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[aH 0630p COBpPEMEHHOT0 pblHKa aBTOMATUYECKUX 3NEMEHTHbIX aHanM3aTopoB, LUMPOKO NPUMEHsIe-
MbIX 41151 KOHTPOMS COAepPXXaHus yrnepoaa, BoAopoaa, a3oTa, cepbl, KUCNOpoaa U rarioreHoB — OCHOBHbIX
3MEMEHTOB, BXOASLLMX B COCTaB OPraHNYeCcKkmx CoeauHeHn 1 onpeaensiowmnx ux cBoncTea. Paccmotpe-
Hbl NPUHLIMN ENCTBUA U BapuaHThbl YCTPONCTBa OCHOBHbIX 6riokoB CHNS/O/X-aHann3aTopoB: 61oka BBO-
Aa obpasLoB, peakTopHoro 6mnoka, 6noka pasgeneHvs NPOAYKTOB CXXUraHns 1 Brioka JeTeKTUPOBaHus.
OTmeyeHbl nocneaHne paspaboTkn GUpPM-Npon3BOAMTENEN ANEMEHTHBIX aHANN3aTOPOB, HaMNpaBIEHHbIE
Ha ONTMMM3aLmio OTAENbHbIX CTaAWUN ANEMEHTHOro aHanm3a: NpUMeHeHne TEXHONOMMM CABOEHHOW NeYu,
CXUraHue B Tpybkax ¢ yCTOMYMBBLIM K BbICOKMM TeMMepaTypam KepamMmnyecknuM NokpbiTUeM, MpUMeHeHue
AaTyvKa nnamMeHun Ans KOHTPOSs 3a MPOLECCOM CXUraHus, NHXEKLMSA KUCIOPOoAa NoA AaBlieHMEM ANns
obecneveHnst aPPEKTUBHOIO CHUraHNSA CaMblX CIIOXKHbIX MaTpuL, NPYMEHEHNE CUCTEM pa3feneHuns ¢
MCMONb30BaHMEM YXXe CTaBLUEro KNIacCMYeCcKMM BapuaHTa rasoBoi xpomaTtorpadgum unm Mmetoga Temne-
paTypHO-NporpamMmmmnpyemon 4ecopouum, NpMMeHeHne pasnnyHbliX CUCTeM AeTekTupoBaHus. [Npeacras-
NeHbl AaHHble 0 Hanbornee BaXHbIX TEXHUYECKMX Y aHaNMTUYECKMX XapaKTepPUCTMKax aHanM3aTopoB Ta-
knx doupm, kak Analytik Jena (fepmanus), Elementar Analysensysteme GmbH (Ffepmatus), Thermo Fisher
Scientific (CLLUA), PerkinElmer (CLLUA), LECO (CLUA), EuroVector (MTanus), CE Instruments (UTanus), Exeter
Analytical (BenukobpuTtaHus): Yucno BBOAUMBIX NPOO, YMCIO U KOHCTPYKLUMSI peakTopa, UCMoSb3yeMbli
ras-HocuTenb, cnocob pasfaeneHns 1 AeTeKTMPOBaHNA MPOAYKTOB CropaHuns, TMN n macca obpasua, onpe-
[ensieMble 3N1eMeHTbl M AManasoHbl UX KOHLEHTpauui, ANUTENbHOCTb aHanuaa.

Knroyeenie criosa: arieMeHTHbIV aHanu3, aHanusartop, KancynmpoBaHue, CXuraHue, peakTop, ae-
TEKTOp, kannbposka.
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A review of the modern market for the automatic element analyzers widely used to control carbon,
hydrogen, nitrogen, sulfur, oxygen and halogens, all of which are the main elements making up the organic
compounds content and determining their properties, is presented. The operation principles and device
variants of the main blocks of CHNS/O/X analyzers are considered including the sample introduction unit,
the reactor unit, the combustion products separation unit and the detection unit. The latest developments of
element analyzer manufacturers directed to optimize the individual stages of elemental analysis namely the
application of double furnace technology, the incineration in tubes with a high temperature resistant ceramic
coating, the application of a flame sensor for monitoring the combustion process, the injection of oxygen
under pressure to ensure the efficient combustion of the most complex matrices, the use of separation
systems such as already-established classical version of the gas chromatography or the temperature-
programming desorption methods as well as the other detection systems are reviewed. The data on the
most important technical and analytical characteristics of the analyzers such as Analytik Jena (Germany),
Elementar Analysensysteme GmbH (Germany), Thermo Fisher Scientific (USA), PerkinElmer (USA), LECO
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(USA), EuroVector (ltaly), CE Instruments (ltaly ), Exeter Analytical (UK) are presented along with the data
on the number of injected samples, the number and the design of the reactors, the carrier gases used, the
methods of the separation and detection of combustion products, the types and the masses of the samples,
the elements and ranges of the determined concentrations, and the duration of the analyses.

Keywords: elemental analysis, analyzer, encapsulation, combustion, reactor, detector, calibration

BBEAEHUE

Yrnepog, Bogopog, a3oT, cepa, KUCNopoz 1 ranore-
Hbl OTHOCSITCS! K YNCITy OCHOBHbIX 311IEMEHTOB, BXOASALLIMX
B COCTaB OPraHNYecKnMX COeaMHEHNI 1 onpeaensitoLLmx
nx ceowictea. OHM MOryT GbITb ONpefeneHbl Knaccuye-
CKMMU XMMUYECKMI METOZaMM, 06eCNeYnBatoLLIMMM Bbl-
COKyH TOYHOCTb. OfHako, BBMAY TPYAOEMKOCTM U ANN-
TENbHOCTM M Ha CMeHY NPULLN aBTOMaTU3MPOBaHHbIe
YCTPOWCTBA, TPeOYOLLME MAHUMATBHOTO BMELLATENbCTBA
onepaTtopa v No3BonstoLLMe NPOBOANTL aHANM3 BCErO
3a HECKOJBbKO MUHYT M HE OHOIO (KaK B Cry4ae Xmmu4e-
CKMX METOOB aHanmaa), a cpasy 4-5 anemeHToB B 04-
HOM aHaNMMTUYECKOM LMKIe. A 3NIEMEHTHbIN aHanM3aTop
vario MICRO cube nossonsiet onpefensite 6 3neMeHTOoB:
JOMNONHNTENBbHO K 6a3oBow KomnnekTauumn, obecneym-
BatoLLen ogHoBpeMeHHoe onpeaeneHne CHNS, moxHo
onpegensTb O n Cl. Kpome Toro, aHan1ampoBaTtb MOXHO
pasnuyHble TUMbl MaTpUL,: MONMMeEpPbI, HedhTENPOAYKTHI,
dhapmaLeBTUYECKME NpenapaTbl, OpraHMyeckue NpoayK-
Tbl, YrOfb, CENbCKOXO35INCTBEHHBIE MPOAYKThI, MPOAYKTHI
MUTaHWUA, KOPMa, MOYBbI U T. .

Pab6ota CHNS/O/X aHann3aTtopoB OCHOBaHa Ha
ncnonb3oBaHuKM Knaccuyeckoro metoga [dioma-lNpe-
st — CKUraHMm Npodbl B MPUCYTCTBUM OKUCIIMTENS B
TOKE MHEPTHOTO rasa. CxunraHne MOXeT NPOBOANTLCS
B CTATMYeCKUX (BBeAeHWe 3aaHHoro obbema Kucno-
pona), AMHaMUYecKMX (nogadya NoCTOSAHHOIO NoToKa
KMCIOpoAa B TEYEHWe 3afaHHOro nepuoga Bpeme-
HW) UnNn rMbpuaHbIX ycnosuax. CTaTu4eckuin BapuaHT
NMPUMEHSIOT B aHanu3aTopax C ropmM3oHTarbHbIM pac-
MONOXeHNeM peakTopa, AMHaAMUYECKUIA 1 TMOPUAHBIN
— NPV BEPTMKanbHOM pPacnosioxXeHun peaktopa. Yawe
BCEro B aBTOMaTUYECKMX aHanm3aTopax peannsyeTcs
OVHaMUYeCKnin BapuaHT cxuranus [1-5]. Ina obecne-
YeHUst KOHBEPCUM B peakTop MoryT o6aBnsTbCA kaTa-
nu3atopbl. Ha BeiIxoge 13 peakTopa noryyaroT aHanu-
TH4ecKre (POpMbI dNeMeHTOB: Anokeuna yrnepoaa CO,,
Boay H,O, monekynsapHbiv a3oT N, u anokeuna cepbl SO,.

