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MeTox CHHXPOHHOTO TEPMHYECKOT0 aHaIn3a, COYETAIOIINH B cede TepMOTrpaBUMETPHIO U (-
(epeHIHaNbHYI0 CKaHUPYIOLIYIO KaJOPUMETPHIO, IIHPOKO HUCIIONB3YETCS Ul M3Y4YCHHUS Pa3IMYHBIX
TIPOLIECCOB U CBOIMCTB MaTepHAIOB. JTOT METOJ{ OCHOBAH Ha OJHOBPEMEHHON PErUCTpaIiuy H3MEHEHIH
XapaKTepHCTUK 00pasla Npu HarpeBaHuu. [ aHamM3a BBIACISIOMIMXCS IA30B Yallle BCErO MCIIONb-
3yI0T MacC-CIIEKTPOMETPHUIO, YTO CYIIECTBEHHO pacHIIpsieT BO3MOXKHOCTH 3TOTO MeToja. B mannoi
paboTe B 3KCHEPHUMEHTAX M0 TEPMUUECKOMY Pa3I0KEHHUIO THIPpOKapOoHaTa HaTpus ObLT BBISIBICH 3(-
(beKT OTCTaBaHUS CHTHAIOB MAacC-CIEKTPOMETpa JJIsl MAacCOBBIX umceln 18 (Boma) u 44 (yrieKucIisIi
ra3) OT CUTHaJIa II0TepU Macchl o0pasua. IToT 3P PeKT, MPEeII0IOKUTEITBHO, CBA3aH C TeM, 4TO HE00-
XOIMMO HEKOTOPOE BpeMs Ul MPOXOXKICHUS Ia3000pa3HbIX MPOAYKTOB Yepe3 Kaluusip 10 UX IO-
CTYIICHUs] B HICTOYHUK MOHOB Macc-ClieKTpoMerpa. HecMoTpst Ha TO 4TO Takoe 3ama3/bIBaHue SBIIs-
©TCsl HE3HAYUTENIbHBIM OTHOCHTEJIBHO BCETO BPEMEHH 3KCIIEPUMEHTA, CYIIECTBYIOT paboThI IO yYeTy
atoro 3¢ dekra. B HacTosmmelt paboTe Ha OCHOBE CepUU N3MEPEHHI TEPMUUECKOTO PA3I0KeHUs 00pa3-
LI0B IMAPOKapOOHaTa HATPUs ObLIO PACCUNUTAHO BpeMs 3amasbiBaHus. CpeinHee BpeMs OTCTaBaHUs
CUTHaJla HOHHOTO TOKa BOABI cocTaBmio 21,68 ¢, yriekucioro ra3a — 8,64 ¢. T pe3yabpTaThl Coria-
CYIOTCSI CO 3HAQUCHUSIMU CKOPOCTEH, XapaKTepHBIMU JJIsI IBYDKCHHS ra30B B KAIMULIPHBIX KOJIOHKAX.
Taxoke OBUIO BBISICHEHO, YTO 3HAYCHHE 3ala3[bIBaHUs CUTHANA HE 3aBUCHUT OT HayalbHOW Macchl 00-
pasia. Pesynpratamu 370 paboThl MOYKHO JOMOJHUTH CYIIECCTBYIOIIUE POrPAMMHBIC KOMILICKCHI 00-
PabOTKH 3KCIIEPUMEHTAIBHBIX JAHHBIX, OTYYEHHBIX C IOMOLBIO TAKOH CHCTEMBI.

KuioueBrble ciioBa: Macc-criekTpsl, cucteMa TA-MC, TepMmuueckuil aHanm3, TepMUUECKOE pas-
JIOXKEHHUE, KaWUIIPHOE COeIUHEHHE, 3ala3IbIBAHNE CUTHAJA, CONOCTABICHUE CUTHAJIOB, YHCIICHHbIH
METOJI, TUAPOKapOOHAT HATPHS, aHAIN3 aHHBIX, pa3paboTKa alrOpUTMOB

* Cmamos nonyuena 03 oxmsabps 2025 e.

