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(TIpeacTaBieHa HayulbiM CeMHHapoOM Kadeapbl pagHauHOHHON XHUMuH M Jjabopatopun XTP)

Macc-crnekTpaabHblil METOJ, ITPUMEHSIBUIKICS paHee MPEeUMYIIeCTBEHHO
JLJIs 1eJiell TOYHOTO ONpefiesIeHHs MacC siiep W aHaJaHu3a M30TOIHOIo COCTaBa,
B IOcJeqHee BpeMsi TpUoOpes 3HAUWUTENbHOEe pacCHpoCTpaHeHHe KaK MeTOX
.@HA/NM3a XMMHYECKOro COCTaBa CJOXKHBIX CMeced, U, B 4aCTHOCTH, IIPU aHa-
Jau3e ra3oBbiX cmeced [1, 3—5]. _

Ienbio Hacrosiuiefi paboThl SIBASIETCS HUCCJAEJOBaHHE KAyeCTBEHHOIO
cocrtaBa razoo0pa3HbIX MPOAYKTOB TEPMUUYECKOTO pa3/IOXKEHHUS YUCTOTO
nepxysoparta ryaHUJAHHHS U BausiHUsi 106aBOK FepO; u ZnO Ha cnexkTp BbI-
JIeJISROIIUXCS TAa30B. :

‘MeToauka akcnepuMeHra

Jns uccieroBaHUsl HCIOJAb30BAJCs TeXHHUECKHIl NepXJopar TyaHHIHU-
HUs, NMEePEeKPUCTANTU30BAHHBI U3 AMCTUAIMPOBAHHOH BoAbl. KoanuecTBo
BBOJHMMBIX IpHMeceil cocTaB/ssio 10 BecoBbIX mpoueHToB. [Ipumecn (Mapku
1.7.a.) BBOAMJIMCH IIyTeM IIPOCTOrO NepeMeIIMBAHUS ¢ pPaCTHpPaHHEM cMeced
B ¢apdopoBoit cTynke B TeueHue 15 mun., a B cayuae FesO3 — 10 paBHO-
MEpHO# OKpacKd cocraBa H06aBKOH. AHAJOTHYHO TOTOBMJIOCH METaJIJIH3H-
poBaHHOe TOINIMBO, mpu 3TOM cMmecp 6paaack 509% CN3Hs-HCIO, u 509,
METaJJIHYeCKOro ’Vlg A rakxe 50% (CN3Hs-HCIO4 4+ 10% ZnO) + 50%
Mg. Hasecka npo6bl, paBHasi 100 ae., momemanaco B CTeK/ISHHYIO aMIyJy,
O0TKa4YHBaJ/Jach J0 OCTATOYHOTO JlaBJIeHHH 10— mm. pPT. CT. H OTIIAHBAJACH.
3arteM amImyJa Cc BeLIECTBOM II0JBePrajach HarPeBaHHIO B MeTaJIHYECKOM
OaHe NIPH 3aJaHHON NOCTOSHHON TeMIepaType, KOTOpas peryJupoBajach C
I[[OMOILbI0O KOHTAKTHOTO TePMOMETpa C TOUHOCThIO =+ 0,5°

Ilocne pasnoxeHust 10 ONpeje/€HHOTO MPOLEHTA MPeBpAlLleHHusT aMIly-
Ja BbIHHMaJ/achb M TMOMENlaJacC, B CHCTEMY BCKPBITHS aMIyJ, COeIHHEHHYIO
C HaNyCKHO# cHuCTeMoi .Macc-cnektpomerpa MU-1305 (puc. 1). Hcnoabso-
BEaHHe HAMyCKHOH CHCTeMbl 3Toro npubopa, npeaHasHayeHHOH AJIs M30TOI-
‘HOTO aHaJ/iM3a rasoB, IIPU NPOBEJEHUH XHMAaHaJ/J u3a CJAOXKHBIX a30BBIX CMe-
ceil HeBO3MOKHO. ITo3ToMy mepBbIM 3TamoM paboOTHl ABJASJIOCH CO3MaHHE
CHCTEMBI HAllyCKa aHA/JH3MPYeMOH ra3oBOil CMeCH B MCTOYHHK HOHOB, pabo-
Talouleil B PeKHMe MOJIEKYJ/ISIPHOTO HaTeKaHHs. BeimosiHeHHe 3TOro Tpe6o-
BaHusl fBJAETCS, KaK M3BECTHO, [1] ofHHM M3 OCHOBHBIX VCJOBHIl ra30BOrO-
Macc-CIeKTPOMETPHYECKOTr0 aHaJIH3a, TaK KaK B CJydyae MOJEeKYJsIPHOTO
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K UOHOUCMOYHUKY
PTH 1305