B nuTtepaType nmeeTcs psg paboT, goctaTou-
HO NoAPOGHO OCBeLLaloLWMX CTAHOBMNEHWNE, OCHOBHbIE
aTanbl pasBUTKS U COCTOSIHME aBTOMAaTMYECKOro ane-
MEHTHOro aHanmsa. 31o padotsl [enbmaHa H.3. ¢ co-
aBTopamu [6, 7], baxxeHosowu J1. H. [8], ®aneeson B.I1.
1 Tuxosou B.[. [9], B kOTOpPbIX, HAPAQY C KNacCU4ecKu-
MU METOLAMU SNIEMEHTHOrO aHanm3a opraHnYeckmnx
COeaunHEHWI, pacCMOTPEHbI NPEANOChIKA CO3aaHus
N OCHOBHbIE NPUHLMMBI PabO0TLl aBTOMaTUYECKNX 3ne-
MEHTHbIX aHann3aTopoB. He MeHee UHTEPECHbI U WH-
hopMaTUBHbI CTaTby, MOCBSLLEHHbBIE OMUCAHMI0 OTAE b-
HbIX CTaAM aBTOMaTUYECKOrO 3NIEMEHTHOIO aHanuaa.
Hanpumep, B ctatbe ®ageesoi B.I. ¢ coasTopamu [10]
npeacTaBneHbl pe3yrbTaThl UCMoNb30BaHus B paboTe
CHNS-aHann3aTopoB pa3nnyHbIX YHMBEPCASbHbIX Ka-
TanUTUYECKNX OKCUOHBLIX KOMMO3uLMiA, obecneynBato-

LLMX MOSTHOE Pa3NOXEHNEe OPraHNYECKNX COEANHEHNI 1
ycneluHoe onpegenenve C, H, n N B BewecTtBax no6oro
3MNEeMEHTHOro cocTaBa M CTPYKTYpbl. Ponn razoBon xpo-
martorpaduv B 3NeMeHTHOM aHanvae nocBsLeHbl pa-
60TbI [11-14, 15]. Npobnembl onpeaeneHns cepbl B op-
raHn4yeckunx coeguHeHusix obeyxagatorcs B 063ope [16].

Cpeav nybnumkaunii 063opHoro xapaktepa [17-19]
0c060 xoTenock Obl BbIAENUTL PaboTy NOMbCKMX yye-
HbIX [19], gocTaTo4YHO NOAPOOHO OCBeLL ALY CTa-
HOBIEHWe, OCHOBHblE 3Tarnbl PasBUTUSA N COCTOSIHNE
aBTOMaTM4ECKOro 3N1IEMEHTHOro aHanusa.

B npennaraemom o63ope Hapsagy ¢ obcyxae-
HMeM 0oOLLMX BONPOCOB 3fIEMEHTHOrO aHanv3a opra-
HWYECKMX COeAUHEHNI NpedCcTaBeHbl HOBblE TEXHUYe-
CKMe peLLleHUs NOCNeaHNX NET NO COBEPLUEHCTBOBAHIO
1 aBTOMaTu3aumm oTaenbHbIX BITIOKOB 3NIEMEHTHbIX
aHanM3aTopoB, NPUBEAEHbl N CUCTEMATU3NPOBAHbI
OCHOBHbI€ TEXHUYECKMNE U aHanMTU4ecKne xapakre-
PUCTUKN aBTOMaTUYECKMNX SNIEMEHTHbIX aHanuaaTo-
POB, BbiMyCKaeMbIX TAKUMWN U3BECTHbIMU hrpMamu,
kak «Elementar Analysensysteme GmbH» (fepmanus),
Thermo Scientific (CLLUA), «CE Instruments» (Utanus),
EuroVector (UTanwus), «Perkin Elmer» (CLUA), LECO
(CLUA), Analytik Jena (Tepmanus), Antek (CLUA), Exeter
Analytical (Benuko6putaHus) [20-33].

1. BSBELLUBAHUE, KANCYJINPOBAHUE
N BBOA NPOBbLI

CoBpeMeHHbIe 3rIEMEHTHbIE aHann3aTopbl pac-
CYUMTaHbl Ha aHanu3 Npob pasnM4YyHOro arperaTtHoro
COCTOSIHWS U pa3nNNyHoOW Npupoabl. ATo MOryT BbiTb
TBepAble, Xnakue, nactoobpasHble, ra3oobpasHbie
006pa3sLbl, a TakXKe CXXUKEHHbIE rasbl.

[nsa B3STUA TOYHOW HABECKU MCMONb3YIOT aHa-
nuTuU4eckue Becbl. Becbl MOryT nogkntoyaTbCs K aHa-
nu3aTopy AN9 aBTOMaTU4YeCKOro 3aHeceHmns Maccbl 06-
pasua B nporpammHoe obecnedexme (MO). Hanpumep,
B KOMMMeKT aHanuaatopos PerkinElmer Bxogat ynpas-
ngemMble MUKpONpoL,eccopom yrbTpammkpoBeckl AD-6
Autobalance, obecneunBatoLve B3BeLLMBaHNE 0Opas-
yoB B gnana3soHe ot 0 go 1000 mr ¢ TouHocTbto o 0,1
MKT, MetoLLMe (PYHKLMIO aBTOKOPPEKLMN AN aBTOMa-
TnYeckoro Bblbopa ananasoHa n obecneunsaroLme
aBTOMaTM4eCKuii BBOA AaHHbIX 0 Bece obpasua B 0.

Pa3mep HaBecky 3aBUCUT OT CTENEHN reTeporeH-
HOCTM NPoBkI 1 ee arperaTtHoro CocTosHMSA. [1ns B3sTns
HaBeCKN He0bXoaMMbI cneLmarnbHble KOHTENHepb!. [ns
TBEPAbIX U XMUOKNX Npob B KAYECTBE KOHTENHEPOB UC-
Nonb3yHT OAHOPA30BbIE NOAOYKN, KAMNCyrbl UIN YaLuu,
N3roTOBMNEHHbIE U3 aNtOMUHNEBON, cepebpsHON Unu
OnoBsIHHOW honbrn TonwmHon He 6onee 0.01 mm. lMNo-
cnegHee 0COBEHHO BaXXHO Mpu paboTe C 0NOBSAHHLIMU
KOHTeNHepamu: B clly4yae HecobrnofgeHns aToro Tpe-
6oBaHMs 0N0BO ByAET YaCTUYHO BO3FOHATLCS U MPOXO0-
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[AUTb Yepes 30Hy [OOKMCIIEHUS, YTO NCKa3WT pe3ynbTaTtbl
aHanu3a. [Ing 1Bepabix 06pasLioB NPMMEHSIOT NPECCOo-
BaHHbIE Kancyrnbl n3 cepebpa v onoBa, AN KULKNX —
rmagKkocTeHHble. Kancynbl 3aneyartbiBaloT C MOMOLLBI0
crneyunanbHbIX YCTPOUCTB. Hanpumep, doupma Exeter
Analytical Inc. paspabotana yctpovictso Capsule Seale,
KOTOpPOE [enaeT XONOAHbIA CBApHOW OB Kancyn ¢ 00-
pas3uom; B pe3ynbraTe obecneynBaeTcs LEenoCTHOCTb
obpasua un, 4TO HemanoBaXHO, yNpoLaeTcs aHanum3a
BbICOKONETY4YMX 00pasLoB, TakMx kak OeH3VH 1 macna.

[ns nUnKnx, BONOKHUCTBIX UK ApYrinx 06pasLos,
HaBEeCKM KOTOPbIX TPYAHO B3SITb C MOMOLLbH0 OObIYHbIX
MpPeCcCOoBaHHbIX Kancys, UCMob3yT KBagpaThl U3 anto-
MWHWEBOW, cepebpsIHON M ONOBAHHOW ()ONbI BbICOKON
ymcToThl. OBpasel, nomeLLaeTcs Ha KBaapar v ynakoBbl-
BaeTCH NyTem ckragblBaHus onbrn BOKpyr obpasua.

[ns BBOAa ras3o., Haxo4AWMXCS NOL, 0ObIYHbLIM
aasrneHvem, pupma Analytik Jena cneuymansHo pas-
paboTana cuctemy GSS. Npobbl 0TOMpatoT B cnewuu-
anbHble EMKOCTYM - MOAYLKKN Teanapa ua NpoYyHoro
nonumepHoro matepuana. C nomotbio moayns GSS
NPOUCXOAUT 4O3NPOBAHME ra3a 13 3TUX EMKOCTEN B pe-
akTop. CTaHgapTHbIV MOAYIb NO3BONSET 4O3UPOBATh
8o 100 mn obpasua ¢ pa3nmnyHom CKOPOCThIO.

Begywimm nponssognTenem v NOCTaBLLMKOM
NpakTU4eCKn BCEN HOMEHKNATypbl PACXOA4HbIX MaTe-
pvanoB (B TOM Y/CIE KOHTEMHEPOB) A1 ANIEMEHTHbIX
aHanu3aTopoB pasnu4yHbIX Mogenen asnseTca pupma
Elemental Microanalysis (r. leBoH, BenukobpuTanus) [34].

