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mamepuanos OEMEKMOPOB yacmuuy.

Bbi6op maTepuanoB KOHCTPYKLUU
ABNAETCA BaXXHbIM 3Tanom B
paboTte No co3gaHnUI0 HEUTPOHHbDIX
AETEKTOpPOB, T. K. OHU UMeloT
3aMKHYTbI1 06bem.
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OT6op MaTepuaios,
TapaHTUPYOU WA HU3KUU
YPOBEHBb ra3oBbIJe/IeHUs.
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TTpuHUMN paboTer macc-cnexkTpomertpa

IUTUYECKAsA YACTb MACC-CMeKTPOMeTpa, COAePXUT:
: * UIOHHBIM WUCTOYHUK, FAe obpasyeTcsa MNy4YoK WOHOB, NpeAcTaBMSHOLUX

npoby:

* aHANU3aTOp, B KOTOPOM WUOHBLL pasfenatoTcs BO BpeMeHU unm B
NpOCTpaHcTBE;

* feTeKTop UoHOoB - aveuka Papapes, perucTpupyrolas paspenieHHbIe Mo
MACCAM UOHBL,

bnok-cxema macc-cnekrpomertpa:
1 — cucrtema noaAroToBku U

8 BBeAeHUa UCCieayemoro eeliecTea,

38M 2 — WOHHBIN UCTOUHUK;
m—— M 3 — macc-aHanusartop;

= 4 — NpUemMHUK UOHOB;
‘m 5 — ycunurens;
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Mccneﬁ eMoe WoHe! Pasaenenusle Undopmauus |MH 0 'Ma'u]ua
1 22| 2 > 3 4 gMani thop

BelecTeo i no maccam 0 TOKe WOHOB 0 TOKe HOHOB

Tok noHos

! HOHBI i Macca wonos | 6 — pernctpupyroulee YCTPOVICTBO:
: Bakyymupopanue : 7 Vo 3BM'

! | 8 — cucTema aneKTpUYecKoro

| [ AUTAHUS;

i I } 9 — oTKa4HbIe yCTpOUCTBa.
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TTyHKkTUpPOM ObBeaeHa
BaKyyMUpyemas 4YacTb npubopa.



HEOBXOONMO BbIJIO PASPABOTATD
TTIPABUJIbHYHO

METOAMKY TIPOBEOEHMS
M3MEPEHWIAI



Mass-spectrometer

bubnunoreka
macc-cnektpos (NIST,
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UccnepnosaHua ocTaTtouHOro aasneHus BHYTpU YCTAHOBKU U BpemeHU
cTabunusauum 3aaaHHOU TemnepaTtypsl obpasua
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t.h 3aBucuMOCTB TeMIlepaTypbl OT BpeMeHH NpH
’

HarpeBanum nenaJia g0 80°C.
3aBUCUMOCTBH JaB/I€HUSI BHYTPHU YCTAHOBKH OT BpEeMEHHU IPHA

HeNpepbIBHOMN OTKa4YKe

Macc-cnekTpomeTp umeeT HUXHUIA
Nopor 4YyBCTBUTENbHOCTU MO AGBMEHUHO Ha
ypoeHe 10-4 mbar

Ha6nropeHus anunucb Natb CyTOK.

TTposoaunoce HarpesaHue NOANOXKU
obpasua B BakyymHoi kamepe (6e3 obpasua)
AO TeMnepaTypbl okono 80°C
B TeyeHUU 7 uacos.

BuaHo, uto AasneHue B cucteme

cTabunusupyeTtca Npu BenuuUHe nyuiue

1x10-7 mbar nocne asyx cyTok
HenpepbLIBHOU OTKAYKMU.

Temnepatypa noanoxku crabunusmpyercs
Yepe3 2 Yyaca nocne BKNHOYeHUA Harpeea

Liukn nsmepeHus HauuHATb Nocne 2 CYTOK OTKAYKU U
cnycTa 2 yaca nocrne BkNHOYeHUs Harpesa ! 7




UccneposaHue ocTaTtouHLIX ras’os BHYTpU ycTaHOBkU 6e3 obpasua

—
BmecTte ¢ 06pasLom BHYTpb YCTAHOBKU MOMaAaeT aTMOCPEpHLIU BO3AYX.