Puc. 1. Cxema ycraHOBKM [1Jsi Hamlycka rasa B
Macc-CrneKTpoMeTpe

HaTeKaHUs NapluaJbHOe 1aBJeHHe Ka)JI0ro KOMIOHEHTa CMeCH B 06JacTH,
rje MPOMU3BOAUTCS HOHU3ALHUS, He 3aBHCUT OT NPHUCYTCTBUS IPYTHX KOMIIO-
HEHTOB M TPSAMO INPOIMOPIHOHAJIBHO 1aBJEHHIO 3TOIO KOMIIOHEHTa B HCXOM-
Hoii cMecH. CucTema HalycKa CXeMaTHUyeCKM TMOKazaHa Ha puc. 1, Ammysa
HCcJaeqyeMoli CMecH ToMellajach B CbeMHOe XpaHuauue (1), BbimosHeHHOE
M3 MeTaJuuecKoil Tpyoku gaunoil 20 cx u auamerpom 15 mm. C xpaHu/iu-
IieM TJIOTHO CBSI3aH CHJAb(OH [Jsi B3JaMblBaHHS ammyJd. Xparuauue (1)
TPHCOEIMHSIOCH K 3aIOPHOMY BEHTU/IIO (2) C NOMOLIbI0 HAKHAHOW TaMiKu W
PE3HHOBOTO YIJIOTHUTEJAbHOTO KOJbIIA.

U-o6pasHelil pTyTHBIN MaHoMeTp (8) Mo3BoJsiNn U3MEpATh AaBJEHHE 10
80 mum ¢ TouHocThio 0,05 mm pT. cT. (OTCYUET NPOHU3BOAUJICA C MOMOIUIBIO
vukpockona (9), Ha puc. 1 (6) — crekasiHHast K0s6a eMKOCTbIO 5 4. (5) —
JIBYXOJOBOH KpaH [Jsl 3BaKyallun HANyCKHOH cucreMbl. MoJekyasipHoe
HaTeKaHHe OCYIIeCTBJEHO uepe3 ajrMuHeByl0 auadparmy (10) rtommunoi
& u, B KOTOpO# MIJIOH TPOKOJIOTH ABa OTBepcTHs auamerpom 10—15 p.
HanyckHas cucTeMa mpeaBapHTeJbHO OTKauMBaJjach A0 maBieHus 10—° mm.
PT. CT., 3aTeM IIpU NOMOIIY CHAbPOHA MPOU3BOAUIOCH B3JaMbIBAHHE aMIY-
Jbl U KpaHoMm (2) aHaau3upyemasi CMeCb M3 XpaHMJHUIIA HaNycKaJaach B
«CTaHJapTHBIA» (WJIH TPOMEXKYTOUHBIH) 0O6BeM, OOpa30BAHHBIA COEIHHH-
TeJbHBIMU TpyOKamMu Mexay kpaHamu (2) u (3), (3) u (4) u mojaoctsamu
»Tux KpaHoB. [Ipu oTkpbiBaHuK BeHTU/S1 (4) naBjeHHe B IPOMENKYTOUHOM i
HamyckHoMm (6) oO6beMe ypaBHOBELIHBAETCS M COCTABJSsIET BeJHUUHY MOPSII-
Ka 10~1—10~2 mm. pT. cT. (B 32BUCHMOCTH OT [aBJIeHHS B CTAHZAaPTHOM
cbbeme).

