU3KMX npegenoB obHapyxeHus (MO) xu-
MUYeckux anemeHToB. ObbivHO MO cTaHoBUTCHA 06BL-
€KTOM MWHMMU3aumMmn B npouecce pa3paboTkm MeTo-
avkun aHanmaa. Ouenka O, pekomengoBaHHas IUPAC
[1], BeCbMma TpygoeMmka, Tak kak TpebyeT npoBeaeHUs
OBaLaTti NOBTOPHbIX U3MEPEHUIA Manoro curHana
aTomHon abcopbumn. Mpu yyeTe BAUAHNUS MaTpuULbl
Heo6xo04MMO JOMNOMHUTENBHO MCMNONb30BaTh COOTBET-
CTByHOLLME 0OpasLibl C MI3BECTHOM KOHLUEHTpaumen. ns
aHanuTrKa BaXkHO MMeTb cnocob Gonee onepaTnBHOM
oueHku N0, koTopbIn Bbl NO3BONUN €LLe U BLICTPO on-
TUMN3MPOBATbL YCMNOBUS U3MEPEHUS.

MO MoXxeT ObITb HaAEH NO OTHOLLIEHMIO curHan/
wym [2, 3]. OgHaKko AaHHbIM 0BLWNIA METOA, HE YYNUTbI-
BaeT koHKpeTHble ocobeHHocTn OTAAC. B paboTtax
[4, 5] ¢ ucnonb3oBaHnem cnektpomeTpa Model 5000
Zeeman (Perkin-Elmer, CLLA) nccneposanu 3asucu-
mocTb 1O paga anemMeHTOB OT criegyroLmx napame-
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TPOB: BPEMEHW 3aHYINEHUS], BDEMEHMW NHTETPUPOBaHUS,
YPOBHS HECENEKTUBHOIO NOrMoLLEeHMs, YacTOTbl MOAY-
NSAUUN N3NYyYeHUs, 1 BbINn NOKa3aHbl BOSMOXHOCTYW On-
TUMK3aLIMK YCIIOBUIA U3MEPEHNS Ha CIIEA0BOM YPOBHE
KOHUeHTpauwuii. [No3gHee B paboTe [6] Obln NpeanoxeH
OpUrMHanbHbIV cnocob BeicTpon (BykBansHO NO OAHO-
MY aHanUTUYECKOMY CUTHasYy) OLEHKN KOHUEHTpauu-
OHHOro 1 maccoBoro MO XMMUYeckoro anemMeHTa ans
cnekTpomeTpoB pmpmbl Perkin-Elmer ¢ hOTOyMHOXUTE-
nem B KayecTBe AeTekTopa. PacxoxaeHne Takom OLeH-
kn MO ¢ TpaguumnoHHon He npesbiwano 30 %. KoHuer-
TpauuoHHbIn 0O BeluMcnANCca no popmyne

CL = —=2—3AQ, A)