Kakue coeauHeHus npu usmepeHuu obpasuLoB B CNeKTpe MACC OTHOCATCA K OCTATOYHBIM
rasam aTmocgepHoro sosayxa?
CKONbKO BpemeHU Heo6X0AUMO NPOBOAUTL OTKAYKY BAKYYMHOW YCTAHOBKU?

Amutuposanu 3aknaaky obpasua (611G OTKPLITG U 3aKPLITA KPBIWKG BAKYYMHOWU Kamephl)
TTpoeeaeH UUKN U3MepeHUU NpU KOMHATHOU Temnepatype.

[ ATmocepHble 1

Hayano oTkauku

Tok 1x10-11A

on Curen

OTKayka — 24 yaca

Tok 1x10-11A

Macchl
Cd i \\

/ \

ClIeKTp MACC npu komuatHoii Temnepatype 10 u IIOCJIE oTkauyku B

TeyeHuHu 24 yacos.

JInHAMHUKA HOHHOTO TOKA KaK10ii 3aperucTpupoBaHHoi
Macchl IpM KOMHATHOI TemnepaTtype.

Tlocne saxknaaku obpasua, ycTaHOBKY HeO6XOAUMO OTKAYUBATH
B TeYeHUU KaK MUHUMYM 24 yacos |




OnpeperneHue BNUSHUA TeMnepaTypbl HG OCTATOYHLIE rasbl BHYTPU
ycTaHosku 6e3 obpasua 8 AuanasoHe Temnepatyp ot 20°C ao 120°C.

{

Tok 1x10-tA

Cnexrp Macc npu T=20°C.

o Comen ( Tok 1x10-1tA

QOK 1x10121A ]

e e T L

Cunektp macce npu T=120°C

[ Tok 1x10-11A ]

ATMocdepHbIe
Macchl

JnHaMHUKAa MOHHOTO TOKA KaXa0i
3aperncTpUPOBaHHOI Maccsl (m/e) mpu

T=20°C.

,Z[I/IHEIMI/II(E[ HMOHHBIX TOKOB

Ka)KAOM 3aperucTpUpOBaHHOI Macch

(m/e) mpu T=120°C

Liukn usmepeHus - 1 cytku

Tabnuua Nel

T=20°C T=20°C T=120°C

H2 -2, Hz -2; H2 -2;

02_32’ 02_32: 02—32,
Coz . COZ -44;

CO 12,44; N,— 14,

N, — 14,28; N, - 14, 28; 28;
H,O-

H,0 - 16, 7 H,0 — 16,
16,17,18,1

17, 18, 19; AT 4849, 17,18, 19.

NO -30.

NO — 30;

b

Habop macc u
COOTBETCTBYHOLUX UM COeAUHEHUM,
npueeneHHLIU B Tabnuue Nel,
COOTBETCTBYeT OCTATOYHLIM Fa3aM
QTMOC@epHOro BO3AyXa, KOTopbie
MOXHO He Y4YUTbIBATb NpU aHanuse
AQHHLIX |
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MeToauka noaroTosku
MGCC-CMNeKTPOMeTpPUYEeCKOMU YCTaHOBKU ANa UcCnefoBaHUS U otbopa
MATepuanos ANa CO3AAHUA YNbTPAYUCTLIX AeTeKTOpOoB vacTull

1. Tloarotoska obpasua Kk usmepeHuam
2. OTkauka B TeyeHUU 2 cytok Ao P<1x10-"mbar.

3. Bpema temnepatypHou ctabunusaumm obpasua
- He MeHee 2-X 4acoB.

4. TTpoaONXUTENbHOCTb LUKIG U3MepeHUs npu
30AGHHOU TemnepaTtype - He meHee OAHUX CYTOK

5. [luana3oH TemnepaTypsl ANS U3MepeHUs Ot
20°C po 120°¢

6. AHaNU3 AGHHLIX OCYLLECTBNAEeTCA C MOMOLbHO
CNeLManbHOM NPOrPaMMBL ANA MACC-
cneKTpomeTpa
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Onpob6oeaHue

pa3paboTaHHOro meroaa UsmepeHUu
Ha Npumepe ynbTa-BbICOKO
BAKYYMHOIrO marepuana -

Knewm «Torr Seal»