Paboma evinonnena 6 pamxax npoexma 2ocyoapcemeennozo 3aoanus (NeFWEU-2026-0010) npo-
epammul pyHoamenmanvhvix ucciedoganui PO na 2021-2030 z2. ¢ ucnonvsosanuem pecypcos LIKIT
"BvicokomemnepamypHuiii KoHmyp".
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BBEJIEHUE

CoueTanue METO0B TEPMUIECKOTO aHAIN3a U Macc-criekrpomerpuu (TA-MC)
MIMPOKO MCIIOJIB3YETCsI TP UCCIeJOBaHIH ra30Boil (assl, 00pasyromeiics B pe3yib-
TaTe TEPMUUYECKOT0 BO3ACHCTBYA HA PAa3IMUYHbIC BEIIECTBA U MAaTepHUalIbl, TAKUE KaK
6uomacca [1, 2], ocaaku cTouHBIX BoA [3], kayuyku [4], mmacTMacce [5], TOHKHE
TUICHKH [6], a TaKke UX afacopOIMOHHBIX cBOWUCTB [7]. [IpuMeHeHue Takoi CUCTEMBI
NPEAOCTaBISIET BO3MOXKHOCTD OHOBPEMEHHON PETUCTPAaLUU IOTEPU MacChl Belle-
CTBa M TPOIYKTOB, OOPa3yIOUIUXCA MPHU HArpeBaHUM HCCIIETYyEMOTO BEIECTBa.
Yacro B coueranuu ¢ MmetogoM TA-MC npuMeHsIOT JOMOJHUTENbHBIE CIIEKTPOCKO-
nudeckne Metozpl [8—10]. AHanu3 KpWBBIX, MOMYYCHHBIX Ha MpHOOpE TepMuue-
CKOTO aHaJIn3a, O3BOJIIET ONPENENINTh TEMIEPATyphl (Pa3oBbIX MEPEXO0B, TEILIO-
BbIe d((EKTH U KHHETHYECKHE MapaMeTPhl MPOIECCOB, MPOTEKAOIINX MIPH Harpe-
BaHMU. Macc-CIEeKTPOMETPUUECKUE TaHHBIE MCIOIB3YIOTCS Ul MACHTH(UKALUH
COCTaBa BBLACIIIIOLINXCS T'a30B U ONPECIICHU MEXaHU3MOB TEPMUIECKOTO pa3io-
JKEHHMSL.

Bo MHOTHX TepMHUYECKUX PEAKIMIX MPOUCXOIUT BBIAEICHUE BOJIBI U YIJIEKHUC-
noro raza [11-14]. Ins cuctemsl TA-MC npu uccieqoBaHUN TEPMUIECKOTO Pasiio-
JKEHUS THApPOKapOoHaTa HATpUs OBLUTO OOHAPYKEHO BPEMEHHOE 3aIla3IbIBAHHE CHUT-
HaJIOB MOHHBIX TOKOB /[,,/._1g (Boma) M [,,,._44 (YTJIEKHCIIBIA Ta3) OTHOCHTEIEHO

CHTHajla CKOPOCTH ITOTEPH Macchl 00pa3moMm.