T 0.0044V

roe m, — xapaktepucTuyeckas macca afiemeHTa, 1V —
ob6bem [103MPOBKM pacTBopa B atomusatop, a AQ, —
MOrpPeLUHOCTb U3MEPEHNSI UHTErPaNbHOW aTOMHOW ab-
CopOLMOHHOCTY B OTCYTCTBME NPobbl B aTomu3artope,
TO €CTb Npu X0NocToM npoxure nevn. Maccoeein MO
Haxo4uIcs No COOTHOLLEHNIO
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rae m —macca onpefensiemMoro afieMeHTa B o3unpye-
Mow Npobe, co3patoLlast MHTerpanbHy aTOMHYH ab-
copbumoHHocTb Q,. KoadhduumeHT 3 B 06enx dhopmy-
naxobin Bbl6paH B CBA3M C UCMNOJTb30BaHUEM KpUTEPUA
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Ans pacyeta AQ, HeO6X0AMMO yKasaTb YacTo-
Ty fpernctpaum abCcopOLMOHHOCTH, NPUCYLLYIO CNEK-
TPOMETPY, 3a4aHHble aHanMTUKOM BpeMs 3aHyneHus
(baseline offset compensation) ¢, , BpeMa UHTErpupo-
BaHnst abCOPOLMOHHOCTM £, @ TaKkxe aMnnnuTyaHoe
A,, v MHTerpanbHoe ng 3HaYeHNs HeCcenekTUBHOro
(background) nornoweHns1, Nony4YeHHbIe NpU aToOMU-
3aumm npobbl. KnoyeBbiM MOMEHTOM B NMPYMEHEHUN
dopmynebl (3) ABNseTCA NonyvYeHne nHpopmauum o
MOrpeLUHOCTM U3MEPEHNSI aMMNIUTYLHOW aTOMHOW ab-
copbumoHHOCTU A4 . NPU MUHUMAnNbLHOM YpoBHE ab-
COPOBUMOHHOCTH, TO €CTb B XONOCTOM MPOXUTe neyn.
OTa norpeLHocTb, HazBaHHas B [6] hoToMeTpuyeckom
MOrpeLIHOCTbI0, 3aBUCUT OT CTabUNBHOCTU U UHTEH-
CMBHOCTU CMEKTpanbHOW Namnbl, @ Takxe oT AuHamu-
YecKoro guanasoHa OTONpPUEMHMKA U LLYMOB 3NeK-
TPOHHOTO TpakTa.
Mpwn HacTpolke Ntoboro aToMHo-abcopOLMOH-
HOro CNeKTPOMETPA MOCrie BKITKYEHMS 1 NporpeBa
crneKkTpanbHONM NamMnbl NPON3BOANTCS YCTAHOBKA Ha-
npsbxeHns U Ha poToyMHOXMTENE Tak, 4Tobbl poTo-
TOK Okasarncs B paboyem ananasoHe 3neKTPOHHO-
ro Tpakta crnektpometpa. B cnektpomeTpax doupmbl
Perkin-Elmer aT0T grMana3oH xapaktepuayeTcs B OT-
HOCUTENbHbIX eanHuLax aHeprum E, npuHumatoLemn
3Ha4veHusa ot 0 oo 100. OHa cBsA3aHa C HanpsPKeHNeM
Ha boToyMHOXUTENe coopmynon E =100 — 0.1U. ABTO-
pbl [6] IATUKPATHO CYMUTLIBAIM NOTOYEYHO C YacTOTON
CHATUS OTCHETOB f= 54 [ LLyMOBY0 JOPOXKY CUrHana
aTOMHOW abcopOLMOHHOCTM AN pa3HbIX 3Ha4YeHU E n
BblMMCIANN A4 . Kak CTaHOAAPTHOE OTKIOHEHWe 3Tow
abcopbunmoHHocTU. OHM yCTaHOBUNK, YTO AMS Chek-
TpomeTpa Perkin-Elmer Model 4100ZL, Haxoadwerocs B
nx nabopartopum, 3aBUCMMOCTb A4 . OT E HenunHeiHa,
n B paboyem uHtepeane aHeprui ot 40 go 70 eanHuy,
ONS Hee NMpuemMnemMa cnegyowas annpokcumaums:

=B

AA_;, = (0.19 4+ 0.01) X 10Gesz0s).  (4)

Takum obpasom, B 31Ol paboTe Gbin Nony4veH
KItO4EBOW NapaMeTp AN NocneayoLero Ncnonb3o-
BaHWs cooTHoLLeHMs (3) npu akcnpeccHou oueHke MO
Ha faHHOM nNpubope, HO C OrOBOPKOM, YTO BO3MOXHOE
BNMsIHWE aToMM3aTopa npu TemnepaTypax Harpesa
Bbiwe 1000 °C B (4) He yunTbiBaETCA.

B npuHumne, Takon NoAX04 MOXHO MPUMEHUTL U
ANsi CNeKTPOMEeTpOoB Apyrnx npoussogutenen. OgHako
PYTMHHOE MporpamMmmHoe obecrneyeHne COBPEMEHHbIX
KOMMEpPYECKMX MPpMOOPOB HE NMO3BOMSET NOTOYEYHO

min

C 4acToTOM MOAYNALMUN N3NYYEHUS [ CUNTbIBATD LUY-
MOBYIO JOPOXKY abCOPOLMOHHOCTY U BbIMUCAATD €€
CTaHOapTHoe OTKIOoHeHne. Kpome 3Toro, B HEKOTOPbIX
npmubopax nNpu HacTPOMKe BbIBOAMTCHA HE napameTp
E, a HenocpeACTBEHHO HanpsixeHue U, nogaBaemoe
Ha PoTOyMHOXMUTENb. B-TpeTbunx, npumeHsoTca ¢o-
TOYMHOXUTENW pasHbIX Mapok. M, HaKoHel, He ACHO,
HACKOIbKO 3aBUCUMOCTb A4 . OT U BOCNIPOVN3BOAUTCA
npv nepexoge oT npubopa k npndopy, XoTa Obl 04HON
cepun. B cnyyae ee xopoluen BOCNPON3BOAUMOCTH
dopmynbl (1) - (3) MOXHO 6bINO Bbl BBECTU B TEXHU-
YeCKyH AOKYMEHTALMIO M MporpamMmmMHoe obecneveHme
K CNEKTPOMETPaM, U TEM CaMbIM MOBLICUTb YA0O6CTBO
ans nonb3oBaTtenen npu ouenke 0.