PeBy.HbTaTbl IKCMEPUMEHTOB H 06cy>K1LeHue

Pexum paGorbi Macc-creKTpoMerpa BbhIGpaH CJAeAYIOIMIAM: JaBJeHHE B
o6mactu HoHoro Hcrouduka (8—9)-10-7, a B ob6macTu aHaaM3aTOpPA
(3—4) - 10=7 mm. pT. CT.;HOHH3UPYIOLIHEe HANpsiKeHHe — 80 6., TOK IMUCCHU
2 ma, ycxopsiiolllee HanpsixKeHue 4 k8. ‘

Ho mpoBexeiust aHAJH30B OBLIM M3YUeHbl YCJIOBHS HATeKAHHS Ta30B
H3 HamyckHoro 6anoHa B HoHOHMCTOYHHK. CoOOJIOIEHHE TPONOPLUHOHAIbHO-
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CTH MeXJy HHTEHCHBHOCTbIO MAacCC-CIeKTPaJbHBIX JUHHU W NaBJEHUEM rasa
B IPOMEXYTOYHOM o6beMe (pHC. 2) CBUIETENBCTBYET O TOM, YTO TOTOK BO
BCceil paboueil 06/1aCTH 1aBJEHHI MOJEKYJSIPEH.

TIosh
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Puc. 2. 3aBucuMocTb BeJHYMHBI HMOHHOIO TOKa N;’
OT JaBJIeHHs B IPOMEXYTOUYHOM obBbeMe.

IlpenBapurenpHBlil aHaAH3 Macc-crieKTpoB pasaoxenusi I'IT mokasa.r,
YTO B CIIEKTPe NMPUCYTCTBYIOT JIMHUU ¢ m/e, paBHbIMH 12, 14, 15, 16, 17, 18,
22, 28, 29, 30, 32, 44, 45, 46. B cOOTBEeTCTBHH C NPEAIOJOKEHHBIM MeXaHH3-
MOM peakuuu pasnaoxenusi I'Tl [6—7] MoXKHO MpPeanosOXKuThb, YTO 3TH JHHHH
obycaoBaenbl HOHamu: 1,C*, (N*, NH*, NH,*, NHst, H,Of, OHHT,

N20++3 C02++) 14N2+, 14N15N+, 1,2C160+y NO+9 02‘_}_9 N2O+, 13C1602+x
13C1602+) 12C1601807-

CoOTBeTCTBEHHO BbIllle H3JI0OKEHHOMY, CYMMapHble HHTEeHCHBHOCTH Ha-
6/1101aeMbIX JIMHUH 3aMHUITYTCS B BHIE:
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JIJist OTOXKIeCTBJIEHHUST CIEKTPaAbHBIX JIMHUE MPUOOP TPagayUpOBAJICH IO
YHCTBHIM Tas3aM, MPUCYTCTBHe KOTOPHIX MPEANoJarajoch B HCCJAEIyeMbIX 00-
npasnax, o ectb COq, Ny, NoO, Oy, NH;. 3Hauenusi Kaau6pOBOYHBIX NAHHKIX,
MoJIyueHHble HAMH, OKasaJjMch JeXalUMH B IIpeiesax, CooOIlaeMblX, Ha-
npumep, B pabote [2]. lanpHefimias pacmiu@poBKa Macc-CIeKTporpaMM He
BCTPeTH/Ia OCOObIX 3aTpPyAHEHHH W MPOBOAUIACH 1O OOBIUHOH METOAHKE
[3, 4]. OcHoBHBIe pe3yabTaThl pabGoThl cBegeHbl B Tab/. 1. MHTeHCHBHOCTH

+1,

46

JIKHUH IC02 opla npuHsta 3a cro (100), HHTEHCHBHOCTH OCTAaJbHBIX

JIMHUH OTHECeHb! K HHTEHCHBHOCTHU IC02.