Takoe 3ama3gsiBaHNE MOXKET OBITh OOYCIIOBIICHO BpeMEeHEM, HEOOXOIUMBIM
IUTS TIPEOAOJICHUST KalWUIsipa ra3000pa3HbIMU MPOAYKTaMH 0 MOMagaHHs B HC-
TOYHUK MOHOB Macc-CIeKTpoMeTpa. Takoe 3ama3aplBaHue HEKPUTHYHO, €CITH IS
HOJyKOJIMYECTBEHHOIO aHAJIN3a OIPaHMYUTHCS IUIOIIAAbI0 IHMKa KPUBOW Macc-
CIIEKTpa, KaK 3TO AellaeTcs BO MHOTHX paboTax, Hampumep [13, 15, 16]. Ognako
B HEKOTOPBIX CIydasx 3TO 3ama3[blBaHUE MOXKET NMPUBECTH K HEKOPPEKTHOMY
OIIpe/IETICHHIO MTOCIEA0BATENIEHOCTU CTa i, YTO, B CBOIO OYEepPEab, MOXKET IIPHUBE-
CTH K HETOYHOMY OIIPEICICHUIO KHHETHUECKUX K03 duimentos. Hanpumep, B pa-
6ote [17] mst morcka KamMOPOBOYHBIX KO3(QPHUIHUEHTOB pemaeTcs 3agada KBaj-
PaTHYHOIO IPOTPAMMHUPOBAHUS, U 3TO PEIICHUE MOXKET 0Ka3aTbCs UyBCTBUTEIb-
HBIM K CPaBHUTEJIBHO HEOOIBIIOMY CMEILICHHUIO HCXOAHBIX JaHHBIX OTHOCUTEIBHO
opyr apyra. B pabote [18] ynoMsiHyT maHHBINH 3QPEKT, 3aBUCAINA OT TEPMOJIHU-
HaMHUYECKUX CBOMCTB KaXKAOTO MPOAYKTa TEPMUUYECKOI'O PA3IOKECHHS, U IPEIJIO-
JKEH aJITOPUTM, OCHOBAHHBIM Ha METO/Ie HAUMEHBIINX KBaJPaTOB, C yU€TOM 3amas-
AbIBaHWA CUTHAJIOB MOHHOI'O TOKa IO OTHOHWICHUIO K CHUTHaly IMOTCPU MAaCCHhI.
OpHako anropuTM, MpeaCTaBICHHBINA B yKa3aHHOU paboTe, He JaeT BOBMOXKHOCTH
NOJTyYUTh SIBHBIC 3HAUCHUS 3ama3iblBaHus curHana. B Hacrosmei pabore paspa-
0oTaHa METOAMKA, KOTOpasi TAK)KE OCHOBAaHA Ha METOAE HaUMEHBIINX KBAJpPaTOB,
HO, B OTJIM4HE OT padoTsl [ 18], mO3BOMSAET KOJTMUECTBEHHO OLIGHUTH BpEeMs 3armas-
JBIBaHUS CUTHAJIOB HOHHOT'O TOKA.

Mertonuka ObuIa IPUMEHEHA K IIPOLIECCY Pa3IoKeHUs THAPOKapOOHaTa HATPUs
B KaUCCTBC MOJCIIBHOI0 COCANHCHM, TaK KaK IIpH €TI0 Pa3JI0KCHUN

2NaHCO; = Na,COs + H,0 + CO, (1)

MIPOUCXOUT OJHOBPEMEHHOE BBIICJICHUE YIJICKHCIIOrO T'a3a U BOJIbI, YTO MO3BOJISET
BBIIBUTH 3()()EKT OTCTaBaHMs CUTHAJIa MOHHOTO TOKa BOABI (m/z = 18) u yriekuc-
noro raza (m/z = 44) ot repmorpaBuMeTpudeckoro curaana (TI-curnama).
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1. OIIMCAHUE YCTAHOBKHA

HccnenoBanust BBIOJIHEHBI C HCTIONB30BaHUEM MTPUOOPAa CHHXPOHHOTO TEPMHU-
yeckoro aHanuza STA449F1, coeAMHEHHOTO ¢ KBaAPYIMOJIbHBIM MacC-CIIEKTPOMET-
pom QMS403C. Ha puc. 1 npeacrasiena cxema ycranoBku TA-MC.
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Puc. 1. Cxema ycranoBku TA-MC ¢ KanumisipHbIM CO€AMHEHHEM
Fig. 1. Scheme of the TA-MS installation with a capillary connection

