JOHCKOW rOCYZAAPCTBEHHbIN TEXHUYECKUIA YHUBEPCUTET

YMPABNEHUE ANCTAHUMOHHOIO OBYHEHWA W MOBbILLEHNSA
KBAJIMOUKALINN

Kadeapa «®dusnueckoe n NpuKnagHoe MaTepuanoBeaeHne»

METOANYECKUE YKASAHUA

K nabopaToOpHOMY MpaKTUKyMy

«ONTUKO-3MUCCUOHHbDbIU
CneKTpaJsibHblA aHaNu3
MeTaJI1I0B>»

ABTOp
[onraues O. B.
MycToBOWT B. H.

Po)XkoBa 'B. M:

PoctoB-Ha-[loHy, 2013



YnpaeneHve guCTaHUMOHHOIo 06yl-{eHVIﬂ M NMOBbILLEHUA KBaJ'IVICII)MKaLMVI

B \

OnNTUKO-3MUCCUOHHBIN CﬂeKTpaﬂbeIVI aHa/IM3 METaJ/10B

AHHOTaUuumA

MeToanyeckme ykasaHus paspaboTaHbl NS MCNONb30Ba-
HWS CTyAeHTaMW Mpu BbINOSIHEHUM NAbopaTOpPHOro Mpak-
TMKYMa Mo aucumnavHam "Hepaspylatowme MeToabl KOH-
Tpons Matepuanos”, "®U3MKO-XMMUSA HaHOMaTepuanos",
"HaHoTexHonormm n HaHoMatepuwanbl” U npegHasHadeHbl
ANS MPAKTUYECKOr0 OCBOEHUSI TeOpeTUYeCcKUX NpeacTaBs-
NEHUA O CTPOEHWMM WM CBOMCTBAX MATEpPVasioB, MOSyYEHUS
HaBblKOB aHanM3a XMMMYECKOro CcocTaBa MeTansoB U
CniaBoB.

ABTOp

Jonrayes lO. B., K.T.H., AOLUEHT
MyctosouT B. H., A.T.H, npodeccop, 3aB. kacdheapom
PoxxkoBa B. M., accucteHT



YHpaBﬂeHI/Ie AUCTAHIIMOHHOTO o6yquI/m U NMOBbIIIEHU A KBaJH/ICl)I/IKaL[I/II/I

5

ONTMKO-3MUCCUOHHBIN CHeKTpaﬂbeIVI aHann3 METaJiIoB

OrnaeneHue

1. OCHOBHBbIE TEOPETUYECKMNE MPEACTABIEHUS .....vvvvevvvveane 4
2. OCOBEHHOCTW PABOTbl HA YCTAHOBKE MAGELLAN Q8. ............ 8
3. METOAMKA BbIMOSTHEHMS PABOTDL.....cecviereeseecreeseeesssseesnsens 10
4, COOAEPXAHUE OTUETA ... eiierrerressesrearennssnsssnssanssansennees 10
5. KOHTPOJIBHDBIE BOTTPOCDI. ... ccuivtieeresirennrsneesnssnnsensennsensennsennns 11
6. PEKOMEH/AYEMbI BUBIMOrPAGUYECKNIA CMINCOK.................. 12



yllpaBJleHl/Ie AUCTAHIIMOHHOTO 06yqum{ U MMOBBIILIEHU A KBH]II/I(l)I/lKaLLI/II/l

ONTMKO-3MUCCUOHHBIN CHeKTpaﬂbelﬁ aHann3 METaJiIoB

LESTb PABOTbI: 03HaKOMUTLCSA C Ha3HayYeHWeM, BO3MOXHOCTS-
MM, MPUHLUMNOM AENCTBUS CnekTpanbHOro aHanusatopa Magellan Q8
W MPOM3BECTM XUMUYECKUIA aHANN3 MeTaNIM4Yeckoro obpasua.