Tabauma 1

Y caosue QN f - %, @) Qq o

pasnoxenus | I 1 7z, ’ 8 l 7 © ' Z ' Z o ’ Bemecrso
Bpems pas-
JIOXKEHHSA
=12 uaea
1=270°C — 065 — 160 1,36 — 47 100 Yucrhiit
= 2 yaca CH5sN3HCI1O,4
t= 270%C " '0,8: 109} — 160 1 15:8" 45" 100 —% —
T,="3yqaca
t=270°Ci — 1 28 — 90 3,5 11 7.5 100 —» —
T = 5 »ac.
t=270°C — 025 — 130 0,73 120483100 —%
= 2 yaca
T = 32BF@. Wy 046 L 18330 Qe ] 5 3V 100 —_» —
=2 gaca
fi= 3260 G =1 04 10 92 5,5 23 — 100 —_» —
= 2 ‘yaca
1 =355k o) 452 115 4,3 1,8 — 100 —_» —
=875 gac, .
= 2702C 04, 1008123 91 0,7 25 — 100 ¢ 10% FeyO3
=75 gac,
1 =703 C 1 06 4 106 0,7 24 — - 100 = p ——
=9 gaca
1= 970% @ “an B8 D 98 4 8 — 100 S
= 2 yaca
e = 2707 Cs 41,3 " 01 o 27 0,3 05 — 100 ¢ 10% ZnO
—pe— PiHEe T OsEEE 03 20 0,6 06 — 100 . —» —
= 7 yacosB
t=2702C 1,1 ==""56 74 0,5 05 — 100 — —_» —
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Kak BUIHO M3 JAaHHBIX, NPUBEIEHHBIX B Taba. 1, OCHOBHBIMH KOMIIOHEH-
TaMu ra3o06pa3HbiXx MpoAykToB pasaoxenus [Tl siBasiores asoT, OKHCh
yriaepona, yrAeKHCAbli ra3, 3akuch asora, mpucyrcrsyior takxke NO, HyO,
NHs, npuyem, OTHOCHTEJIbHOE COAEpXKaHHe MX MEHsIeTCs B 3aBHCHMOCTH OT
VCJOBH{I TIPOBEJeHUs] PA3JOXKEHHsT H THIA BBOJAMMBIX 100aBOK. Pe3yiabTarh
aHajn3a NOKA3bIBAIOT, YTO B Macc-CIEeKTpax MNpPOAYKToB pasnoxenus [TI
OTCYTCTBYIOT Xa10p M xJaopcogepxarnue coequnenns (HCI, CIO u . 1m.).

Heo6x0auM0 Tak:Ke OTMETHUTb, YTO JaHHBIE O COAEPKAHHH B MPOAYKTaX
BOJBl M aMMHAaKa TaKiKe He BHIPaXKaioT, [0 BCeH BePOATHOCTH, UCTHHHOTO
COOTHOILIEHHSI UX B HCCJAeNOBAHHBIX o6pasinax, nmockoabky HoO u NHs moryr
copbupoBaTbCs cHCTeMOH npubopa.