B xamepe TepMHUYECKOTO aHaNM3a PACIOIOXKEHO JBAa THIJIA: OIWH COACPIKHUT
obpaselr, a APYTroH SIBISIETCS] ATAIIOHOM (HaIle BCero MmyCcThIM THrieM). CTeHKH Ka-
MepbI HarpeBaroTcs paBHOMEPHO C 3aJaHHOI ckopocThio. BeicoTa kamepst 200 M,
muamMeTp 27 mM. Turimm oOayBarOTCsS CHHU3Y CMECHIO «BO3IYX — aprom» ¢ 3aJaHHOU
CKOpOCTHhIO. JlepkaTelb ¢ TUTIISIMH YCTAaHOBJICH Ha BECOBOH matdopme JUis TIOCTOo-
SITHHOTO M3MEPEHUs TIOTEpH Macchl 00pas3loM Bo BpeMs u3MepeHus. Yactb oOpasy-
IONINXCSA B XOJ€ TEPMHUYECKOTO aHajn3a Ta3000pa3HBIX IMPOTYKTOB IIOMAIaeT
B Macc-CIIEKTPOMETP uepe3 000TpeBaeMblii KBapIIEeBbI Kamuisip (TeMreparypa Ka-
nusapa 200 °C), apyras yacte yXoaut B atmocgepy. BHyTpeHHu# auamerp xanui-
nsipa coctaBisieT 70 MkM, AyrHa kKanwuisipa 1,5 M. [lox geiicTBueM 31eKTpOHHOU
VMOHM3AlNN aHAJIN3UPYyEeMble COSAMHEHUS MOHU3UPYIOTCS W Jajee B Macc-aHalld-
3aTope MOJTy4YeHHbIE HOHBI Pa3JIeNaioTcsa M0 COOTHOUICHUIO MacChl MOHA K €ro 3a-
pany (m/z).

B paborte Obutr HCTIONB30BAHBI CTAHIAPTHBIE KOPYHAOBHIE THTIIH JTHAMETPOM
5 MM u BeIcOoTOM 4 MM. [IpoBeneHo Tpu mapamienbHBIX H3MEPEHUS ISt 00pas3IoB
ruapokapbonara Hatpusi Maccor 20 £ 0,14 mr, 50 £ 0,68 mr u 100 + 0,49 Mr mpu
ckopoctu Harpesa 10 K-mun'. BriGpaHHbIe IUaNa30Hbl HABECOK MO3BOISIOT T10-
JYyYUTh TPEJCTABICHHS O BIUSHUU MacChl 00pasia Ha 3HaUYeHHWE BPEMEHH OTCTa-
BaHHUA.
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Ha puc. 2, a npencraBnen npuMep HCXOAHBIX JaHHBIX 00pasia Maccoii 100,5 mr:
TT'-curnan norepu Macchl 00pa3LiOM U CUTHAJIBI HOHHBIX TOKOB Ha MAaCCOBBIX YHC-
nax m/z =18 u m/z = 44. Ha puc. 2, 6 npe/cTaBJICH MepepacueT UCXOIHBIX JaHHBIX
B MOJIM AJIs1 COIIOCTABJICHUS ¢ ypaBHeHUeM peakuu (1).
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Puc. 2. Ucxonublie nanuble 115 oopasna maccoit 100,5 mr:

o
(%]

a — Tr-curnan & u curHainsl HOHHBIX TOKOB BOAbI (m/z = 18) u yriekucoro rasza (m/z = 44); 6 — cko-
pOCTb OTEPH KOJIMYEeCTBa 00pa3LioM, paccuntanHoe 1o TI'-curHaiy, 1 M3MEHEHHE KOJIMYEeCcTBa ra3o-
00pa3HbIX NPOLYKTOB, PETHCTPUPYEMOE MACC-CIIEKTPOMETPOM

Fig. 2. Initial data of a sample, mass 100,5 mg:

a is TG-signal & and ion current signals of water (m/z = 18) and carbon dioxide (m/z = 44); b is change
in the loss of quantity of the sample calculated from the TG signal and change in the quantities
of gaseous products recorded by the mass spectrometer

TeOpeTI/I‘IeCKI/I KPHBBIC CKOPOCTH MOTEPU KOJINYECTBA BEIIECTBA U KPUBLIC KO-
JIM4eCTBa BCHICCTB, IOCTYINMUBIIMX B MACC-CIICKTPOMETP, AOJDKHBI COBIAJAATh.
O,Z[HaKO Ha puc. 2, 9] BHUIHO OTCTaBaHHWC MOHHOI'O TOKa I‘aSOO6pa3HLIX MMPpOAYKTOB
IIOCJIE pacycTa KOJINMYCCTBA BBIJACIICHHBIX BEIICCTB.