1. OCHOBHbIE TEOPETUYECKUE NPEACTABJIEHUA

1.1. Ha3zHayeHne ONTUKO-3MUCCUOHOIr0 CNEeKTPasibHOro
aHanm3a

CeroaHs aHanM3 XMMWYECKOro COCTaBa Hallen LUMPOKOE Npw-
MEHEHME BO MHOIMMX OTpacigax HapoAHOro X034K1CTBa. Ka‘-IECTBO,
HaZIeXXHOCTb, AOITOBEYHOCTb M3Aenusl B 60/bLIOM CTEMNEHN 3aBUCAT OT
COCTaBa MCMosib30BaHHOMO cryiaBa. Manelillee OTK/IOHEHWE OT 3afaH-
HOMo XMMM4YeCKOro CoCtaBa MOXET NpMBECTU K HErATUBHOMY U3MEHE-
HUIO cBOMCTB. Ocobasi OMacHOCTb 3aK/IOYaETCs B TOM, YTO [AHHOE
OTK/IOHEHWE MOXET ObITb BM3yaslbHO HE3aMETHLIM W KaK CeACTBUE
HeonpeaenuMbiM 6e3 crieuunanbHbIX NprbopoB. YenoBeyeckme opraHbl
YYBCTB He AaloT BO3MOXHOCTU NMpOaHann3MpoBaThb Takue napameTpbl
METasNa, Kak ero coctaB WM MapKy MCMonb3yemoro crnsaea. OaHuM
13 npubopoB NO3BONSIOLWIMM MOAYYMTb HEOOX0ANMYIO MHDOPMALUMIO O
XUMWYECKOM COCTaBe Crn/iaBa SIBMASETCH OMTUKO-3MUCCUOHHbIN Chek-
TpOMeTp.

ONTUYECKMIN SMUCCUOHHBIA CNEKTPOMETP UCMONL3YETCS ANs U3-
MepeHnd MaccoBoM A0N XUMUYECKUNX 2/1IEMEHTOB B MeTaJu1axX U crjia-
BaxX N NPUMEHAETCA B aHAJIMTUYECKUX na6opaTopm|x NPOMbILLNEHHbIX
npeanpusaTui, B Lexax anst 6biCTpor COPTUPOBKU U MAEHTUDMKALMM
META/INIOB M CMJIAaBOB, @ TaKXe ANsl aHanm3a 60MblWMX KOHCTPYKLMM
6e3 HapyLleHMs UxX LenoCTHOCTH.

1.2 MpuHUMN AEeACTBUA ONTUKO-OMUCCMOHHOrO aHan3arTopa

MpUHUMN AECTBMS CMEKTPOMETPA OCHOBaH Ha M3MEPEHWUU WH-
TEHCMBHOCTU M3/TyYeHWUs] Ha OnpefesieHHOW ANMHE BOJSIHbI CreKkTpa
3MWCCMOHHOMO U3/TyYEHMSI aTOMOB aHaNM3MPyeMbIX 3N1eMeHTOB. M3ny-
YyeHue BO3DYXKAAETCA WMCKPOBLIM Pa3psiioM MeXAy BCMOMOraTesbHbIM
3NEKTPOAOM U aHaNM3MPyeMbIM MeTanIMYyeckum obpasuoM. B npouec-
ce aHanu3a aproH obTekaeT uccneayemblii 06beKT, aenas ero 6onee
3aMETHbIM [ U3YYEHUSI. DMUCCUOHHBIA CNEKTPOMETP (uKcHpyeT
MHTEHCUMBHOCTb M3/Ty4EHUSI M HA OCHOBE MOJTyYaeMbIX AaHHbIX aHau-
3upyet coctaB MeTanna. CogepxxaHue 3neMeHTOB B obpasue onpege-
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NAeTcs No rpagyMpoBOYHBIM 3aBUCUMOCTSAM MeXAy WHTEHCMBHOCTbLIO
3MUCCMOHHOIO M3/TYYEHUS U COAepPXXaHWeM aneMeHTa B obpasue.

CnekTpoMeTp COCTOWUT M3 WUCTOYHMKA BO3OYXAEHMS CMEeKTpa,
OMNTUYECKON CUCTEMbI U aBTOMaTU3MPOBAHHON CUCTEMbI YNpaBAeHNS U
perncrpaummn Ha 6a3e IBM-coBMeCcTMMOro KomnbloTepa.

MCcKpoBOM MCTOYHMK BO36YXXAEHMS CreKTpa npeaHasHayeH ans
BO36Y>XAE€HMSI SMUCCMOHHOIO CBETOBOI0 NMOTOKAa OT MCKPbl Mexay 06-
pasuoM M 3nekTpofoM. CrnekTpasnbHbli COCTaB CBETa OMPEAEnsieTcsl
XMMWYECKMM COCTABOM MCCIeayeMON npobbl.