KancynmpoBaHHble 06pa3upbl nomeLatT B Kac-
ceTy aBTOnoAart4ymka npob (asTocamnnepa). ABTOCIM-
nrnep No3BonsieT 6bICTPO BBOAUTH HABECKM B TEYEHME
pabouero aHa 6e3 yyactusa onepartopa. PaccunTaHbl
aBTOCaMMnepbl Ha BBog oT 23-32 go 120-125 obpas-
uoB. [Insa npenoTBpaLleHnsa NpexaeBpeMeEHHOro nc-
napeHus Npobbl Ha 3Tane BBOAA B peaKkTop aHanusa-
Top multi EA 5000 (bmpma Analytik Jena, lfepmaHus)
obopyaoBaH aBToNogaT4YMKOM KBapLEBbIX JTOOOYEK C
YHKLMEN OXNaXOEHMS; 3TO NO3BONIAET aHaNM3npo-
BaTb NErkoneTy4me XnaKkocTu ¢ HU3KMMMK TeMnepary-
pamMu KUNeHus.

B Havane aHanu3a o4yepeHON HaBECKN KOHTEN-
Hep ¢ npobov NnonagaeT cHayana B LUM030BYH0 KaMe-
py, NpogyBaemMyto rasoM-HocuTenem, Ans yaaneHus
BO34yXa, a 3aTeM — B PEaKLMOHHYI0 30HY. OTO NO3BO-
nsieT AobaBnaTb B 403aTOP MO XO4y aHanmsa cepumu
HaBEeCOK HOBblE NPOOLI, HAXOOALMECS B CONMPUKOCHO-
BEHUW C OKPY>KatoLLLen cpeon.

B uensax obecnevyeHnst TOYHOCTU N3MEPEHWUI
XecTkme TpeboBaHNS NPeabsBNSATCS K YNCTOTE UC-
nonb3yeMbIX NPV NPOBEe4EeHUM aHanu3a ra3os. Tak cTe-
NeHb YNCTOTbI KMCNopoaa, HeobXxoanMoro Ans Cxu-
raHusi, nomxkHa obiTe 99.9995 % 1 99.998 %. lenuin,
NPUMEHSEMbIN A5 NepeHoca NPOAYKTOB CXUraHus
(a Takxe ons npodyBKku Npubopa), AoMmKeH ObITb kBa-
nuukaumm «4nga rasoBon xpomatorpadpumn». B Heko-
TOPbIX CUCTEMAX B KQYECTBE anbTepHaTMBbl NEPEHOC
NPOAYKTOB CXUraHUs MOXET OCYLLECTBNSATLCA apro-
HOM, OQHAKO 3TO OObIYHO NPUBOAUT K 3HAYUTESNBHBIM
noTepsiM YyBCTBMTENBHOCTU aHanu3a [3].

2. CXUTAHUE NPOBbI

CxwuraHvne npob nNpoBogAT B peakTope, npea-
cTaBnsoLem cobol kBapLeByto TpyoKy (MHorga — me-
TannMyecKyto 13 cneLmnanbHOro HUKeNeBoro cnnasa),
BHYTPEHHUI MaMeTp KOTOPOW U HanOMHEeHNe pasnny-
Hbl ANs pa3Hblx Npubopos. cnonb3oBaHne prpmon
Analytik Jena B aHannsatope multi EA 4000 Tpy6Gku
cxuranmsa HTC (High Temperature Ceramic) ¢ yctom-
YMBbIM K BbICOKMM TeMMepaTypam KepaMmm4yeckum no-
KpbITMEM MO3BOMSET CxXuratb obpasel, Npu BbICOKNX
Temnepartypax go 1500° C 6e3 kaTann3aTopoB (To
ecTb, 6€3 HanonHeHus).

PeakTop nomMeLLatoT B BEPTMKATBbHYO UKW ropu-
30HTanbHYH NeYb 1 B cpefe Kucrnopoaa noasepratoT
BO3ENCTBMUIO BLICOKOW TEMMEpPaTyphbl, NPUBOASLLEN
K MUHepanu3aumm npoobl. Y aHanM3aTopoB C BEPTU-
KarbHOW KOHCTPYKLMEN Neyven cyLecTByeT npobrnema
0bpa3oBaHMsa 1 HAKOMNNEHUSA OCTATKOB OT CXMUraHus
npeablayLmnx npob, KOTopble UBMEHSIOT XapakTepu-
CTWKM ra30BOro NoToka Kamepbl cropaHus. 9To oka-
3blBaET NPSAMOE BMsIHME Ha CTabuIbHOCTbL rpagyu-
POBOYHbIX XapaKTEPUCTUK U CYLLECTBEHHO CHUXaeT
TOYHOCTb aHanun3a. Ytobbl yMEHbLINTb BIMSHUE HaKa-
NMMBaLLErocs B 30HE FOPEHNS BEPTUKAITBHOWN Meyn
ocajka OT CXuraHus npeablgyLmx obpasyos, Heob-
XOLMMO NPOBOAMTL OYUCTKY BEPTUKANBLHOIO PEaKTo-
pa nocne cxuranust 20 o6pasuos. [Npu ncnonb3oBa-
HWUW TOPU3OHTASBHOW KOHCTPYKLMM NeYeit (aHanusaTop
mogzenu CE 440 domnpmbl Exeter Analytical, Benuko6pu-
TaHUd) ycTpaHsaeTca apdekT namaTh, XxapakTepHbIN
ANS BepTMKanbHOW KOHUrypaumm, 1 MOXHO aHanm-
3upoBaTb 6onee 1000 obpasLos 6e3 HeobxoanMocTH
yAaaneHus 0TX040B M ouncTku. B pesynbtate obecne-
ynBaeTcs 6onee anutenbHas cTabunbHOCTbL rpagyu-
POBKM Npubopa 1 NoBbILAETCS TOYHOCTb aHanmaa [3-5].

dupma Analytik Jena (fepmaHus) paspaboTana
YHUKarnbHY TEXHOMNOrnw casoeHHom neyn (Double
Furnace), 6bICTpO, ONTUManbHO, C MUHUMasbHbIMU
yCUnusaMy aganTupyemyto K Matpuue obpasua u ctaH-
JapTa: neyb ferko n 6eicTpo TpaHcopmupyeTcst U3
rOpM30HTaNbHOrO NOSIOXKEHUS B BEpTMKarbHOE 1 00-
paTHO C NOMOLLbIO PYKOSTKU, HE pacxoays Bpems Ha
NepeKkoHCTpyMpoBaHWe n nepeHacTporky npnbopa u
No3BoNAs onpeaendatb COAepKaHune yrnepoaa, cephl,
a3oTa OAHOBPEMEHHO 1 Xfopa (Mpu nocnegoBaTenb-
HOM onpefeneHunn). BepTukanbHbIn pexum ncnonb-
3ylOT AN BbICTPOro M TOYHOro aHanm3a XUAKoCTewn
1 ra3oB (0CoBGEHHO B AnanasoHe criefoB); rOPU30OH-
TanbHbIA — ONsi TBepAbIX 00pa3LoB, a Takxke obpas-
LIOB MOBbILLIEHHON CITOXHOCTK, NIETYYECTU U BA3KOCTMU.

B ananusatopax pmpmel LECO npoby BBOgAT B
60bLLIOM KEPaMMUYECKOM MOPUCTOM TUITIE; 3TO yNyyLlaeT
NPOLECC CXUraHMsa MakpoobpasLoB 1 No3BonseT 6e3
OYMCTKM aHanmM3npoBaTb 40 HECKOSBbKNX COTEH Npob.

MogaynbHbI An3aH MHOMMX 9NEMEHTHbIX aHa-
nn3aTopoB (Hanpumep, aHann3aTopos paspaboTku
Analytik Jena) nossonsiet nerko cobupaTb UX U3 oT-
OenbHbIX 610KoB, JoCcTpanBaTh Npy HEOH6XOANMOCTH
nog 3agayv nonb3oBaTenen. 3Ta aganTMpyeMocTb
MO3BOMSET HE TOMbKO rMbko paboTtaTb, HO U MCNOfb-
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Ta6bnuua 1
Mpouecchl, npoucxoasime B peaktope CHN-aHannsartopa
[4]
Table 1
Processes occurring in the CHN-analyzer reactor [4]

30Ha cxuranus 30Ha BOCCTAHOBEHUS
O, Cu
C—CO, 0, — CuO
975°C 650 °C
o, Cu
H—-HO NOxides — N, + CuO
975°C 650 °C
O2
N — N, + N-oxides
975°C

30BaTh LUMPOKUIA Anana3oH macc obpasLoB oT Jonm
MUAAUrpamMmma 4o HECKONbKUX rpaMMOoB (MakpocucTe-
Mbl). BO3MOXHbI pasnuyHble KoHUrypauum aHanm-
3aTopoB: Ansa onpegenexus, Hanpumep, CHN, CHNS,
CNS unu N. Hanbonee pacnpocTtpaHeHHble KOHGU-
rypauun CHN n CHNS.