CneKTpbI Macc BaKyymHoro knesa Torr Seal

\\

Hayvano namepeHun KoHey, namepeHun (24 4)

/ ‘

Crextp macc Bakyymuoro kiest Torr Seal mpu T=200C

- =~

Bo Bcex TemnepaTypHbIX pexumax
AeTeKTUPYHOTCA  MacCChI, XapakTepHble  Ans
aTMOC@epHOro BO3AyXa, :

- soaa H,0 (m/e = 16, 17, 18),

- sogopoa H, (m/e = 2),

- kucnopoa O, (m/e = 8, 16, 32),

- yrnekucnemi ras CO, (m/e = 12, 22,
28, 29, 44, 45),

- asot N, (m/e = 14, 28, 29),

- aproH Ar_(m/e = 20, 36, 38, 40),

- ammuak NH; (m/e = 15)

EN B
* A0 ’ |

Crextp mace Bakyymuoro kiest Torr Seal mpu T=800C

Tok 1x1011A

—
I
|
: |
I
|
=]
|
|
¥ |
|
|
37/
o
= |
x |
X |
o |
= ]
>

Tipu T=80°C us ob6pasua CNOHTAHHO
BbIAGNIANUCL CJIOXKHLIE MOJIeKyspHbIe
coeauHeHua:
- nponaH C;Hg
¢rop F,,
auetoH (CH;)2C0O,+C;H,O,
ataH C,H,,
coeauHeHusa asota NO, u NO.

Crextp macc Bakyymuoro kiest Torr Seal mpu T=120°C
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3aBUCUMOCTb UOHHOTO TOKA KAXAOIA 3aperucTPUPOBAHHOIM MACCHI OT BpemeHU

UsMmepeHus.

T=120°C

\,
NccneposaHue aAMHAMUKU noseAeHUs UOHHOTO
TOKa BO BpemeHU NOo3BOsiseT CAenaTb BbLIBOA:

1. [axe TaKkou BLICOKOBAKYYMHBLIM Kfiel Kak

Torr Seal, umeeT 3ameTHoe KONUu4YecTBo
npumeceu pasnUYHBIX MACC, KOTOpbIe nerko
AETeKTUPYHOTCA NpeAnoXeHHBIM MeTOAOM.

1. bBonbwoe KONUYECTBO MACC OTKAYANOCb CO
BpemeHeMm;

2. bBonbwuHcTBO rasos Bbraenserca U3 repmeTuka
Torr Seal npu Temnepartype 80°C;

3. Tipu nosbiweHun Temnepatypur obpasua Ao
120°C HoBbre macchr 6onbue He obHapyxusaroTca.

4. VOHHBIW TOK AOCTATOYHO MAN U HAXOAUTCA B
avanasoHe 1x(10-11+-10-10)A,

-

Kneir Torr Seal noanaertca TpeHuposke U
MOXeT npumeHaTbca B pabote !

13



UccneposaHue pasnmyHbIX
APYTrUX matepuanos



Macc-cnekTpomeTpuyeckoe uccieaoBaHue 31eMEHTOB 3/1IeKTPOHUKU

| T=100°C KoHaeHcaTopbr T=120°C
g ¥
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-2 e
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t, min t, min
‘ P, 1.00E-o05 ‘
mbar
mle =1,2 - Hz e AR mle =1,2 - Hz
m/e = 17, 18 - H.0 <(107+10%)mBar, | |'m/e = 16, 18 - H:0
m/e =32 - Oz 1.0oE-07 [ | P T=100°+120°C, | | m/e = 16, 32 - O
_ 90009000 KaK B YACTOMN
m/e =44 - CO2 - cuCTEMe
(0] 100 200 300 400 500 (6e3 °6pa3ua)'
t, min