B HacTosilee BpeMsi HaMbosee ONTMMasibHOM KOMMNOHOBKOM On-
TUYECKOM CUCTEMbI CYMTAETCS MCMOJSIHEHME MO cxeMe [MaweHa-PyHre

(puc. 1).

Boruyran
ronorpagpuyeckan

HeTouHMK
Tnewwero
pazpapa

Puc. 1 OnTnyeckast cucteMa no cxeme lMaweHa-PyHre

Korga BO36Y>AEHHbIE C MOMOLLbIO T/IEIOWErO paspsaa aToMbl
nepexoasT Ha 6onee HU3KYID OpbUTY, OHWU M3Ny4aloT CBeT. Kaxaas
M3My4YeHHass ANIMHA BOJHbI ABMAETCS XapaKTepHOW ANA KaXAoro aTo-
Ma ucnyctusliero ee. CBeT (OKYCUPYETCS Ha BXOAHOW LUENW Chek-
TPOMETpPa M PACLLEN/ISETCA HAa BOrHYTOM ronorpacuyeckoil pelleTke B
COOTBETCTBUM C ANMHAMKU BOSH. llocne 3Toro yepes TOYHO YCTAHOB-
NEHVE BbLIXOAHbIE LIENN CBET MOMNAJAET HAa COOTBETCTBYIOLIMMN 3ne-
MEHTY (POTOYMHOXUTENb.

[na obecrneyeHnss XOpoLIEN NPO3pPaYHOCTU ONTHUYECKas KamMepa
AomKHa 6bITb BaKyyMMpoBaHa. KpoMe 3Toro cucrteMa AofixHa 6biTb
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HE3aBMCMMOW OT BHELLHMX YCNOBWI (TEMMEpaTypbl U AABEHUS BO3-
Ayxa). B HacTosilee BpeMsi CTauMOHApHbIE OMTUYECKME CNEKTPOMET-
pbl TEPMOCTabUIN3MPOBaHbI C TOYHOCTBIO 0 AECSTHIX AONEN rpaayca.

YnpaBneHue NpoLeccoM WM3MepeHUst M 06paboTKM BbIXOAHOM
MHMOPMaLMM  OCYLLECTBASETCS OT BCTPOEHHOro IBM-coBMecTMMOro
KOMMblOTEPA C MOMOLLBIO CneuuanbHOro MporpaMMHOr0 KoMnaekca.
Mo nporpaMMe OCYLIECTB/SETCS HacTporka npubopa, MOCTpoeHue
rpasyvpoBOYHbIX 3aBUCMMOCTEM Ha OCHOBE aHanM3a CTaHAapTHbIX
obpasuos, ONTMMM3aUMS €ro napameTpoB, YNpaBfeHUEe pexuMamu
cnekTpomeTpa, 06paboTka, COXpaHEHUE U NeYyaTb pe3ynbTaToB MU3Me-
peHus.

1.3 YcraHoBka Magellan Q8

Qantron Magellan (Magellan Q8) - ONTUKO-3MWUCCMOHHBIA aHa-
nu3aTop C BakKyyMHOW onTukoi cupmbl Bruker (puc. 2). MossonsieT
ONpeaensTb XMMUYECKM COCTaB Cr/laBOB Ha OCHOBE Xenesa (CTanum u
yyryHbl), megn (6poH3bl, NaTyHU u Ap.) anioMuHus (AypantoMUHbI U
[p.). YCTaHOBKa OCHALLeHa AaTuMKaMu, onpeaensiowmmm npoLeHTHoe
KOMIMYeCTBO TakMX 3/IEMEHTOB, KaK yrnepog, asoT, docdop, cepa,
BaHaaui, Bonb(dpaM, KpeEMHWUI, MapraHel, XpoM, MONGAEH, HUKESb,
anioOMUHUIA, KobanbT, MeAb, HWMOBWI, TUTaH, 0noBo, 6op, xeneso,
LIMHK, 0/10BO, 6EPUNINIA, MarHuii, CBMHEL.