B 3aBMcMMOCTM OT KOHGUrypauum anemMeHTHO-
ro aHanusaTtopa B peakTOpHOM Brioke ycTaHaBnuea-
toT IGO0 OfHY, NMBO ABe peakTopHble neyn. MNpu ycTa-
HOBKE ABYX PEaKTOPHbIX Neyen neys 6rioka CxuraHms
BCerga pacrnonaraeTtcs Bnepean, a nevb 6noka Boc-
CTaHOBIEHMNS — HEMOCPEACTBEHHO 3a HEN.

MuHepanm3auus npobbl NPOXOAMT B TPEX 30HAX:
30HE NNPOSN3a, 30HE JOOKNCIIEHUS 1 BOCCTAHOBUTENb-
How 30He. OCHOBHbIE NPOLIECChI, NPOUCXOASLLNE B pe-
aktope CHN-aHanusaTtopa, npeacTtaeneHs B Tabn. 1.

HenocpencTBeHHO B 30HY (M1 peakTop, B Cry-
Yyae [ByXpeakTOpHOro BapmaHTa) cxuaaHus nogaeTcs
KMCNopofA B KONMMYeCTBe, AOCTAaTOMHOM ANSA NepeBo-
[a BCEX aNieMeHTOB obpasLa B okcuabl. 3a cyHeT xu-
MUYECKMX peaKLUMn OKUCNEeHNs TemnepaTtypa B Tpyo-
Ke CXXuUraHus KpaTkoBpeMeHHO npesbiwaeTt 1600 °C
(T.H. TemnepaTypa BCMbILLKMK), NPU KOTOPOWN MOMHO-
CTblO pasnaraetcs nobas HeopraHm4yeckas coCTaB-
nswowasa obpasua. lNMpu 3ToM oKMCAseTCa n maTepuan
KOHTeWHepa (NoAo4KM, Kancyrbl Unu vaLum), ecrnmv oH
N3roTOBMNEH U3 antOMUHNEBOWN MU ONOBAHHON (YOfb-
. Micnonb3oBaHne KOHTEMHEPOB U3 OfloBa CNocob-
cTByeT Gonee NonHoMy npesBpaLleHuto Npobbl B ra-
30006pa3sHbie NpoayKThl: 6narogapst ero 3HepruyHom
9K30TEPMUYECKON peakLmmn TeMnepaTypa B peaktope
CXuraHus KpaTkoBpemeHHo nogHumaeTtca o 1800°C.

Ctagus okucneHus onpegensiet KayecTBO 3KC-
nepuMeHTa: Npy KOPPEKTHOM ee npoTekaHumn obecne-
YnmBaeTCH Nnyyllas BOCNPOU3BOAMMOCTb aHanns3a npu
MWHUManbHOM YMCe MOBTOPOB. 1115 KOHTPONS 3a Npo-
ueccoM cxuranHusa pmpma Analytik Jena paspaborta-
na gatyuk nnamexu (Flame Sensor FS). OH no3sonsiet
B aBTOMAaTMYECKOM peXMMe ONTUMU3NPOBaThL napa-
METPbI CXKXUraHUs XUOKMX 1 TBepablx Npob, nogasa-
€MbIX C MOMOLLbIO NTOA0YKN B FOPU3OHTANBHOM pe-
XMMe, n TeM cambiM obecneynBaeT MArkoe 1 NofHoe
OKMCINEHNE BCeX KOMMOHEHTOB B npobax nobon npu-

poabl. Kpome TOro, 4aTyuk niameHu no3BosisieT CHU-
31Tb 3KCMITyaTaLNOHHbIE pacxoabl.

MpumeneHne B npubopax EuroEA 3000 cpmpmbl
EuroVector (Utanus) TexHonorum cxuranms TurboFlash,
npegnonararLLen MHXEKLUIO Kucrnopoaa noa naene-
HMEeM (He3aBUCUMMO OT JaBfIEHMS U CKOPOCTU NOTOKa
rasa-Hocutens), obecneymBaeT apPEKTUBHOE CXKU-
raHue caMbliX CIIOXHbIX MaTpuL,.

B ananunsatopax CHN628 dompmbl LECO (CLUA)
MOTOK K1CNopoaa C MOMOLLbH Tak Ha3bIBAEMOTO KBap-
LieBOro KOMb$s HanpaBnseTcs HenocpeaCTBEHHO Ha 06-
paseL, TeM CaMblM YCKOPSAS NPOLEeCC ropeHns n obe-
crne4ymBas BbICOKOE Ka4eCTBO BOCCTAHOBIIEHUS.

YacTto B npeaenax 30HbI NMPonun3a He NpPoncxo-
AWT NOMHOro pasnoxeHus npobbl. Bo n3bexaHwe atoro
razoobpasHble NPOAYKTbl MMPONM3a 3axBaTbiBaOTCA
rasomM-HOCUTENEM 1 NPOXOAAT Yepes Crow Katanunsa-
TOpa, rge NPOMCXoaNT UX AOOKMCIEHNE.

OCHOBHbIMMW OKUCIIUTENBHBIMU peareHTamMu siBnsi-
totes Cr,O,, CuO, CeO,, Pt + Ag,WO, Ha okcuae mar-
Hus, SnO,, Ag,0 + Ag,WO, Ha xpomocopbe P, AgVO,.
Mpu aHanu3e TPyAHOCKUTaeMbIX BELLECTB NMPUMEHSI-
toT AgVO,, coeanHenui 6opa — WO,, nonvrmepos, co-
Aepxawux 6op v kpemHwuii, — MnO, + Cr,0,+ WO,, a
Takxe cmecb WO, + Ag,WO, + AgMnO,. Bbino npea-
NOXEHO W YHMBEpCcanbHOe HarnomHeHue, cocTosiLee
13 30110TON N cepebpsiHOM BaTbl, NIIaTUHUPOBAHHO-
ro acbecta u crnost n3 9 yacten MgO u 1 yactu cme-
cu (1:4) Ag,WO,; ZrO, n nnatuHmposaHHoro acbecra.
BbInn nony4veHbl xopolume pesynsTaTtbl NPy aHanmae
coefunHeHuin topa n occopa ¢ Co,0, Ha ALO,, ¢
Ag Ha nemse un CeO,,.

B kauecTBe cenekTnBHO-agcopbupyoLLmMx pea-
FeHTOB Yalle BCero npumeHsioT obnaagatouime 6onb-
LLIOV MOBEPXHOCTLIO Npenapatkl cepebpa (Ag, Ag,WO,,
AgVO,). S PEeKTUBHLIMM ABNATCA KOMOUHMPOBAH-
Hble npenaparsl: Tak, Hanpumep, Co,0, + Ag, SnO, +
Ag; AgVO, n Ag ¢ ALLO, aacopbupytot SO, akTnsHee,
YyeM MeTannmyeckoe cepebpo; CMeLLaHHbIN npenapat
3MgO-Al,O, HamMHOro MHTEHCKBHEE nornoLlaeT gTo-
poBogopos, Yem uncTeit MgO. Takxke XnOpuUCTbI BO-
Aopoa aktvsHee nornowatot Ag,WO, Ha MgO 1 Ag ¢
ALO,, yem Ag,WO, unn AgVO,. [insa nornotlieHns gTo-
pa vaLle Bcero npumeHstoT MgO, adhdpekTneH n NiO.
OTu peareHTbl NoMeLLaT NMMb0o B 30HY AOOKUCIIEHUS,
nnbo B BOCCTAHOBUTENbHYIO 30HY B COOTBETCTBUM C
OnTUMarsnbHOM TemMnepaTypomr Ux 4ENCTBUS.

