CoBpeMEHHbIEe MeTObl
KONTIMYECTBEHHOIO OPraHNYeCcKoro
MWKpOaHanus3a

JTabopamopusi MukpoaHaru3a



Tepmocuctema FP 900 (Mettler Toledo).

Tepmocuctema FP 900, ncnonbsyemas ans
onpeaeneHnst TOYKN nnaBneHust, BKItovaeT B cebs
LeHTpanbHbIK npoueccop FP 90 n namepurterneHyto
ayenky FP 81. FP90 npoueccop nmeet umgposon
avcnnen n knaenaTtypy, NnporpaMmMmupyerT,
KOHTPOSIMPYET, Bbl4MCAAET AaHHbIE OT U3MEPUTENBHOMN
SYenkn N NpeacTaBnsaeT ux Ha gucnree.

BellecTBa nomeLuatoT B Kanunnap Ha BbICOTY 4-6 MM.
CteknsHHble kanunnsapbl: gnameTp =1,3-1,5 mm, annHa
= 80-90 mm.

Bec obpasua 1-3 wr.

CkopocTb HarpeBaHuns 0bbl4HO 1°C /MUH, ans
oonblen ToyHocTn — 0,2°C/MUH; Ans pasnararoLmxcs
BewecTB - 5°C/MUH; ANg OpUEHTUPOBOYHOIO
onpeneneHus, neped To4HbIM, MOXeET ObITb -10°C/MUH.
MakcumanbHasa Temnepatypa — 375°C.
Bocnpon3soanMocTb U3MepeHnsa TemnepaTypsl,
yCTaHOBJfIEHHAA No cTaH4apTHOMY BewlecTtsy, + 0,1°C.




Cxema ayeunkn FP 81 |

Temnepartypa nsmepuTtesribHon a4enkm
Nn3mepsieTcsl TOYHbIM ceHcopoMm. FP 81
silyenka OeTekTupyeT TepMo-
ONTUYECKNE NBMEHEHNS,
npoucxoasiine ¢ BELECTBOM Mpu
HarpeBaHun. BellecTBo NnoMeLLaloT B
CTEKISAHHbIN Kanunnsp, CTaBaT ero Ha
OHO N3MepPUTENTbHON SYENKU U
HarpesaloT C onpeaerieHHON
CKOPOCTbH (MOXHO NPOBOAUTL
n3mepeHns, nomectmns obpasew B TpU
Kanunnspa). Ha gHe a4enkn nmeetcs
CBETOBOW UCTOYHUK (flamna) co
CBETOBOW TPYOKOW , Yepes3 KOTOPYHO
OCBeLLaloTCs BCTaBfEHHbIE B
Kanunnsipax obpasubl. Tpu
dooTOCeHCOpa, HaxoasaWwmecs Ha
BHELLHEWN CTEHKE SYEenKN, HENPEPDLIBHO
N3MepPSOT MHTEHCMBHOCTb CBETA,
npoxoasdLlero Yepes obpasubl,
npeBpaLlatoT ero B 9f1IEKTPUYECKNN
curHan.
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Fig. 3-3 Schematic cross-section through the FP81 measuring cell, at a melting point determination
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The transmittance curve of a meiting substance. A to C corresponds to the melting range, B
to the melting point. Point A corresponds to the temperature at which the transmittance ex-
ceeds the initial value (mean value during the first 10 s of measurement) by 1.2%_Point B is
20% abowve the initial value. Al point C the slope of the transmittance curve decreases below
0.4%/s.



ONneMeHTHbI aHanus.

OCHOBHbIM METOAOM AS1S1 onpeaeneHnsa cocTaBa sIBNSIETCS 3fIeMEHTHbIN aHanna,
KOTOopbIn gaeT nHdopmaumio o konndecteseHHom cogepxanum C. H, N, O, CI, Br, I, F, S,
P, MmeTannoB B OpraHU4YeCKNX BELLLECTBAX.