2. METOJUMKA OHEHKH 3AJIEP)KKHA 110 BPEMEHU

I[J'IH OLICHKU 3aACPIKKHU IO BPpECMCHHU OblL1a IpeAJIOKCHA CICAYoas METOAHKaA.
Tak Kak oTcTaBaHHE 110 BPEMCHH B JaHHOM CJIy4da€ 3HAYUTCIbHO MCHBIIIC BPEMCHU

pasnokeHwst, ObLIa CIeaHa armpoOKCHMAIUs 3HAYSHNH TIOTEPH KOJIMYECTBA 00pas-
roTtepst

oM n; CKOPOCTBIO 00Pa3OBaHMs ra3000pa3HBIX MPOJYKTOB 1) METOJIOM
HAUMEHBIINX KBAIPATOB:
N oTeps 2
F:Z[nj P —nj.ﬂ — min, )
J=1
. moTeps
rie N - u€Hcio Touek; 7 — CKOpOCTh TIOTEPH KOIMYECTBA 0OPa3IOM,

MOTB-C n;% — CKOpOCTH 00pa3oBaHMs Ta3000pa3HOr0 NPOIYKTa, MOJb - ¢l
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IIpu sTom
ras z Z i
nyo=n;+ Y At (3)
i=1
rae X;; = ny) il, ngl) — i-sl MPOU3BOHASL OT CKOPOCTH MOTEPH Ia3000pa3HOTO MpPO-

IOYKTa B j-ii MOMEHT BpEMEHH; z — PACCMaTPUBAEMOE OTHOLICHUE m/z; At — BpeMs
OTCTaBaHUSI MOHHOrO TOKa, c. [loTeps KosmvecTBa THAPOKapOOHATOM HATPHS

IIOTEPA
n; P1 u T -curnan € cBsI3aHBI COOTHOLIEHUEM
___obpasen »-
oTeps _ My C J )
j - s
My,o +Mco,
rie m86pa3eu — HayanpHas macca o6pasua, T; {; — umcnenmas mpowssonmas

TT -curnaia, %-cfl; My ,0 H Mco , ~ MOJISpHas Macca BOJIbL U YIJIEKUCIIOrO rasa

COOTBETCTBEHHO, r-Momb . MuHyC B COOTHOIIEHHUHU (4) 03HAYACT TOTEPIO0 MACCHI
obpasia.

B ciydae TepMHUECKOTO Pa3NiokKeHUs] THAPOKApOOHaTa HATPHS CUTHAN C Mac-
COBBIM YHCJIOM m/z = 18 CBfi3aH TOJNLKO C BOJIOM, CHTHAJN C MACCOBBIM YHCIIOM
m/z = 44 CcBsI3aH TOJNBKO C YTICKUCIBIM ra3oM. [IpernonoxxuTeIbHO 3HAYCHUS ATHX
CUT'HAJIOB CBA3AaHBI C UX KOJUYECTBAMU 4YE€PE3 COOTBETCTBYIOIIUC KaJ'IHGpOBO“IHBIe
koa(pumments! o Gopmynte (5) [4]:

i =k7I, z=18; 44, (5)

1

V4

. 1.2 o
; ; k™ — xanubpoBOYHBIH

o€ n; —KOJIHNYCCTBO ra3006pa3Hor0 npoaykra, MOJb - c

kod(pumment; 1 JZ — HOHHBIA TOK MacC-CIeKTPOMeETpa, A.

Jns N touex ¢ yaerom (3) —(5) npu 0F /0At; =0 OblIa HOTyYeHa CIeAyIomas
CHCTEMA YPaBHEHHIA:

p . N N
l=0:N+ZAtlel-j=Zyj, (6)
=l =l =1
N p . N N
[>0: 3 x5+ 2 A Y xpx;; = 30 v x (7)
j=1 im0 Al =

0 ’ i) /.
e y; =-mg pazeucj/<MH20 +MCO2); Xty =kZIZ§.)/l!.