Pesysibrathl aHanu3a NMPOJAYKTOB TEPMHYECKOTO DPas3JOXKEHHSI YHCTOTO
CH;sNs;HC1O, mokassiBaloT, 4To COCTaB MPOAYKTOB MeHSIeTCs B 3aBHCHMOCTH
OT TeMIepaTyphl, YTO COIJIACyeTcsl C JuTepaTypHBIMH AaHHBIMHU [6, 7]. Huxe
300° C ocnoBubiMH mnpoaykramu siBasiotress COs, N2O, Ny, NO, Og, NHj3 u
H,0. TIpu 325° C B cocrase mpoaykroB mosiBasiercss CO, orcyrcrsyer NoO u
H;0, 3amerno yBesuunBaercs cogepxanue Op. C yBelHueHHeM CTeleHH pas-
JIOKEHHUs coleprKaHue IPOAYKTOB yMeHbiaercs, ocobeHHo N.O u HyO.
OrcyTcTBHe B NMPOAYKTaxX XJOPCOAEpPKAIUUX COeJUHEHHH, IO-BHIUMOMY,
MOXKHO OOBSICHUTH TE€M, UTO OHH CBSI3BIBAIOTCS TBEPABIM OCTATKOM pasJjoxKe-
HUsI, J1aBas TBepJble HeJeTyuHe MPoAyKTh, Bo3moxkHo, NH,Cl, remneparypa
nsiaBJeHHsi Kotoporo cocrasaser 520° C [8]. Mcxoxss u3 3toro, ypaBHeHHe
‘pacnaga CHsN3sHCIO4 M0xKHO nmpeAcTaBUTb B CJAeLyIOILleM BHIE:

< 5800°C
CH;N3;HCIO, — NH4Cl 4+ CO2+ Nz+ O+ N2O + NO + NHs+ Hy0
> 300°C

CH;N3HCIO4———NH4Cl 4+ COz+ CO + N2+ NO+ O,+ NH; + H,0.

B cayuae tepmosnza [I'Il ¢ npumecsio FeyOs, yckopsiiomieéi peaxuuio
tepmudeckoro pasnoxeHus CHsNsHCIOs, B KauecTBe OCHOBHBIX Ta30BbIX
11poaykToB ob6HapyxkeHbl COg, No, CO u NO. YcTaHOB/IEHO TaKixKe MPUCYTCT-
pue NHj;, O; u H2O, HO B Ko/MnuecTBaX, B3HAUUTEJbHO MEHBIIMX, UYeM MpH
repmosiude yucroro I'Il, u monnoe orcyrcrBue B mpoaykrax NoO. Ilpu Tep-
muyeckoMm pasnaoxeHud cmecu CH5N3HCIOs + 109% ZnO cocraB npoaykTos
[asyioXeHHsi TAKoi ke, Kak B cayuyae cmecu ¢ FeyOs, ¢ TO# Juib pasHHUIEd,
YTO OTHOCHUTEJbHOe comep:zkaHue KommnoHeHToB Ny, CO, NO, NH3; 3nauu-
TeJbHO YMeHbUIHJ0Ch. [lo-BUAUMOMY, 3TO MOXKHO OGBICHHTH HAJHYHEM XH-
muyeckoro B3aumonencTBusg ZnO nu60 ¢ razoo0pa3HbBIMH MPOAYKTAMHU pas-
JIOKeHWs] IepxJjopara TyaHuAuHHsA, aubo tBepnodasHoil peakuuein ZnO c
CH;N3HCIOs ¢ o6pasoBanuemM TBepZOro pacTBOpa-MpoayKTa peaklHH B
BHJe IlepxJjopara, XJaopuaa, nub6o HuTpara nuHka, O6Gpa3oBaHne mepxJopa-
Ta ¥ XJ0pHJAa LUHHKA, BUAMMO, HaHuboJee BEPOSTHO, €C/IH CJAeNysl 3a aBTOpa-
My [6] npuHATh, yTo Tepmoaus I'Tl BK/IIOYaeT, B KauecTBe 0653aTeIbHON CTa-
Aun o6pasosanne NH4ClOs, passoxenne KOTOPOrO M JIHMHUTHPYET CyMMap-
Hbiil mipouecc Tepmoausa I'TI. O6pasoBanne xe B cucreme NH,CIO4 + ZnO
TliepxJopaTa uuHKa y6enuTebHO oKa3aHo B psjae pabor [10, 11].

JIMUTEPATYPA

M. Rock, Anal. Chem., 23, Ne 2, 261, 1951.

w o —

I. bapnapa Cospemennasi macc-cnektpomerpusi. Man. M.JI., M., 1957.
; 0
H.

S
H IlymMmunoBckui, P. I. CtaxoBCKHIL Macc-cniekTpasbHbie  METOJIHI,
Vian. «dueprus», M.-J1., 1966.