KannbpoBka YCTaHOBKM OCYLLECTB/SIETCA C MOMOLLbI0 KannMbpo-
BOYHbIX 06pa3LOB pas3/iMyHbIX CTanen, YyryHos, 6poH3bl, antoMUHKUe-
BbIX CMaBOB. TOYHOCTb OMNpeaesieHns XMMUYeCKoro coctasa CrnjiaBoB
COCTaBJISIET A0 COTbIX AONEW MPOLEHTA.
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2. OCOBEHHOCTU PABOTbI HA YCTAHOBKE MAGELLAN
Qs
2.1 NMpobonoaroroBka

Mepen aHan“30M NOBEPXHOCTb 06PA3LOB Ha >KENe3HON OCHOBE
AO/MKHA BblTb MOArOTOBMEHA C MOMOLLBIO WNGOBaNbHOMW MaLUVHbI U
LUKYPKM 3epHucTocTbio 40 — 60. [ns noarotoBkn obpasuos M3 LBET-
HbIX METaI/IoB PeKOMeHAYEeTCs pe3epoBaHNe UM NOAroToBKa C Mo-
MOLLbIO TOKApHOro CTaHKa. [s M3HOCOCTOMKMX MaTepuasnoB Tuma
YyryHa pekoMeHAyeTCs NPUMEHSTb WAMdOBKY abpasvBHbIM KaMHEM.
TOYHOCTb aHanM3a HanpsiMylo 3aBUCUT OT KayecTBa aproHa M Kade-
ctBa npobonoarotoBku. [llepes aHann3oM nOBEPXHOCTb 0bpa3ua
AO/MKHA 6bITb CyxoW M uncToi. He ponyckaetcsi dpesepoBaHue C UC-
NO/1b30BaHUEM 3MYJ/IbCMOHHbIX Macen.

2.2 MpoBeaeHne uaMepeHui

MoMecTTE NOArOTOB/MEHHBLIM 06pasel Ha  aHanUTUYECKUI
ctonuk. [lpy  3TOM aHanUTMYECKOe OTBEPCTME AO/MKHO  ObITb
MOJSIHOCTBIO 3aKpbITO 06pa3uoM. 3adukcupyite obpasel, OonycTvB
aBTOMATUYECKUIA NpWXMM obpa3ua.

Haxxmute KHOMKy npoxwura, 4Tobbl Ha4yaTb M3MepeHue. Tak xe
MOXXHO HauyaTb M3MepeHue Haxas knaeuwy F2 Ha knaBuaType unm Ha
COOTBETCTBYIOLLYKO KHOMKY Ha 3KpaHe MporpaMMHOro obecrneyeHus
QMatrix. locne 3TOro Bbl YCAbIWMTE 3BYK TOPEHMSI WCKPbl B
PasINYHBIX peXnMax.

Mocne OKOHYaHWSI FTOPEHUSt UCKPbl pe3ynbTaTbl aHanusa 6yayT
npeacTaBfieHbl Ha 3KpaHe. o OKOHYAHMKM WM3MEPEHUSI MOYUCTUTE
3NEKTPO/ CreumanbHON LLETOYKON.

MpoaHanusunpyiTe obpasel, ewwe pas. Mpu 3ToM He AonycKaeTcs
HaNoXeHW NaTeH obxura Apyr Ha apyra. Mocne okoHYaHUs BTOPOro
M3MepeHusi HeobXoaMMO CpaBHUTb pe3ynbTaTbl U3MepeHuin. Ecnn
BOCNPOM3BOAMMOCTb HEyZOBETBOPUTENbHA, HE0HX0AMMO MpOBECTU
€eLle OAVH aHanua.

Ecnn 3BYK WCKPbl C/IMIUKOM TPOMKUMA WM FOPEHWE WCKPbI
MOXHO BMAETb B MPOMEXYTKE MEXAY aHaSIMTUYECKMM CTOJIMKOM M
06pasLoM, HeobxoaMMo OCTaHOBUTb aHanu3 kHonkow "Crton". Mocne
3TOro HeobxoAMMO MPOBEPUTb aHANM3MPYEMYIO MOBEPXHOCTb U
NOBTOPUTb U3MEPEHME.
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2.3 KOHTponb NsATHa NpoXwura

Lser M dopmMa nsaTHa npoxura 3aBUCUT OT HECKONbKNX
(bakTopoB. O6bLIYHO MNATHO MpeAcTaBnsieT coboW CBET/bIN KpaTep
(UEHTP) C TEMHbIMM OKpaMHaMW, COCTOSILLMMM U3 MENKOANCMEPCHOro
MeTanmMyeckoro nopowka. Ecim  uBeT nsaTHa oTanyaetcs  OT
HOPMasibHOrO TO MPOKOHTPONMPYWTE Crieaytowme (aKkTopbl:

He copepxut nu obpasey nopbl WAM  OpraHu4eckue
BKJTHOYEHUA?