90 M.A. KO3JIOBA, A.H. KO3JIOB, M.B. [IEH3UK

BBuy TOr0, 4TO BpeMs OTCTABAHKS B HAIIIEM CIIy4ae OYCHb MaJo 10 CpaBHeE-
HUIO CO BCEM BPEMEHEM Pa3JIOKEHHS, MOXKHO OTPAaHUYUTHCS MEPBBIMU BYMS dlie-
Hamu pasnoxxenus (3). [IpeoOpa3oBeiBas Beipaxenus (6) u (7), mojydyaeM CUCTEMY
ypaBHeHu# otHocuTeNbHO (1, Af):

N N r
N ) X1 2 Vi
Jj=1 | oA
Gl | s ®)
lej lej Zijlj
Jj=1 j=1 J=1

Cucrema ypaBHeHuil (8) Obl1a HCIIOJIB30BaHa B HACTOSLIECH paboTe U1 HaX0XK-
JICHUSI BPEMEHU OTCTaBaHMsI CUTHAJIA HOHHOTO TOKa.

3. PE3YJIbTATBI PACYETOB

HOHy‘{eHHLIC 3HA4YCHUA m] u [] 06pa60TaJ11/1 o mpeACTaBJICHHOMY BBIIIC

ANTOPUTMY U PACCUUTAIN BPEeMs OTCTaBaHHS CHTHAJIOB HOHHOTO TOKa. [laHHbIE 00-
pas3IoB U PaCCYUTAHHOE BPEMS OTCTaBaHUS MPECTAaBICHBI B TaOJIHIIE.

HUcxoanbie 1aHHBIE 06pa3u03 H PaCCUYUTAHHOC BPEMS OTCTABAHUSA

Sample raw data and calculated lag time

No Bpewms oTcraBanus, ¢

T m/z = 18 (H;0) m/z = 44 (CO»)
1 19,68 21,97 8,05
2 19,86 23,82 9,75
3 19,96 21,68 7,98
4 49,20 23,52 10,28
5 49,95 20,77 7,65
6 50,55 20,80 7,80
7 99,65 21,39 9,54
8 100,50 22,56 10,45
9 100,51 18,66 6,36

Ha puc. 3 moka3aHbl pe3yibTaThl pacueTa BPEMEHM 3alla3[bIBaHUs CHTHAJIa
MOHHBIX TOKOB OTHOCUTEIBHO TEPMOTPABUMETPHUUECKOTO CUTHATIA.
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Puc. 3. Ilony4eHHBIC pE3yIBTATHL:

a — 3aBICUMOCTb BPEMEHH OTCTaBaHHS OT Macchl 00pasIia; 6 — 3aBUCHMOCTh MEXITy BPeMEHEM
OTCTaBaHUSI CUTHAJIOB BOZBI M YTJICKHCIIOTO Ta3a

Fig. 3. Results obtained:

a is dependence of the lag time on the sample mass; b is relationship between the lag times
of water and carbon dioxide signals

CpenHee BpeMsi OTCTaBaHHsI CHTHAJIA HOHHOTO TOKa BOJIBI (71/z = 18) cocTaBmIlo
At =21,68=+1,57 ¢, yrnekucnoro rasa (m/z = 44) — At = 8,64 + 1,40 ¢, u 3T 3HaUe-
HUS TIOJIOKUTETBHO KOPPEIUPYIOT MEX Iy c000ii. J1Jis TOro 4ToObl UCKITFOUUTH BIIU-
sIHUE CYIITKH o0pas3iia Ha pe3yNbTaT BRIYUCICHHUH, OB BRIOpaH qama3oH BPeMEHH,
KOTOPBI COOTBETCTBOBAJ TEMIIEpaType pPas3lioKEHHUs THIpPOKapOoHaTa HATPHUS —
BeImre 330 °C.