U3 peTtanbHOro aHanM3a cCNeKTpoB Macc Npu pasnMyHbIX Temnepartypax (0T KomHaTHoOM Ao 120°C)

ObINO BbIACHEHO, YTO KOHAEHCATOpPbl KHEe ra3AT» npu HarpeBe. Ha cnekTpax NnpMcyTCTBYIOT MaccChl
3neMeHTOB cooTBeTCTBYHOLWMUX atMmocdepe (Hz, Oz, H20, CO»).
BbiBoa. B cny4yae tpeHupoBku getekropa npu 100+120 °C rasoBbiaeneHnUsa N3 KOH4eHCaTOpPoOB He

npousounger.
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Macc-cnekTpomeTpuyeckoe uccnegoBaHue 31eMEHTOB 3/1eKTPOHUKU

— J»/
| T=100°C KaTylwKn MHAYKTUBHOCTH T=120°C
= =
Ilz I, A 1.00E-11 Vg
—0—16 —0O—2
:i; 1.00E-12 —o—16
——19 A
—A— 28 1.00E-13 SO——0: O ——-18
o —A—28
—-30
—0—32 1.00E-14 - e
(o) 100 200 300 400 _A_40 (0] 100 200 300 400 +44
l t, min —e—44 l t, min
P, 100E-0
m/e =1,2 - Hz mbar 5 Raenehue m/e =1,2 - Hz
m/le = 16, 17, 18 - H.0 e (107 +109mBar | [ m/e = 16,17, 18 - H:0
m/e =19 - 1.00E-07 $o-0—-00—0—0—09 [:> "pMK;; :2%;302 ’ m/e =16, 32 -0
m/e =16, 32 - O: e PR m/e = 28, 44 - CO2
m/e = 28, 29, 44 - CO: O 100 200 300 400 (6e3 obpasua).
m/e =40 - Ar

_ t, min l
\ 4 o

U3 peTtanbHOro aHanM3a CNeKTpoB Macc Npu pasnMyHbIX TeMmnepartypax (0T KomHaTHoOM Ao 120°C)
ObIN10 BbISICHEHO, YTO KaTYLIKN MHOAYKTUBHOCTU «HEe ra3daT» npu HarpeBe. Ha cnekTpax
NPUCYTCTBYIOT MacCbl 3NIeMEeHTOB COOTBeTCTBYHOLWMUX atMmocdepe (Hz, Oz, H20, CO>).

BbiBoa. B cny4yae TpeHupoBKUu getektopa npu 100+120 °C razoBbiaeneHUs N3 KOHA4eHCaToOpoB He
npousounger.
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Pe3synbrater uccnenosaHUa mMatepuasios ANa UroToBneHUs 351eKTpoAos
AeTeKTOpOoB Npu TemnepaTtype OT KOmMHaTtHoU go 120°C

KBapuesoe cTekJio

CTeKJI0IIACTHK

dDropomniact
(porbrupoBaHHbIN

TpyOku (Hep:kaBeromas
CTaJIb)

P~10® mBar

OO0Hapy)KeHbI: Boaayx
(H2,02, CO2)
Boga (H20)

P~10® mBar

OOGHapy)XeHBbI:
Boszayx (Hz2,02, CO2, Ar);
Boga (H20) ;

CxHy

P~10® mBar

OOGHapy)XeHBbI:
Bosayx (Hz2,02, CO2,Ar);
Boga (H20);

F2; CxHy

P~10® mBar

OO0Hapy)KeHbI:
Bosayx (Hz2,02, CO2);
Boga (H20) ;

F2; CxHy

NoHHbIV TOK Npumecei
MeHee 107°A

IIpumeceii HerT.
AOCOIIOTHO YU CTHIN
MaTepual

NoHHbIV TOK Npumecei
O0onee 10"A

MHoro npumeceii. C
pocToM
TeMIepaTypbl UX KOJINYECTBO
HapacTaer.

HMcnmoap3oBaTrh He
PEKOMEeHAYeTCs

NoHHbIV TOK Npumecei
O0onee 10"A

MHoro npumeceu.
C pocToM TeMmeparTypsbl UX
KOJIM4eCTBO HapacTaerT.