93



-

4, B. JI. Taabpo3e -Monekynsipubliii Macc-CeKTpaabHbIi aHanu3, 3aB. jab6. 20,
Ne 3, 292, 1954. !

5. JI. bei#inon Macc-cneKTpoMeTpHsi U ee NPHUMEHEeHHe B OPraHH4YeCKOH XHMHH. M.,
1964.

6. A. Glasner, Makovky A, J. Chem., Soc., 182, 1953.
7.A. Glasner, Makovky A., J. Chem., Soc. 1606—10, 1954.
K

8. Kpatkuii cnpaBouHuk xumuka. T. I, [ocxumusmpar, crp. 609, 1962.
9.A.E. Simchen,J. Appl. Chem., 13, Ne 9, 1963.

10. A. B. Boaanpena, B. H Mo3xoBa. Kuneruka u anamus, 7, B 4 734—6,
1966.

2 ;»M*
11. P. H. Ucaes, 0. A. 3axapos, B. B. bopuraues. Hacrosiuuii c60pHHK,
ctp. 84.



3AMEYEHHBIE OINEYATKH

Crpa-

i ool Crpoka Haneuarano Cuaenyer 4yuTath

4 Ta6a. 4 Pacuienienue Paciienaenue, raycc

8 Puc. 2 10C0 A 10000 JA0

19 l-an cHHU3Y B. M. JluxuH B. M. JlbixuH

HaH CCCP IOAH CCCP
22 24 ceepxy OT= 0O+2e+1/202 O==0"+e+1/20,
23 13 cBepxy 3a cueT 3JE€KTPOHOB 3a cuer 3axBaTa 3JEKTPOHO B
16 cBepxy KpucrananioB nocTOSHHBIX KPHCTAJJI0B MOCTOSAHHBIM

28 7 CHH3Y ATA20; e AT2A 4e

36 12 cHH3y Zoumeine Roumeine

40 3 cBepxy BbIXOJl€E BXOJI€

- 44 S5 CHHU3Y (11) (I

47 3 cBepxy H OKpykalwliee B OKpyXawluiee

51 Ta6a. | NH?* NHg+

51 Ta6a. | HCl3, ™ HCI187+

o4 Puc. 2 t (cek) 1gt (cexk) :

64 5 cBepxy KPHCTaJ1ax MO3BOJASIET KPHCTANIAaX C KOHTPOJHPYEMOH
MOJy4YUTh C KOHTPOJH- BEJHYUHOI MOBEPXHOCTH
pyemoil BelMYHHOH NO- 1103BOJSAET MOAYYHUTH

BEPXHOCTH
69 8 CBepXy H
13 cHugy (1 —1 Mr—1i1
70 Ta6a. | 0,99+1,06. 1013 0,99-41,06.10'3
3 H 6 cHu3y A. II. Yobbe A. JI. Yoffe .
71 aBTOPbHI JI. A. 3axaposB 0. A. 3axapos
7 CcHHU3Y 0,5 % 0,05 9%
74 MOJNHUCH NOJL tibe
. puc. 4 Ig £
10 cHuay N3 - —>Ns+1 Ny nees Mg+
77 MOAMUCH 110
puc. I u 2 HO H,

79 5 u 6 cepxy Cl10 ClOs™ o

81 17 cuusy Cly == —Clg,L,[C104 |* ClO, 7 2-—Cl104,e,[C104 }*

88 8 CBepXy % 1163 ilgé 1168

91 2 CHH3Y lig i I1s bl

11 cuusy 1NN+ 153G 6O+ 12C160+,1aNsN+

HIL 1 cHH3Y Kanenanbt Kanenauu

126 7 cBepxy Kj Kl

128 1 cuusy G=g-+]j G=g+7

132 11 cBepxy \' K

146 O CHH3Y CLiEKTPOMETPHA eueKrpoﬁgomm
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