W3 puc. 3, 6 BuHA 3aBUCUMOCTH MEXKIY BPEMEHEM OTCTaBaHMS CUTHAJIA BOJIBI
Y YTIIEKUCIIOTO ra3a, Kod(GUIueHT Koppensanuu coctasiseT 0,86, mpu 3TOM MOKHO
CTPYIIIUPOBATE 00PA3Ilbl C MPUMEPHO OJMHAKOBON Maccoi: oOpas3iiaM ¢ HauMEHb-
et maccoit (oxoiso 20 MTI) COOTBETCTBYET HAaMMEHBIIIEEe BpeMs 3ama3IbIBaHUs CUT-
HanoB. OOpasmnam ¢ Maccoit okoo 100 Mr cOOTBETCTBYET HAaMOOIbIIEe BpeMs 3a-
nasneBanus. OqHAKO Ha puc. 3, @ TaKo# Koppensauu He Habmogaercs (—0,43 1 0,06
JUISL BOJBI M YTJIEKUCIIOTO Ta3a COOTBETCTBEHHO), M3 YETO MOXKHO CAENATh BHEIBOJ,
YTO Macca He OKa3bIBaeT CHIIPHOTO BIUSHUS Ha 3HaY€HHE BPEMEHU 3ama3bIBaHUs

CHUIr'HAaJIa HOHHOT'O TOKaA.

IIpu cxopoctu HarpeBa 10 K -mun”! BpeMsl 3ama3[bIBaHUsl MPAKTHUYECKU

HE 3aBHUCHT OT MacChl HCXoAHOro oOpasma. C yderoM MIMHBI Kamwmuisgpa 1,5 m
CpeIHsil CKOPOCTh JABUXKCHHUS IMAapOB BOJABI U YIJIEKUCIOTO rasza COCTaBJISET

-1 -1
6,95+0,53 cm-¢c  m 17,8+3,04 cM-C  COOTBETCTBEHHO. DTH 3HAUYCHHUS CKOPO-
CTel XapaKTepHBI I ABMKCHHUS Ta30B B KAMIIIAPHBIX KOJIOHKAX, B YaCTHOCTH
B Xpomarorpaduueckux cuctemax [19].

3AKIIOYEHHUE

B Hacrosmiei padote BeIABIICH 3¢ (EKT 3ama3ApIBaHms CUTHAIA MACC-CIIECKTPO-
METpa OTHOCHUTEJIPHO CHUTHAJIa MOTEPU MacChl 00pa3IoM, YTO TaK)Ke YITOMHHACTCS
B HeMHorux paborax. Ha ocHOBe MeTolla HAMMEHBIIUX KBaJApaToOB ObLIa
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MIPOBEICHA YHCIICHHAS OIIEHKA ATOT0 AP PeKTa 10 TaHHBIM TEPMUIECKOTO Pa3iioxKe-
HUS THAPOKapOOHAaTa HATPUS, TOTyIeHHBIM B cucteme TA-MC.

PaccunranHoe B paboTe BpeMsi OTCTaBaHUSI CUTHAIOB HOHHBIX TOKOB BOJIBI
(21,68 1,57 ¢) u yraekucioro rasa (8,64 + 1,40 ¢) Mano 1o CpaBHEHHIO C BpeMEHEM
MIOJTHOTO PAa3JIOKEHUsI THAPOKapOoHaTa HaTpus. Takue 3aJepKKu UMEIOT TPHUHIIU-
MUAJIbHOE 3HAYEHHE B YCIOBHAX OBICTPHIX TEPMUYECKHX MPOIECCOB, KOT/a 3amas-
JIBIBAaHNE CUTHaJIa CTAHOBUTCS COMOCTABMMBIM CO BCEH IMPOJOJIKUTENBHOCTBIO pe-
aKLMK WIM KPUTUYECKU BAXKHO YUUTHIBATh MOCIEI0BATEIBHOCTD 3TAlOB TEPMHUUE-
CKOI'O Pa3JIoKEHU.

Taxoke OBIIO BBISBICHO, YTO HadalbHasi Macca o0pasla He OKa3bIBaeT CyIle-
CTBEHHOT'O BIIMSIHUS Ha 3HAYCHUE 3aMa3AblBaHUS CUTHaja. JTO MO3BOJISIET YTBEP-
JKAATh, 9TO TWHAMHKA (OPMHUPOBAHHS Ta30BBIX KOMIIOHEHTOB OIPENeNsieTCs mpe-
MMYIIECTBEHHO XUMHUYECKUMHU TPOLIECCaMU, MIPOUCXOASIIUMHI BHYTPH MaTepHaa,
a He Maccoi UCXOIHOTO BEILECTBA.