MoaTomy Lienbo faHHOW paboThl ABNSieTCA ycTa-
HOBIeHWe OYHKLMOHAaNbHOW CBA3M (DOTOMETPUYECKON
NOrpeLUHOCTN C HanpsXXeHnemM Ha POTOYMHOXHUTENEe
1 uccnegoBaHne BOCMPOU3BOAMMOCTM 3TON 3aBUCK-
MOCTM OJ151 aTOMHO-abCOopOLMOHHBIX CNEKTPOMETPOB
COBpPEeMEHHOI OCTaTOUHO nonynspHon cepun ZEEnit
dupMbl Analytik Jena (TepmaHus).

JKcnepuMeHTanbHas 4YacTb

Mapku nccrnefoBaHHbIX HAMU CNEKTPOMETPOB
C KOPPEKTOPOM (hoHa Ha ocHoBe addekTa 3eemaHa
1 rpacdhnTOBOW NeYbio NonepeyHoro Harpeea Tuna “Z”
(6e3 nnatdopmbl) BeinyLeHbl B nepnog 2008 — 2012
rr. Tak >ke 6bInn NnpoBeaeHbl N3MepeHns AN OJHOro
cnektpomeTpa novAA-400P ¢ gentepneBbiM KOpPpPEK-
TOPOM HECENEKTUBHOIO NOrMOLLEHMS C rpaddUTOBON Me-
Ybto nonepeyHoro Harpesa ¢ NMH-nnatdopmont. OHn
W napameTpbl UX HACTPOMKN NpeacTaBrneHbl B NEPBbIX
naTu ctonbuax Tabnuubl. Bo Bcex cnekTpomeTpax
(No AaHHbBIM Npon3BoAUTENS) ycTaHaBnmeanucb Y
mozenu R 928 (Hamamatsu, AnoHus). [lns BCex wecTtu
cnekTpomeTpos f = 100 Ii. ismepeHuns anga cnekTpo-
MeTpoB cepun ZEEnit NpoBOANNN NPW HAMPSXKEHHOCTH
MarHuTHoro nons koppektopa 0.8 T, onsa cnekTpome-
Tpa cepumn novAA — ¢ genTepmeBbIM KOPPEKTOPOM He-
CENEeKTMBHOrO nornoLeHus. B kayectse npob ncnonb-
30Banuv JENOHU30BAHHY0 BOAY, MUHEpanu3aThl KpOBU
n nuweBon gobaekn. Temnepartypa Ha cTagum atoMu-
3auuMmM BO BCeX aKcrnepumeHTax cocTtaensna 1000 °C.
Takas HM3Kas TemnepaTypa BbibpaHa Ans Toro, YTo-
Obl UCKITIOYNTB NOSIBNEHME CUrHana aToMHo abcopob-
LN 1 LUYMOB OT CBEYEHUS NeYM, HO B TO XXE BpPEMS
co34aTh CyLLECTBEHHYH HECENEKTUBHYK abcopbuun-
OHHOCTb OT MUHepanusatoB. CnekTpanbHble NUHUA
UCnycKanucb COOTBETCTBYOLLMMU OOHOSNEMEHTHbI-
MU namnamu ¢ nosbiM KaTtogoM Npou3BoAcTBa KOM-
naHum Analytik Jena (fepmaHuns).

YcTtaHoBneHue yHKLMOHaNbHOM 3aBUCUMOCTH
AA_ . ot UnpoBoaunu Ha cnektpomeTpe ZEEnit-650P.
[na aToro ncnonb3osanu fiamnbl € NOMbIM KaTo4oM
Ha Ag, Cu, V, Zn 1 Se, AatoLLme aHanmTuyecKkne nmHum
Kak B ynbTpachmoneToBon, Tak 1 B BUAMMOMN obnacTtsax
cnekTpa. TeM caMmblM OXBaTUIIM JOCTATOYHO LUMPOKUIA
creKTparnbHbI Anana3oH, TUMUYHLIN NPY NPOBEAEHUN
n3MepeHuni B rpacpmutoBon nevn. [ns nsMeHeHnst nH-
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