KauecTBo aproHa cooTBeTCTBYET TpeboBaHnsaM — 99,998%?

AproHoBasi cucteMa nNpoBepeHa Ha yTeuku?

MoBepxHoCcTb 06pa3uoB noaroToBfeHa npaBwnibHO?  (Be3
neperpeea 6onee 4yem 100°C, 6e3 “3aMblnMBaHWA” Ha CTapow
“lWwKkypke”, 6e3 cneaoB 3arps3HEHUS WM BHEOPEHUS B MOBEPXHOCTb
MaTepuana abpasuea).

2.4 YUncrtka anektpoaa.

PekoMeHAyeTCs UMCTUTL 3MEKTPOA MOCAE KaXxAoro npoxura.
KucTouky aepxxaTb B YUACTOM BUAE M UCMOMb30BaTh TOSbKO NSt OAHOM
METa//IMYECKOW OCHOBbl. B HEKOTOpLIX C/lyyasix, CBSI3@HHbIX C
ocobeHHbIMU obcTosTenbCTBaMm (Man pasmep obpasua, He TpebyeTcs
BbICOKOr0O KauyecTBa pe3yfnbTaToOB) MOXHO MNpOXuraTb Ha OAHOM
MecTe, HO Hajo YyuuTbiBaTb: 4TO obpasel He AO/MKEH HarpeBaTbCs
Bbllwe 60°C, 4yTo B CNeacTBUM MpOXWra yaansieTcs 4yacTb matepuana
obpasua M OT npoxura K MNPOXWUry MEHSIeTCa pacCcTosHWe A0
aneKTpoaa.
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3. METOAUKA BbINMOJIHEHUA PABOTDI

- YacHuTe uenb paboTsl.

- O3HaKOMbTECb C Ha3HA4YeHMEM, BO3MOXHOCTSMU MU MPUHLIMIIOM
[ENCTBUSI ONTMKO-3MUCCMOHHOMO CrIEKTPOMETpa.

- M3yunte pexkomeHgaumm no pabote Ha ycTtaHoBke Magellan
Q8.

- Mpoun3BeanTe NpoboNOAroTOBKY BblAAHHOMO MpernoaaBaTenem
obpasua.

- MMoa pykoBOACTBOM MpenogaeaTens npocnieayite B
nabopartoputo HOL| "Ikcneptusa" k cnektpomeTpy Magellan Q8.

- MNpoBeanTe M3MepeHNUst NOAroTOB/IEHHOIO 0bpa3La.

- PacneyvaTaiiTe pesynbTaTbl XMMUYECKOrO aHanmsa.

- CocTaBbTe OTHET 0 paboTe.

4. COAEP)XAHUE OTHETA

- Llenb pabortsl.

- Onuwute Ha3Ha4yeHne, BO3MOXHOCTU WU NMpUHUUN ﬂeVICTBMFI
OMTMKO-3MUCCMOHHOrO CreKTpoMeTpa.

- lMepeuncnute NOpsiAOK AEWCTBUM ANns NpobonoAroToBKE U
n3MepeHun obpasua.

- [punoxute K OTYETY pacrnedyaTaHHble  pe3ynbTaThbl
XMMWYECKOro aHanusa Ha cnekTpomeTpe Magellan Q8.

- Onpegenute NpuvHaaNeXHocTb obpa3ua K TOM WM MHOW
Mapke

- BbinuwuTe TpeboBaHMS K AAHHOM Mapke B COOTBETCTBUM C
OCTom

- EcnM eCcTb HECoOTBETCTBMSI MO COAEPXKAHMIO 3MEMEHTOB,
YKaXUTE UX.
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5. KOHTPOJIbHbIE BOMPOCHI

- OnuwuTe Ha3Ha4yeHWe U BO3MOXHOCTM YycCTaHOBKM Qantron
Magellan?

- KakoB  npuHUMN  OEWCTBUS  OMTUKO-3MUCCUOHHOIO
CrnekTpoMeTpa?

- Y70 BbI3bIBAET CBEYEHME MEeTaNIMyeckoro obpasua?

- Kak ycTpoeHa onTuyeckas cuctema crnektpomeTpa?

- OnnwwnTe npouecc NnpobonoaroToBKN?

- Kak nponsBectn namMepeHue Ha cnektpometpe Magellan Q8?

- Kaknm gomkHo 6bITb MpaBUIbHOE NSATHO NpoXura?
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