Ha Bpems oTcraBaHms MOTYT MOBIHMATH MPHPOAa 0Opasiia, CKOPOCTb HarpeBa,
YCIJIOBUS IPOBEIEHUS dKCTiepuMenTa. [l uccieoBaHus 3aBUCUMOCTH 3ama3/bIBa-
HUSI CUTHAJIA Ha ONPEETICHHBIX OTHOLLCHHUSX M1/z OT YKa3aHHBIX (PaKTOPOB HE00XO-
JUMBI JIOTMOJHUTEIbHBIE UCCIEAOBAHUS sl TIOCIEAYIOIIETO BHEAPECHUS HAMKMCaH-
HBIX Ha OCHOBE 3THX MCCIIECIOBAHUI aITOPUTMOB B CYLIECTBYIOIIME IPOrPAMMHbIE
KOMITJIEKCH 00pabOTKH SKCHEPUMEHTANBHBIX JaHHBIX. DTH aTOPUTMBI JOJIKHBI
YYHUTHIBATH KOMILJIEKC B3aMOCBSI3aHHBIX (DAKTOPOB, BIUSIONINX HA TUHAMHUKY PETH-
CTPUPYEMBIX CHTHAJIOB, 0OECIIeYrBas TAKUM 00pa3oM a/IeKBaTHYIO KOPPEKIIHIO Bpe-
MEHHBIX CBUTOB U TOBBIIIEHHE TOYHOCTH OLIEHKH KWHETHYECKHUX XapaKTePUCTHUK
UCCIIEyEMBIX MPOLIECCOB.

[TonyyeHHble pe3ynbTaThl MOTYT MOBBICUTH TOUHOCThH IMOJYyYaeMbIX JAHHBIX
¢ momotibio MeTonga TA-MC, KoTopble MOTYT HallTH MpPaKTUYECKOe MPUMEHEHUE
npu pa3paboTKe HOBBIX M YCOBEPUICHCTBOBAHUH CYLIECTBYIOIINX MaTeMaTHYeCKUX
MOJIEJICH, OMUCHIBAIONINX KMHETUKY IPOIIECCOB IPU TEPMHUUECKOM Pa3IOKEHUU pa3-
JIMYHBIX MaTepUAJIOB, B YACTHOCTH TPAJULIMOHHBIX U NEPCIEKTUBHBIX BUAOB TOIUIMB.
JlanHOE HarpaBlileHHE UCCIIEeIOBAaHUN ABISETCS aKTyallbHBIM B PaMKaX CYIIECTBYIO-
el MUPOBOIl SHEPreTUUECKON TOBECTKHU.
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Abstract

The method of synchronous thermal analysis, combining thermogravimetry and differential
scanning calorimetry, is widely used to study various processes and properties of materials.
This method is based on the simultaneous recording of changes in sample characteristics upon heat-
ing. Mass spectrometry is most often used to analyze the evolved gases, which significantly expands
the capabilities of this method. In this study a lag in the mass spectrometer signals for mass numbers
18 (water) and 44 (carbon dioxide) from the sample mass loss signal was detected in experiments
on the thermal decomposition of sodium bicarbonate. This effect is presumably due to the time
required for gaseous products to pass through the capillary before entering the ion source of the
mass spectrometer. Although this lag is insignificant relative to the overall experimental time, some
studies have taken this effect into account. In this study, this lag time was calculated based on a
series of measurements of the thermal decomposition of sodium bicarbonate samples. The average
ion current signal lag time for water was 21.68 s, while for carbon dioxide it was 8.64 s.
These results are consistent with the velocity values typical of gas movement in capillary columns.
It was also found that the signal lag time is independent of the initial sample mass. The results of
this study can be used to supplement existing software packages for processing experimental data
obtained using the system.

Keywords: mass spectra, TA-MS system, thermal analysis, thermal decomposition, capil-
lary junction, signal delay, signal comparison, numerical method, sodium bicarbonate, data anal-
ysis, algorithm development
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