Hanee raszoobpasHbie NPoAYKTbl Pa3noXeHus
C TOKOM rasa-HocuTens nonagatoTt B 30HY (Mnu peak-
TOp, B CryyYae OBYXpeakTOpHOro BapuaHTta) BoccTa-
HOBIEHWS, rAe NPOUCXoaAT criefyLine NpoLecchl:
KONMM4eCTBEHHOE BOCCTAHOBMIEHME OKCUAOB asoTa B
3M1EMEHTHBIN a30T; NOrMNOLLEHNe He npopearnpoBas-
Lero n3bbITOYHOrO K1Cnopoaa; xemocopobuus ranore-
HoB; koHBepcua SO, B SO, npu onpeaeneHnn cepbl 1
npu coBMmecTHoM onpegenennn CHNS munm CNS. 31y
30HY (MNW peakTop) 0ObIYHO HAMOSHSAT MeTanInye-
CKOW NpOBOJIOKOOOpPAa3HOM Meabko C OTHOCUTENBHO
GonbLUON NoWwaabio akTMBHOM NOBEPXHOCTU. B cny-
Yae 0JHOpPEeaKTOPHOro BapuaHtTa Mefb pacrnoroxe-

9
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Ha B OCHOBaHWM peakTopa cxuranus. B kaxgom cny-
Yae cnegyeT BblOMpaTh onTUMarnbHble TEMNepaTypy 1
AnuHy cnosi. O6blvHO npu CHN-onpeneneHnn B BOC-
CTAHOBUTENbHOWN 30HE NOAAEPXKMBAIOT TeMNepaTy-
py 650 °C, npu onpegenenun S — 820 °C. Hegoctart-
KOM Meau SIBMNSIeTCS e CKIOHHOCTb K CMEKaHMIo Npu
ykazaHHOI Temneparype. [ns npegoTBpalleHnst 3To-
ro MOXHO MCMOSb30BaTh NPOMBITYIO U NPOKANEHHYH
KBapLIEBYIO KPOLLKY, CMEeLUMBas ee C Mefbto B COOT-
HoweHun 1 : 4 no oobemy.

Hapsigy ¢ yrnepogom, BOAOPOAOM U a30TOM C
MOMOLLbIO aBTOMATMYECKNX aHann3aTopoB onpeae-
NS0T Cepy M KUCNOPOA.

Cepa B npogyKTax OKMCNEHNUST MOXET NpUCyT-
CTBOBaTb B BMAe OKcnaoB AByx coctaBoB — SO, n SO,.
Ans obecneverus nontHon konsepcun SO, B SO, npu-
MEHSIHOT OKCUbl BAHAAMS, LLLENOYHbIX METANIIOB, CEpbl,
HaHEeCEeHHble Ha KpEMHE3EMUCTLIN HocuTenb [35, 36].

[na npsamoro onpegenexHns Kncnopoaa npakTu-
YeCKM BO BCEX CIydasix UCMOMb3yT NMPOnm3 npoobl
B MHEPTHOM rase (4alle BCero renum) n BOCCTaHOBU-
TernbHY0 KOHBEPCUIO MPOOYKTOB MMPONU3a Ha yronb-
HOM KOHTaKkTe C Hukenem (aHanusatop FlashSmart
dpupwmbl Thermo Fisher Scientific) unu nnatuHon (aHa-
nm3atop Exeter Analytical CE 440) aHanornyHo knac-
CMYECKOMY 3NEMEHTHOMY aHanuay, NpeaoxXeHHOMY
YHTepuayxepoM. Ha aTom nprHUmne 0CHOBaHO onpe-
aeneHue kucrnopoga Ha aHanusatope 2400 Series |l
dumpmbl PerkinElmer n aHanusatope FlashSmart coup-
mbl Thermo Fisher Scientific. Nnponn3 npobbl npu BoC-
CTaHOBUTENBHOW KOHBEPCUMN HA YrOflbHOM KOHTaK-
Te NpoBOAAT B cepebpsiHbIX (MIaTUHOBbLIX) Nogo4Kax
unu kancynax. B kauecTBe onTumManbHOM PEKOMEH-
ayetcs Temnepatypa 1050 °C v gnst uicToro yrns, u
AN KaTanuanpoBaHHbIX KOHTaKTOB. Kucnopog onpe-
aensietcsa B BUAe MoHookcuaa yrmepoga — CO, koTo-
pbit 06pasyeTcs B pesynbraTe criefyroLwmnx peakLuuii:

CO,+C=2CO0,
H,O+C=CO+H,.

B HekoTOpbIX aBTOMATUYECKMX aHanM3aTopax (Ha-
npumep, aHanuaatop CE 440 Exeter Analytical) npumens-
0T [OOKUCTIEHWE NPOAYKTOB peaKLimy Nocre BOCCTaHOBW-
TeNbHOW KOHBEPCUM Ha YroflbHOM KOHTakTe. Yalle Bcero
3TO OCYLLIECTBSIETCS C MOMOLLbIO CNOS OKCKAa Meawm npu
650-750 °C; ranoreHbl Npu 3TOM 3a4epXXMBalOTCS cepe-
Gpom. B koHeuHom utore obpasyetcs cmeck N, CO,, H,O
B renuu, kak npu onpegenenun C, H, N. 31o gaet Bos-
MOXXHOCTb NMPUMEHNATb NPMBOP He TOMbKO AN onpeae-
nenus C, H, N, Ho n O. Katanutuuyeckoe rugpupoBaHmne
npobbl MOXET BbITb UCMOMBb30BAHO NPY aHanm3e gocTa-
TOYHO NETYYMX BELLECTB MPOCTOr0 XMMUYECKOrO CocTa-
Ba, NPEAnoYTUTENBHO cocToAwmX Tonbko n3 C, Hu O.

3. PASOEJIEHUE NPOAYKTOB
COKUTAHUA

[nsa pasgeneHuns obpasyloLleincs B pesynsrarte
CKUraHUsi ra3oBON CMECU Ha UHAMBUAYaIbHbIE KOM-

MOHEHTbI NPUMEHSIIOT ra3oByto xpoMatorpadguio M'X
(4awe) nnm cuctemy agcopbLMOHHBLIX KOMOHOK.
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B nepBom cny4vae ucnonb3ytT BCTPOEHHYHO
XpomaTtorpadmnyeckyto KonoHky. Halle Bcero ato Ba-
pUaHT 3M3HTHON Xpomatorpadumn. OgHako dmpma
Perkin Elmer, Hanpumep, npumeHsieT gnsa pasgene-
HUSA PPOHTANBHYIO XpoMaTorpaduio: CTyneH4aTbIn
CWrHan, cornacHo gaHHbIM hrpMmbl, obecneynBaeT
6onee NpocToe, HaJexHoe N TOYHoe onpeaeneHne
ra3oB CropaHusl; yCTpaHATCA OTKIIOHEHNS], CBA3aH-
Hble C KONMYeCTBEHHOWN OLEHKOW MMUKOBbLIX CUTHAMOB.

INpu ncnonb3oBaHWK CUCTEMbI aACOPOLMOHHBIX KO-
NOHOK NPOAYKTbI CropaHns NEPEHOCATCS ra3oM-HoCUTe-
nem (renunem) B HAaNOJTHEHHYHO Mefbto TPYOKY, rae okeug
a3oTa BOCCTaHaBMMBaeTCs 40 a3oTa M NoCcTynaeT cpa-
3y B aeTekTop no TennonposoaHocty, a Co,, H,0n SO,
copbupyoTCS B NMOBYLLUKAX CENEKTUBHbIMU afcopbeHTa-
mu. [Nocne BbIxoda nuka asoTa 1 BO3BpaLleHns curHana
aHanNUTUYECKOW SYEVKN Ha HYNEBYHO MUHUIO, HAarpeBaHu-
€M nocnefoBaTensbHO AecopbMpyIOT M aHaNM3npyoT BCe
KOMMOHEHTbI ra3006pa3Hoi CMecu. 3TO Tak Ha3bIBaEMBbIN
MeTOZ, TeMnepaTypHO-NporpaMmmupyemon gecopbumm
(Temperature Programmed Desorption — TPD), npu koTo-
POM OYepeiHOe NOBbLILLIEHUE TeMNEPaTYPbl MPOUCXOANT
TOMbKO MOCIEe 3aBepPLUEHNS AETEKTUPOBaHWS Npeablay-
Lwero nuka. Takon meTog obecneunBaeT NonHoe pasge-
NEeHne NUKOB Aaxe Npu 60NbLION pasHULLE KOHLEHTPaLWI
(% mac.) snemeHTOB (Hanpumep, pasgeneHue CO, n N,
BO3MOXHO NpW COOTHOLLIEHUM KOHLeHTpauun C : N, paBHOM
5000 : 1 gnga aHanusaTopa vario MICRO cube n go
12000 : 1 ans aHanusaTtopa vario EL cube; pazgeneHue
CO, 1 SO, BoamoxHo npw oTHowweHun C : S 0o 4000 : 1).
CornacHo gaHHbIM pupMbl Elementar Analysensysteme
GmbH, metog TPD obecneumaeT 66nbLUyto (Mo cpaB-
HEHMIo C razoxpomaTorpadmnyeckmm MeTo4oM pasgene-
HUWS1) eMKOCTb N0 onpeaensiemMbIM anemeHTam, bonee Bbl-
COKMe MokasaTenu no yCTONYNBOCTY U JOSITOBEYHOCTM.

B ananusatopax dpumpmbl Analytik Jena (Tepma-
HKs1) GNTOKM BOCCTAHOBIEHMSA U pa3aeneHnst Npoayk-
TOB OKMCIEHNS (XpomaTorpaunyeckme Unm ¢ NOMOLLIbIO
a[CcopOUMOHHbBIX KOFTOHOK) OTCY TCTBYHOT, MOCKOMbKY NC-
nonb3ytoTcs cenekTueHble aetekTopsl Ana CO,, SO,,
NO, n HCI. B ananusatopax CHN628 dupmbl LECO
TakXXe UCKITHYeHa HeobXxoaUMOCTb B METOAAX XpOMa-
Torpagu4ecKkoro pasgeneHus.