[MpyHUKUN METOAMK SNEMEHTHOro aHanu3a CoCToUT B BblcokoTemmnepaTypHon (900-
1100°C) OKMCNMUTENBHOW NN BOCCTAHOBUTENBHOW OECTPYKLUNN BELLLECTBA C NONYyYEHNEM
anemMeHTa B yaobHoun ansa onpeaenenuns eamHon popme. KoHeuwHoe onpeneneHuns
OCYyLLEeCTBNAIOT Hanbonee TOYHbIMU, BOCMPON3BOANMBIMU, BLICTPbIMU aHANNUTUYECKUMU
MeTo4amMun: BECOBbIMU, TUTPUMETPUYECKUMU, NOTEHLUNOMETPNYECKUMU,
CNEKTPOPOTOMETPUYECKUMU U T. A.

B anemMeHTHOM aHanm3e NPUMEHSIIOT MUKPOMETObI, B KOTOPLIX HaBeCckn obpasua
COCTaBnAT 2-6 Mr, NIO3TOMY MUCMNOMb3YHOT BECHI, paboTatowme ¢ TOYHOCTbIO + 0, 1 MKr
(Mettler-Toledo AT 20, Sartorius) n aHannTuyeckne Bechbl.




Knaccunyeckmuim rpasumMeTpudecknn meton onpeaeneHus
yrnepoga v soaopoaa.

Hasecku 3-6 mr. Bpemsa aHanmnsa — 30-45 MuH.
CxuraHune B TOKe ra3oobpasHoro Kucrnopoaa.
TemnepaTtypa cxuraHmna 900-950°C. CkopocTb
Kncrnopoga 25 mn/muH. [lJookucneHme um
nornowieHne melwarwwmx sewects — npu 700-
750°C B KoHUe Tpybku — ZrO,- MgO- Ag,WO, —
12 cm. YpaneHue okengos asoTa — K,Cr,0O, B
koHu. H,SO,, HaHeCeHHbIN Ha cunukarenbs, npu
KOMHaTHOu Temnepatype. [NornoweHue CO, -
ackapuToM (Lenoyb, HaHeceHHas Ha acbecrT),
H,O — aHrmgpoHom (nepxnopaT MarHms
6e3BOaHbIN). '

YcTaHoBKa Ans onpeaenexus yrnepoaa n sogopoaa




ABTOMaTUYECKME ANTeMEHTHbIE aHanmn3aTopbl ONs
onpeaneneHnda CHN, CHNS (Carlo Erba, Hewlett Packard,
Euro EA 3000).

CHN-aHanunsatop Hewlett Packard CHN-aHanmsan Carlo Erba

CHNS-ananunsatop EURO EA3000



B anemMeHTHbIX aHann3aTtopax HaBecka BellecTBa nopsiaka 1Mr cxxuraeTcs B
cTaTuyeckon unn guHammyeckom cucteme npu temnepatype 1000-1100°C B
OKMCIUTESNbHOM cpefe (OKCUAHO-KaTannTuyeckne Komnosnummn, gobaska
razoobpasHoro kucriopoga) B atmocdepe renu4. NonHoe cropaHue BelecTsa u
yaoaneHue melarowmx NpoaykToB OCcyLLecTBnsieTca bnarogapsa NPMMEHEHMI0 Taknx
OKCUAHO-KaTanMTuyeckux KoMrnoHeHToB kak Cr,05, WO4, PbO,, MnO,, MgO, ZrO,,
Ag,WO,, Ag/Co;0,. lNony4aemble npoaykTel — CO,, H,O, N, (obpasyownmnca nocne
BOCCTaHOBIEHMA OKCUA0B a30Ta BOCCTaHOBIIEHHOW MeAabio) nunn CO,, H,0, N,,SO,
pa3gensarTcs Ha razoxpomMmaTtorpadomyeckon KomnoHke (nopanak QS), AeTeKTUpyroTcs
KaTapoOMeTPOM (O4EeTEKTOPOM MO TENMNONPoOBOAHOCTKN). PacyeT —no BbICOTE NUKa,
MHTErpaTopoM; B NoCNeaHnx Mmogensax npubdopa — KOMNbIOTEPHAA NporpaMmmMa BblgaeT
%-Hoe coaepXaHne anemMeHTa B BellecTse. Bpems aHanmsa — 10 MuH.
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Onpepnenenne Cl, Br, |, F, S, P.