HNcnmoap3oBarTh He
PEKOMEeHAYeTCs

NoHHbIV TOK Npumecei
MeHee 108A

IIpumeceii mano.
Manorassmui
MaTepHa

17




UccneposaHua ynnoTHUTENbHLIX MaTepuanos AnNs UrotosneHus
AeTeKTOpoB Npu TemnepaTtype OoT komHaTHou go 100°C

BurtoH
(yIuroTHUTE TbHOE KOJIBIIO)

Torr Seal
(BaKyyMHbBI# Ki1€ii)

P <107mBar

OOHapy)XeHBbI:
Bosayx (Hz2 ,02, CO2);
Boga (H20);

F2;

P <107mBar

OO0Hapy)XeHBbI:
Bozayx (H2 ,02, CO2);
Boga (H20);

CxHy; C3H30H

NoHHbIN TOK Npumecei
MeHee 10 8BA

IIpumeceit oueHb MaJIo.
YucTeiii MaTepuan

NoHHbIN TOK Npumeceis
MeHee 10 BA

IIpumecen mao.
Manorazsamuii MaTepyat

18




3AKIFOYEHVE —

1. PaspaboraHa MeTOAUKA UCCNENOBAHUA  KOHCTPYKLMOHHBIX  MATEpUanos
AETeKTOpOB 4acTul, MO3BONSHOWAS OLEHUTb He TONMbKO YpOBeHb ra3oBbIAENUS
Martepuana, Ho U BO3MOXHOCTb ero TpeHUpPOBKU nepes UCMOoNb30BAHUEM B AeTeKTope.

2. bbInn uccnepoBaHsI U 3APUKCUPOBAHLL YCNIOBUA MpPABUSIBHOIO MNpoBeAeHUs
UCCNefoBAHUS CBOUCTB MATEPUAsioB C LieflbFo MUHUMU3ALUU UX BNUSHUS Ha paboTy
AEeTeKTOpOB YacTul. B xopolwo oTKa4yaHHOM BaKyyMHOM Obbeme U3mepuTtenbHOro cteHaa
COCTAB, CBA3AHHBLIX C ATMOCEEPOU MACC, U UX KONUYECTBO MPAKTUYECKU He 3aBUCAT OT
TemnepaTypsl npu nporpese B AuanasoHe ot 20°C po 120°C. CocTtaB «OCTATOYHBIX
MACC», CBA3GHHBIX C QTMOCMEepHbIM BO3AYXOM, BKMrouvaeT B ceba: H, (m/e=2);
H,O (m/e=16,17,18,19); N, (m/e =14, 28); O, (m/e=32); CO, (m/e =44).

3. DKCnepuMeHTanbHO NPOAEMOHCTPUPOBAHO, YTO [AaXe B TAKOM BbLICOKO-
BAKYYMHOM Kree Kak TorrSeal pa3paboTaHHbIN meTon no3BonsgeT ferko obHapyxueatb
pasfinuHbIe cnabo-rasdwme NpUmMecu U AeTeKTUpOoBATb UX MOBeAeHUe MPU PasnUYHLIX
yCnoBusX.

4. Macc-cneKTpoMeTpuYeckUiA MmeToa U3MepeHUs MPUMECHBIX [a3006pasHbIX
COeAUHeHUM, BbIAENSeMbIX PpasnUYHLIMU  MATEpPUAaMu, MOKA3an CBOHO BLICOKYHO
3(PPEKTUBHOCTb U YYyBCTBUTENbHOCTb. C ero NOMOLLbHO 6bINU UCCNEefOoBAHbI passinyHbIe
matepuansi, npuMmeHsemble MpU  CO3AAHUU AeTekTopoB 4actuul. OH  ocobeHHO
3(PPEeKTUBEH U BAXEH NPU CO3AAHUU AETEeKTOPOB HEMUTPOHOB, ra30OBLIM O06beM KOTOPLIX
3AMKHYT.
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CTTACNBO 3A BHUMAHME!
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