4. BETEKTUPOBAHME NPOAYKTOB
CXUrAHUNA

C NOTOKOM rasa-HocuTens pasfeneHHble rasbl
nocnegoBaTtenbHO NonajatoT Ha COOTBETCTBYOLLME
AeTekTopbl. [na 4eTekTupoBaHns UCMONb3yHoT
— [eTeKkTopbl TENNONPOBOAHOCTM (kKaTapoMeTpbl) (Thermal
conductivity detector — TCD) gns onpenenexus yrne-
poaa, Bogopoga v asora;

— HegucnepcuoHHbin K-getektop (NDIR-getekTOp)
4Ns onpeaeneHnst cepbl, KUCNOpoaa v yrnepoaa;

— xemuntomuHecueHumto (Chemiluminescence — CLD)
ANs onpeaeneHnst asoTa;

— yneTpadumoneToByto dryopecueHumio (Ultraviolet Flu-
orescence — UVF) ons onpepenenns cepbl;
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— MWKPOKYJTOHOMETPMIO (KyrIOHOMETpUYECKOe TUTPO-
BaHWe) 4Ns onpefeneHunst Xnopa;

— TEXHOMOrn NoHHoM xpomaTtorpadun (Combustion
lon Chromatography — CIC) gnst onpegenexus rano-
reHOB U Cepbl;

— 3MEKTPOXMMUNYECKUIA TBEPAOTENBHBIV AeTekTop (CHD)
4Ns onpefeneHnst asoTa;

— nNnameHHbIn boTomeTpudecknin getektop (Flame
photometric detector — FPD) ons onpegeneHuns cepbl.

B ocHoBy paboTkl TCD nonoxeH npovecc nepe-

Jayn Tensna oT HarpeToro YyBCTBUTENbHOMO 3f1EMEHTA
k Gonee xonogHOMy KOpnycy AeTeKTopa 3a CHET Tenno-
NPOBOAHOCTM ra3oBoro notoka. C M3meHeHnem cocta-
Ba ra3oBOro NoToKa MEHSETCS ero TennonpoBOLHOCTb,
T.e. KONIMYECTBO Tenna, 0TBOAMMOE OT YyBCTBUTENbHO-
ro anemeHTa. 310, B CBOK ovepeb, NPUBOAUT K M3Me-
HEHWI0 TeMNepaTypebl, a, CregoBaTenbHO, 1 3NeKTprYe-
CKOro COMPOTUBIIEHUS YyBCTBUTENBHOIO 3niemMeHTa. B
nameputenbHon cxeme TCD BO3HUKAET curHan B BUae
Pa3HOCTY NOTEHLMANO0B (HAaNPSHKEHWST), BENNYMHA KOTO-
poro NponopLmoHarnbHa KOHUEHTpaLumn onpegensemo-
ro BewlecTsa B raze-Hocuterne. TCD saBnsietcs yHuBep-
carnbHbIM JETEKTOPOM U MOXET 0OHapYXMBaTb BO3AYX,
BOOOPOS, OKMCb yrnepoaa, a3oT, OKCuza cepbl, Heopra-
HMYecKme rasbl ¥ MHOTUE pyrue coeaunHeHust. icnonb-
3yemblin oupmon Elementar Analysensysteme GmbH
(fepmanusi) B aHanmsaTtope vario MICRO cube Bbico-
KOYYBCTBUTENbHbIV AETEKTOP MO TEMMONPOBOAHOCTU
UMeEeT NUHENHbIN AuHaMmmdecknn ananasoH ot 0.01 go
100 % mac. v 3awuLLeH OT BO3AENCTBUS KMCNOPOAa.

MpuHumn paboTbl HegucnepcuoHHoro VIK-ge-

TekTtopa (NDIR) ocHOBaH Ha TOM, YTO pasfnyHble rasbl
MUMEIT pasHble MakcMMyMbl nornoLlenns VK nanyde-
HWS, NOSTOMY TUM M KOHLEHTpaUKMs raza MoryT ObiTb
onpegeneHbl NyTeM N3MEPEHUSA U aHann3a KprBoWn
nornoLieHus VK nanyyeHns razom: no M3MEHEHUIO NH-
TeHcmBHOCTM VK n3nyyeHuns 4o u nocne nornoweHms
B MH(paKpacHOM geTekTope ¢ usbnpaTtenbHom YyB-
CTBUTENbHOCTLHO. MOMYyYeHHLI CNEKTP CpaBHMBAETCS
C HabopoM CMEKTPOB C M3BECTHBLIM COAEPKaHnem a3oTa
(6enka). MHorokaHanbHbIA HegMcnepcuoHHbIA UK-ae-
TEKTOP NO3BONSIET ONPeAensiThb YIIepoa 1 cepy B LUMPO-
KOM OvanasoHe KOHLLeHTpaLuiA, OT ppm 0 HECKOMbKUX
npoueHToB. ®upma Analytik Jena (fepmaHns) mogepHu-
3uposana KoHcTpykumio NK-getektopa lMpuHumnuans-
HOe OTNnnYKne NPeanoXeHHoro PUpMon PoKycupyoLLe-
ro getektopa (FC-NDIR) 3akntovaeTcs B npyMeHeHUm
OMTUYECKOW CUCTEMbI BMECTO TPYOKM C MONMPOBaHHbI-
MW CTEHKaMWU, B KOTOPOW 411 KOHLLEHTPUPOBAHUS SHEp-
rW N3MyYeHUs UCNOoMNb30Bann MHOrOKpaTHOE OTpaxe-
Hue ny4ven. Co BpeMeHEM CTEHKU TPyOKM TYCKHENW 1
YyBCTBUTENbHOCTb AeTeKTopa nagana. B ontuyeckon
cucteme VIK-getekTopa HoBow cepum multi N/C® nyun
cobMparoTCs B My4OK C MOMOLLbIO CrielumanbHOM NINH3bI,
NpoOXoasT Yepes3 aHanNM3npyeMbli ra3 n nayT Ha AeTek-
Top. COBpEMEHHbIE AETEKTOPLI MMEKOT OOMbLUNIA CPOK
cnyX06bl, MOCKOMbKY NMH3a BbINOMHEHA U3 CTEKNA CO
cneumanbHbIM KBapLEBbIM NMOKPbITUEM, U CO BPEMEHEM
YyBCTBUTENBHOCTb ONTUYECKOW CUCTEMbBI HE MEHSIET-
cs. ICTOYHMKOM CBETA SIBMSIETCS BbICOKOMHTEHCUBHBIN