CyLLHOCTb MeTOAA COCTOUT B pasrfioXXeHnn BellecTBa B Konbe, HanofHEHHOW KUCIOPOAOM,
NOrnoLeHnn NPoayKTOB CMUraHNA NorfoTUTESNTbHbIM PaCTBOPOM, B pe3yrbTaTe Yero ykasaHHble
9fIEMEHTbI NOMyYaTCs B MIOHHOM COCTOSIHUK: Xropua-, bpomua-, noguna, dropua, cynbdar,
docdat- noHbl. HaBeckn 2-5 mr. [Ans1 NONHOTbI CropaHNA U OKUCIEHUS] MPUMEHSIOTCS AobaBKu B
Buae nponutkn domnbTpa ana Haseckn pactBopom KNOJ , nobaBok NonmMaTuneHa, noposioHa,
rnuuepuHa, nepekicm sogopona v 1. a. NpnmeHeHne nnaTtMHOBOM NPOBOSIOKU B KadecTBe
aepxatens obpasua obecneynBaeT ee katanuTuyeckoe AencTeme n pasButne Temnepartypbl 4o
1300-15000C.

Ob6pasytowmecs xnopung n 6pomMma-UoHbl oNPeaensanT MEPKYPUMETPUYECKUM TUTPOBAHNEM C
NHANKaTOPOM AndeHunkapba3oHOM 1M NOTEHLUNMOMETPUYECKN C CENEKTUBHBIMM 3N1IEKTPOAAMU NPU
TUTPOBaAHNN a30THOKMCIbIM cCepebpoM; noana — MOAOMETPUYECKN; CynbaT — TUTPOBAHMEM COJIbIO
Gapusa B B BBOOAHO-OpraHM4YeCcKomn cpeae ¢ nHamkaTtopom xrnopdgrocgoHaso lli;
doTopuma —CnekTpodPoTOMETPUYECKM MO KOMIMEKCY
naHTaH-ann3apuHKOMNIEeKCoH-pTopuL;

docdaTt —cnekTpooTOMETPUYECKN NO BaHAANN-MONTMB64EHOBOMY KOMMSIEKC
OpHoBpeMeHHOE onpeaeneHne ranoreHoB BO3MOXHO C NPUMEHEHNEM
xnopua-, bpomua, noama-cenekTMBHbIX ANEeKTPOA0B.




YcTaHoBKa Ang NOTEHUMOMETPUYECKOTO
ornpeaeneHust ranoreHoB




Cnektpodotometp Cary-50 dompmbl Varian

MpuGop cocTonT M3 cnekTpodoToOMETpa U KOMMbloTepa, Yepes KOTOPbIA OCYLLIECTBNSAETCS
nporpaMmMHoe obecrnevyeHre ansa pasnuyHbIX BUOOB ornepauuni: KOHLeHTpaLms, pacCTBOPUMOCTb,
KUHEeTUKa, dhepMeHTaTUBHas KUHETUKa 1 Apyrue.