nynbCcupyoLWwni nanyyartens. [Nynbcaunst NICTOYHMUKA
obecneymBaeT nocnegoBaTefibHy0 3anMcb TEMHOBO-
ro ¥ aHanUTUYECKOro CUrHasnoB, a BblCOKas UHTEHCUB-
HOCTb B COMPS>KEHUM C HOBOW CUCTEMON perncTpaumm
— Bonee BbICOKYI0 YyBCTBMTENbHOCTL aHanu3a. Tak npu
nepexoge ot TCD k UK-geTekTopy MHTEpBanbl onpe-
OENEHNst N3MEHSOTCA COOTBETCTBEHHO: A1 CEpbI C
0.03-1.2 mr go 0.5-600 mkr, gns kucnopoga ¢
0.03-5 mr go 0.005-2 mr (Elementar Analysensysteme
GmbH, lfepmanus). [na namepeHns UHTEHCMBHOCTU CBe-
TOBOrO NOTOKA, MPOLUEeALIEro Yepes aHannsmpyembin
ras, UICnomnb3yeTcs MMPOOEKTOP, HYYBCTBUTENBHOCTb KO-
TOPOro perynupyeTcs aNeKTPoHUKON 1 no3sonset 6e3
pa3baBneHns onpeaensaTb KOHLEHTpaLmio yrinepoaa ot
HeCKOmnbKu1xX ppb 40 AECSATKOB NPOLEHTOB.
CrabunbHocTb nokasaHun NK-getektopa BO MHO-
rOM 3aBWCUT OT CKOPOCTW TEYEHWSI aHanM3npyemoro
rasa. Jllo6ble onykTyaumm noToka Ha atane Beoga 06-
pasua B CUCTEMY, BbI3BaHHbIE TakMMM npoLeccamu,
Kak ncnapeHue, KoHgeHcauus u M3MeHeHne CKopo-
CTV BBEAEHUS, BNUAIOT Ha NPaBUNbHOCTb U BOCNPO-
N3BOOUMOCTb KOHEYHbIX pe3ynbTaToB. [pyMmeHeHne
TexHukn VITA no3BonsieT ¢ NOMOLLbI BbICOKOTOYHO-
ro unpoBoro pacxogomepa napansenbHO nokasaHu-
am VIK-geTekTopa pernctpupoBaTb CKOPOCTb MOTOKA
rasau yuntbiBaTb ee Npu hopMmnpoBaHny MHTerpanbs-
HOro nvka. Ha ocHoBaHWy NOMNy4YeHHbIX aHHbIX NPO-
rpaMMa C NOMOLLbIO CrieumanbHbIX MaTemMaTu4yecknx
anropMTMOB NPOM3BOAUT HOPManNuU3auuo curHana u
NPMBOZUT €ro K Takon hopme, Kak ecrv Obl NOTOK rasa
Obln NOCTOSHHBLIM B TE4YEHWE ANMTENbHOro BPEMEHN.
MeTog XeMUnIOMNHECLLEHTHOTO AeTeKTUpoBa-
Hus (CLD) 3akntovaeTcs B CkuraHmm obpasuos B cpe-
e YMCTOro Kncnopoga npu BelCOKOM TemnepaType ¢
obpasoBaHnem NO n okucneHmem NO ¢ nomoLLbo
o3oHa fo NO,
R-N+0O,— NO +CO, + H,0,
NO+0O, — NO,*+0O,
N U3MepPEHNEM MHTEHCUBHOCTU XEMUMIOMUHECLIEHLINN
B KpPACHOW 1 MHgpakpacHom 06r1acTu, BO3HMKAOLLEN
B NPOLECCE OKUCIIEHUS:
NO,* —NO, + hv (o1 600 go 3000 Hm).
NHTEHCUBHOCTb XEMUITIOMUHECLIEHTHOTO CBe-
YeHUs (XMMUYeCKor NIOMUHECLLEHLNM) C MAKCUMYMOM
B obnactn 1200 HM, NnponopuMoHanbHasa KOHUEHTpa-
unn okcuaa asoTa, perncTpupyetcs poToyMHOXNUTE-
neM, Ucrnonb3yembiM B Ka4eCTBe AeTeKTopa.
CLD npumeHsieTcs B aHanusatopax upmbl
Analytik Jena (Tepmanus) ona onpefenexHus asorta.
MnameHHbIN hoTomeTpuyeckuin getektop (FPD)
npeacTtaBnsgeT cobon MOHN3ALNOHHO-NNAa3MEHHYH0
AYelrKy, COeJMHEHHYIO C ONTUYECKON CUCTEMOW, U3-
MepSIOLLEN CUITY CBEYEHNSI BOOOPOAHOrO MriameHu B
MOMEHT CropaHusi B HeM aHanma3npyembix 06pasLoB.
B BoccTaHOB/TENBHOM NiamMmeHun obpasyeTcsi BO306yx-
AeHHas cepa (S,*), xapaKTepHyo XeMUITIOMUHECLIEHT-
HY0 SMUCCUIO KOTOPOW AETEKTUPYIOT Ha AJIMHE BOJTHbI
394 nm. B pabore [37] oTMeueHbl npenmyLLecTsa npu-
MeHeHus FPD ons onpegeneHus cepbl Ha ypoBHE Ha-
HOrpamMMmOBbIX COAEpPXaHWU: npeaenbl 0bHapyxeHns

44,
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ANS TBepAbIX BELWECTB cocTaBunu 1.2 Hr S, Ans xua-
kocTen 0.2 Hr S B cpaBHeHun ¢ TCD.

MeToa ynbTpadmoneToBon nyopecLeHLmm
(UVF) aBnsieTcs 04HUM 13 CaMbIX HAOEXHbIX U YHUBEP-
carnbHbIX 4N onpegeneHns MMKpocoaepXaHuii cepbl
B CaMbIX pasnuM4HbIX NpogykTax. Ha atom meTtoge oc-
HOBaHO onpegeneHune cepbl B aHannsatopax MultiTek
dupmbl Antek (CLLA). Mpu ncnonb3oBaHWmM 3TOr0 METO-
[Aa OeTeKTMpOBaHUS cepycogepXalummn obpasel, Cxu-
ratoT B cpeje YMCTOro KUCIopoa Npu BbICOKON Temre-
patype c obpasoBaHuem SO, B peakLMOHHON kKamepe

R-S+0,— 80, +H,0 + CO,.

Hanee obpasosasLumiics SO, nocTynaet B ysib-
TpadnonNeToBbIN OETEKTOP, rAe OH 0bryvaeTcs yrb-
TpadroneToBbiM cBeTOM. Monekysnbl SO, nornowatot
3HEPruno ynsTpadroneToBoro N3nyyYyeHns n nepexo-
AST B BO30yXXOEHHOE COCTOSHUE

SO, + hv, — SO,*

[MockonbKy BO3byxAeHHOE COCTOSiHME Morne-
KyIibl HEYCTON4YMBO, BO3OYXAEHHbIN SO,* MIHOBEHHO
pacnagaeTcs ¢ UcrnyckaHuem cBeTa C AfIMHOW BOSHbI
OonbLuen, YeM NCXoaHbIN YP-UCTOUYHUK

S0, — SO, + hv, (meHee 300-400 Hm).

MN3nyyeHune drkcupyeTcs ¢ MOMOLLIbIO YyBCTBU-
TENbHOro K CUHMM NydYam poToymHoXuTens. Konvye-
CTBO M3My4aemoro cBeTa nponopLmoHarnsHO obLemy
kormyecTtBy SO, MPUCYTCTBYIOLLErO B ra3e, 4YTo B CBOKO
oyepefb COOTBETCTBYET 00LLEN CyMME cepbl B 0OpasLie.

OQHOBPEMEHHO NP CXXUraHUM yrineBogopoaoB
obpa3sytloTcsa ABYOKMCh yrnepoaa v Boga:

CH_ +0,— CO,+H,O.

O6pasytoLytocs Boagy, B KOTOPOW MOXET pacTBO-
pATLCS 00pa3oBaBLLASICS ABYOKMCH CEPbI, yAansoT, Npo-
rnycKasi ra3oBbI NOTOK Yepe3 MeMbpaHHbIV OCyLUMTenNb.
[encTerne membpaHHOro OCyLLUMTENS OCHOBAHO Ha And-
hy3um mMornekyn BoAbl Yepe3 TpybuaThlii NONMMEpPHBIN
matepuan PermPure, npoHuuaemblin 4ns BoAbl, HO He
npoHuLaembl ang rasa. lMpoguddyHanpoBasLLlas Boga
yOansieTcs BCTpeYHbIM NOTOKOM CyXOro rasa. Micnonbay-
eTcs nnbo ras ¢ Bbixo4a AeTeKTopa, MPOonyLEeHHbIV Ye-
pe3 nornoTuTenb Braru, MMbo OTAENbHbIN NOTOK CYXOro
rasa. Hekotopble Npon3BoaMTenNy NOCNe[oBaTenbHO C
MeMOpaHHbIM OCYLUMTENEM YCTaHABNNBAOT CEPHOKMNC-
NOTHIV 6apboTep aAns 6onee NONHOro yaaneHus Bnaru.

MeTopa ynsTpadnonetTosomn ryopecueHumnm He
TpebyeT NpMMEHEHWS BOAHbIX PpAaCTBOPOB, CMOCOOHBLIX
aKkTMBHO nornowaTe okeugpl cepsbl. MNoatomy npunbo-
pbl, peanuayloLLme ero, MoryT KOMMNieKkToBaTbCs ae-
TEKTOPOM 1151 OAHOBPEMEHHOIO ONnpeaefieHns asora
XEMUMOMEHMNCLIEHTHBIM METOAOM M3 TOM e Npobbl.

Mpu ncnonb3oBaHUK AN AETEKTUPOBAHUS MU~
KPOKYNOHOMETPUU MOXHO ONpeAensTb cogepxaHus
xnopa. Nony4eHHbIN Nocne CXXuraHnsa xnopcoaepxa-
Lwero obpasua XnopucThI BOAOPOA 0cBOOOXAaEeTCA
ot Bnaru. Tpybku, No KOTOPbIM NPOXOAUT ras u3 peak-
TOpa CXUraHusi B COCYA, C CEPHON KMCINOTON, mogorpe-
BalOTCHA ANs NpefoTBpalleHusi o06pa3oBaHns KOHOEH-
caTa. OTO MOBbILLAET KA4eCTBO onpeaeneHns xmnopa
N YMEHbLUAET 3KCMyaTaunoHHble pacxodbl. VIHTeH-
CMBHOCTb MOAOrPeBa KOHTPONUPYETCH CUCTEMON ca-

12

MokoHTpons SCS (Self Check System). OcyLieHHbIN
XJIOPUCTbIV BOAOPOS Aarnee NocTtynaet B MUKPOKYIO-
HOMETPUYECKYIO SIYENKY, COCTOSILLYIO U3 TPEX caMo-
CTOATENbHbIX 3NEKTPOAOB: MNAaTUHOBOrO, CeEpebpsiHO-
ro (ona reHepaumm KaTMoHoB cepebpa Ag — Ag* + e)
N CEHCOPHOro. B sivenke aHNOHbI XNopa CBA3bIBAIOT-
CA C KaTMOHaMM cepebpa, HaxoasALWMMKCS B pacTBope
HCI + Ag* — AgCl + H,

YTO NPMBOAMWT K N3MEHEHUIO PA3HOCTU NOTEHLMANOB
mMexay anektpogamu. [Npu nameHeHUn NnoTeHLmanos
obpasyeTcs TOK, KOTOPbIA PEMCTPUPYETCS YCUNUTENEM.