MpuHUUNUanbHas cxema CrnekTpoMeTpa BKNHYaeT NONMXPOMaTUYECKUIN UCTOYHMK BHELLIHETO
N3rny4eHusi, MOHOXpomaTtop (B OCHOBHOM ANMPaKLMOHHbIE peLleTKM), KIOBETY C UccreayemMbim
06pa3sLoM, EeTEKTOP, ANEKTPOHHbIE YCTPOMCTBA, a Takke KOMMbTep ANns 06paboTkm U XpaHeHUs
OaHHbIX. B abcopbLMoHHbIX MeToaax aHann3a aHannMTUYeCcKMM CUrHaNoM CrnyXuT ofgHa 13
OTHOCUTENNbHbIX XapaKTepUCTUK — OMNTUYEcKas MNOTHOCTb, KOTOPYHO UCMOMNb3YT OIS
KONMYECTBEHHOIO aHanmaa npu ycrioBmMn NMHENHOCTU rpaaynpOBaHHbIX 3aBUCUMOCTEN.

B Cary 50 — ogHonyyeBas cxema. B ogHony4yeBon cxeme
N3MepeHUs BbIMOSTHAKT NonepemMeHHo, BBOAS B CBETOBOM
NOTOK NO o4yepeaun obpaseL, cpaBHEHUS U UccrenyemMbin
obpaszeu. OCHOBHbLIM NPEMMYLLECTBOM 3TOro npmnbopa
SABNAETCH UCMONb30BaHME B KAYECTBE NCTOYHMKA U3MyYeHUs
KCEHOHOBOW namnbl, obnagaroLlen BbICOKON CTabUNbHOCTbIO
N3IyYeHUs N HaEeXHOCTbIO B MHTepBane AnunH BonH 200-
800 HM.

[eTekTupoBaHue — POTOINEKTPUYECKUI OETEKTOP
(dboToanemeHThl, oTopesncTopsbl, hoToamnoabl 1 T.4.)
npeobpasyeT SHEPTUIO N3STYHEHUS B INIEKTPUYECKYIO.

Mol paboTaem ¢ nporpamMmMHbiM obecnevyeHnem -
KOHUeHTpaums. Nepen paboTon BHOCATCA Heobxoanmble
napameTpbl: ASIMHA BOJSTHbI, €4UHULbI U3BMEPEHUST, YNCIIO
NoBTOPOB, BpeM4a ycpeaHeHust — 0,1 cek unm 0,2cek,
BU3yasnbHbIN KOHTPOSIb, COOP N COXpaHEHWEe AaHHbIX U T. 4.




OcmomeTp naposoro aasneHna KNAUER ans
onpeaeneHna monekynapHom macchl (f'epmaHug).

2 TepMUCTOpPA, BKITHOYEHHbIX MO MOCTUKOBOW CXeMe
(MOCTUK YUTCTOHA), MOMELLEHbI B SI4ENKY, HACbILEHHYHO
napamMmun pacTBopuTens. Temnepartypa S4Yenku
noaaepKXmBaeTcs ANEKTPOHHBIM TEPMOCTATOM C
To4HocTbo 0,001°C. Ha TepMncTopbl HAHOCAT 4Yepes
LUNPUL NO Kanne pacTBOpuTens U pacteopa BeLlecTsa.
Tak Kak Kannm nocne ycTaHOBIEHUS TEMNOBOro
GanaHca 6yayT MMeTb pasnuyHble TemnepaTypsbl, TO
HacTynaeT pasbanaHcnpoBka MOCTOBOW cxeMbl. MocT
GanaHcupytoT no conpoTtmereHusam. Obpasyrowasncsa
pasHuua B TeMnepartype Mexay AByMsa TepMUCTopamu
nponopunoHanbHa MoseKkynapHONn macce Bewectsa. B
BbIYUCIIEHUM MOJS1. MACCbl UCNOMb3YIOT Pa3HOCTb
CONPOTUBIEHUN TEPMUCTOPOB, HAaBECKY obpasua,
pacTBoputensa obpasua, KoappPUUNEHT,
YCTaHOBSIEHHbIN NO CTaHAapTHOMY BeLEeCTBY
(a3obeHson). [insa onpegeneHna mMos. Mmacchl
Heob6xo4MMO NosIHoe pacTBopeHne obpasua. B
OpraHMYeCcKMUX PacTBOPUTENSAX BO3MOXHO ornpeaernieHne
Flg. 3 Measuring Cel) oT 40 no 35000. Pabouasa TemnepaTtypa perynupyeTcs
ARl S B Ts s oT 25 go 130°C. OTHOCKTenbHasi NOrpeLUHoCcTb - + 1-
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TepmMuyeckmnn aHanums

TepmoaHanuTnyeckne MetToabl cnyxaT ANa UCCreaoBaHUS XUMUYECKNX peakumin n
domanyecknx npespaLleHnit, NPoMcxoaaLwmx nog BAMaHneM Tenna B XMM4eCcKmx
coeamHeHusx. TepMmuyeckme nNpoLecchl, Oyab 3TO XMMUYECKNe peakunmn, N3MeHeHne
COCTOSIHUS Unn npeBpaLleHne asbl, CONpoBOXAATCA BCeraa UaMeHeHnem
BHYTPEHHErO TENNOCOAEPXKaHUA cuctemsl. MNpeBpalleHne NnponcxoanT C
nornoweHMem Tenna (3HAo0TEPMMYECKNE NPOLECCHI), UMK C BblAENEeHMEM Tenna
(3K30TEPMUMYECKME NPOLIECCHI).

TepmoaHann3aTopbl CUHXPOHHLIE NpeaHa3HaYeHbl A1 U3BMEPEHUsT TEPMOANHAMUNYECKUX
XapaKTepuCTUK (TeMmnepartypa 1 aHTanbnnsa gasoBbiX NEPEXOAOB, TEMNOEMKOCTb), U
N3MEHEHUSI MacCbl TBEPAbIX U MOPOLLKOOOPA3HbIX MaTePUanos B LLUNPOKOM
MHTepBane Temnepartyp. TepMmoaHann3aTopbl CUHXPOHHbIE NPeacTaBnsaloT cobou
N3MEePUTENbHbIN KOMMMNEKC, B KOTOPOM 06beanHEHbI PyHKUUK anddepeHunanbHOro
CKaHUPYIOLLEro KanopmmeTpa 1 BbICOKOYYBCTBUTENBbHbBIX aHANUTUYECKUX BECOB. ITO
No3BONSET NPOBOAUTL OOHOBPEMEHHO B OHOM 3KCNEPUMEHTE U Ha ogHOM obpasue
N3MepPEHNE KaropuMeTpUYeCcKknx BENNYMH NpU pasnmnyHbiX TEPMOANHAMUYECKUX
nepexogax, UaMepaTb TeMmnepaTypy 3TUX NEPEXOOOB U PErMCTPUPOBATL NPU ITOM
N3MeHeHne Macchl uccrnegyemoro obpasua. [Ans nccnenoBaHms BblAENSAOWMXCH
razoobpasHbix NPOAYKTOB BO3MOXHO noakrntoveHne MC- n UK dypbe-
CMEKTPOMETPOB.



CUHXPOHHLIN _TepMuyeckmn aHanusatop STA 409 doupmbl Netzsch

OcHoBHOM YacTbto Npubopa sABNseTcss naMmepuTenbHbIn 610K, B COCTaB KOTOPOro BXOOAT:

. OCHOBHOW 6510K C NOABEMHBIM MEXAHNU3MOM MeYu;

. MUKPOBECHI C 9NEKTPOMarHMTHON KOMMeHcaumen Harpysku;

. Bec obpasua, Bkntoyas turenb (18 r); TouHocTb B3BewmBaHna £0,01 wmr;

. BCTPOEHHas 3NeKTPOHMKa ANA UMdPOBOro TeMnepaTypHOro KOHTponsa u cbopa gaHHbIX.

[ns paboTel Nnpubopa Heobxoanma kanmbpoBka BECOB U KannbpoBKka No TemnepaTtype 1 dHTanbnuu, ong
Yero CyLLecTBYOT Habopbl AN KanMbpoBKMy.