MockonbKy onpegeneHne xmnopa nocpeacTtsoM
KyriOHOMEeTpuM ABnseTca abContoTHBIM METOAOM, rpa-
AyvpoBka He TpebyeTcs. KonuyecTBo xmopa paccyu-
TbIBAETCHA UCXOAS U3 KONMYECTBa 3fIeKTpU4ecTBa, 3a-
TPaAYE€HHOro Ha TUTPOBaHME.

AHanormyHbIN cnocob AeTEKTMPOBAHUSA MOXET
ObITb MPYMEHEH W A5t ONPEAENEHNS Cepbl, C TOM NNLLb
pasHuuei, 4to SO,, Nony4eHHbIN nocrne CxuraHus co-
aepxallero cepy obpasia 1 nocTynarLuii B KyNOHO-
METPUYECKYIO SHENKY, aBTOMaTUYECKN OTTUTPOBLIBA-
€TCs1 CreHepMPOBaHHLIMM B HEN TPUMOAMA-MOHaMM |,

3l — 1+ 2e,
SO,+1,+H,0 — SO, + 3I" +2H".

TexHonorusa noHHom xpomatorpadum (CIC) npo-
JOYKTOB NMPONn3a UCrnonb3yeTcs B Npubopax KoMnaHui
Antek 1 no3BonseT NpoBoANTb NOMHOCTLIO aBTOMaTU-
YeCKMI aHanus3 TBepabIX U BbICOKOBA3KMX 06pa3LioB Ha
COiep>KaHne ranoreHoB 1 cepbl B CIIOXKHbBIX MaTpuLax.

®upwma Analytik Jena (fepmaHus) ncnonb3yeT B
CBOMX aHanmM3aTopax LMpoKoanana3oHHble AeTEKTO-
pbl HiPerSens® Detection ¢ perynupyemow 4yBCTBU-
TENbHOCTBIO, KOTOPbIE MO3BONAT paboTaTh 6e3 pas-
baBneHus npob, obecneymBas NMMHENHOCTb B LUIMPOKOM
AnanasoHe KOHLeHTpaLmI: OT ynbTpacnenosbix (ppb)
00 BbICOKMX MPOLIEHTHbIX coAepXXaHuii. BO3MOXHOCTb
aHanm3a 6e3 pa3baBneHust He TOMbKO COKpaLLaeT Ann-
TENbHOCTb aHanus3a u aKcnnyaTaunoHHbIE pacxodbl,
HO TaKXXe MCKIIYaeT UCTOYHUK BHECEHUSA JOMNOSNHK-
TenbHbIX NOrPEeLIHOCTEN B onpeaeneHue. B pesynbra-
Te B paMKax OHON METOAMKM CTaHOBUTCS BO3MOXHbIM
onpenensiTb pasnnyHble KOHLEHTPaLUM aHanuampye-
MOro BeLLecTBa.

ONEeKTPOXMMUYECKNI TBEPAOTENbHbBIN AETEK-
Top (CHD) coupma Analytik Jena (fepmaHus) npume-
HsIeT 4N onpegenexns asota. [JeTekTop CocTouT 13
WHONKaTOPHOro 1 paboyero anekTpoaoB, Ha KOTOPbIX
NPOUCXOASAT creaytoLue npoLecchbl:

PaBHOBeCHbIN NpoLecc:
4 HNO, <> 4NO, + O, + 2H,0.

MHOvKaTOpHbIN 3MeKTpoA: Pabouni anektpon;
NO+2H,0 —HNQO, +3H"+3e. O, +4H" +4e — 2H,0.

B 1abn. 2 n 3 npuBegeHbl OCHOBHbIE TEXHNYe-
CKMe N aHanMTU4ecKkne xapakTepuctukm Hanbonee
LUMPOKO UCMOSb3YEMbIX 3MTIEMEHTHbIX aHan13aTopoB C
koHdpurypaumen CHN, CHNS n CHNS/O n CHNS/O/X.
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5. TPAAYUPOBKA

KonuyectBeHHOe onpeaeneHne cogepxaHus
anemeHToB TpebyeT rpagynpoBku npubopa. [nsa ee
OCYLLEeCTBINEHNST HEOOXO4UMbI BbICOKOYMCTbIE CTaH-
AapTHble 00pasupbl C YCTAaHOBIIEHHBIM COAEPXaHNEM
anemMeHToB. CTaHgapTHble 06pasLbl AN 3MEeMEHTHOro
aHanu3a BbinyckaT pupmbl Elemental Microanalysis
(r. OeBoH, BenukobpuTtanus) [34], LECO [38], MOC nm.
W.A. MocTtosckoro YpO PAH [39] u ap.

B Tabn. 4 npuBeaeHbl COCTaBbl CTaHOAPTHbIX
obpasuos, ncnonbsyemoix hrpmon Exeter Analytical
Inc ana anemeHTHOro aHanuaa [40].

Ta6bnuua 4

CocTaB CTaHOAPTHbIX 06Pa3L0B A1 NIEMEHTHOro aHa-
nn3a pupmel Exeter Analytical Inc.

Table 4
Composition of the standard samples by Exeter Analytical
Inc. for the elemental analysis

S MaccoBsas gons, %
hap C [ H|N]OT]JSs
AueTtaHunug, 71.09 | 6.71 |10.36 | 11.84 -
AHTpaueH 94.34 | 5.66 — — —
ATponuH 70.56 | 8.01 | 4.84 | 16.59 —
K 6eH-
MCTOTADE | 6g85 | 495 | — |26.20| -
30/iHas
1-Xnop-2,4-au-
NP2 AN | 3558 | 1.49 | 13.83| 3160 | —
HUTpobeH3on
LinknorekcaHoH
2,4-gnHntpodpe- | 51.79 | 5.07 | 20.14 | 23.00 —
HUrMAPAa3oH
Lunctux 29.99 | 5.03 | 11.66 | 26.63 | 26.69
S-BeHaunntuypo-
. 4740 | 5.47 |13.82 - 15.82
HWIA XNopua,
CreapuHoBas
76.00 | 1275 | - 11.25 -
KucrnoTa
C -
Mﬁzb‘ba”””a 41.85 | 4.68 |16.27 | 18.58 | 18.62

6. MPOrPAMMHOE OBECINEYEHUE

MHorokaHanbHbIV UHTEPdENC COeanHSAET aHa-
nunsatop ¢ MK. C nomoLLbo nporpaMmHoro obecne-
yeHus (MO) 3agaeTcs N KOHTPONMPYETCH KaXAbIN
napameTp, BE4eTCH MOHUTOPVHI BCEX 30H npubopa,
TpebytoL X NepUOLNYECKOrOo TEXHUYECKOrO 06CYKK-
BaHWs, BbINOMHAETCS TECT HA YTEYKU, MPOTOKONMPO-
BaHuWe Bcen MHopMaLun, CBA3aHHON C COCTOSTHUEM
npubopa. MakeT nporpammHoro obecneveHms obbly-
Ho pacrnonaraet 6oraTon 61brMoTEKON rOTOBbIX K UC-
Nonb30BaHU0 METOANMK, OCYLLECTBNAET yrpaBreHe
npunbopom, cbop faHHbIX U3 OEeTEKTOPOB, KannbpoB-
Ky 1 reHepupyeT oT4eTbl. BO3MOXHbI Takke AUCTaH-
LMOHHbIE AMArHOCTMKa 1 yNpaBneHne aHann3aTtopom
yepes IHTepHeT.

BbIBOAbI

B 3akntoyeHme xotenocb Obl OTMETUTL, YTO aB-
TOMATM3MPOBAHHBIN 3NIEMEHTHbIN aHanM3 Nnpogon-
)KaeT pa3BMBaTbCS U COBEpLUEHCTBOBATbLCS braro-
Oaps NOSIBMEHMWIO Y BHEAPEHMIO HOBbLIX TEXHUYECKUX
W aHanuTuyeckmx pewexuin. Kpome Toro, oH gonon-
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