TemnepaTypHbIn MHTepBan neun — ot 25 go 1550°C. PasnuyHble Tepmonapbl. BoamoxHa pasnnyHas
CKOpPOCTb HarpeBaHus. Npoboaepkatenn — pasnmyHon opmMbl. TUrNKM — pasHoO hOPMbl U N3 Pa3HOTO
MaTepuana (3aBucuT oT npoboaepxartens, matepmana obpasua, rasoson cpefpbl). MoxeT ObITb
ANHaMunyeckada raszoBasi aTmocgepa, crtatndeckas, Bakyym (y Hac HeT). PekomeHayeTtcs —
ANHaMM4yeckas; CTaTUYeCKyto fyylle He NCNOoMb30BaTb, Tak Kak BECOBasd CMCTEMA He 3alluLLEeHa OT
arpeccuBHbIX ra3oB, ecrv OHWM obpasytoTcs. MoXeT MCNoNb30BaTbCA Pa3fiMyHbIN ra3, B 3aBUCUMOCTH
OT 3aflayu nccnegoBaHUs: MHEPTHBIN, OKUCINTESbHbIN, BOCCTAHOBUTENbHbLIN. BBOA NpogyBOYHOIrO
rasa 60 mn/mMuH. BelbpaHHble napameTpbl U YCIOBUS MPOBEAEHNA TepMOaHaNIUTUYECKUX
nccrnegoBaHMin OKasblBalOT 3HAYUTENBHOE BIIMSIHUE Ha NoSflydaemble pesynbTaThl.




[Tpnmepbl TepMmorpamMm ryMmmMHOBbBIX KUCHOT
B aTMocdepe Bo3ayxa
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Tepmorpamma an-[3-(3,5-an-TpeT-6yTnn-4-
oKkcudpeHunn)nponunj]-gncynbduaa B renmu
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Mpubop : NETZSCH STA 409 PC/PG ®aiin :

Ci\ngbwin\ta\data5JTMA\00035_CO-4_10_600_AI203-lids_He27.ssv

Mpoekr : namepeHue

Kop o6pasua: 00035

DNata/Bpems : 30.01.2007 12:31:38
Na6opatopus : JIMA

Oneparop : TUxoBa

OG6pasel : CO-4, 6.246 mr

Marepuan :

dain KoppeKuum :

Temn. kan./®annbl YyBCT. :
AnanasoH :
Mpo6Goaepx./TN :
Pexum/Tun usmep. :

KpblcuH CermeHTh! :

Turens :
tcal_10_AI203_He_Tik.tsv/sens_10_Al203_He_Tik.esv Atmocdepa :
30/10.0(K/mnH)/600 Tr kopp./Awvan. usmep. :
DSC(/TG)HIGHRG 2/S OCK kopp./Ouan. usmep. :
OCK-TT / O6pasey,

17

DSC/TG pan Al203
He/27 / ---/--- | He 15/---
800/30000 mr
000/5000 mMkB




Tepmorpamma pasnoxeHusd
Al2(S04)3.18H20) B renuu
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[ata/Bpems : 24.11.2009 10:23:12 Temn. kan./®annel yyBceT. :  tcal_10_AI203_He_Tik.tsv/ sens_10_Al203_He_Tik.esv Atmocdpepa : He/27 / ---/--- | He 15/---
NaGopatopus : JIMA Ovana3soH : 30/10.0(K/MuH)/1200 Tr kopp./Anan. uamep. : 020/30000 mr
Oneparop : TuxoBa Mpo6Goaepx./TN : DSC(/TG)HIGHRG 2/ S AOCK kopp./Aunan. uamep. : 020/5000 mkB
O6pazel : 1089, 12.630 mr Pexxum/Tun nsmep. : OCK-TI / O6pasey + Koppekuus




