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AHAJIMTUYECKHH KOMILJIEKC I'X-MC HA BA3E
BPEMAIIPOJIETHOI'O MACC-CHEKTPOMETPA C HICTOYHUKOM
NOHOB "JQJIEKTPOHHBIN YJIAP"

B pamkax ®eznepanbHoii 11eneBoi mporpammMel "HarponanpHas cucreMa XMMHYECKOH 1 OnoIornieckoit 0e30macHo-
ctu Poccmiickoit @enepannu (2009-2013 1r.)" paspaboTan aHaTUTHUECKHH KOMIUIEKC: (Ia30BBIH XpoMaTtorpadg—
Macc-criektpomerp) (I'’X-MC) Ha 0a3e HACTONBHOTO BPEMSMPOJICTHOTO MaCC-CIIEKTPOMETpA ¢ MCTOYHHUKOM HOHOB
"snekTpoHHbIN yaap" (JY), npenHazHAUYCHHBIN Ui OOHAPYKCHUS W UICHTH()DUKAINY TOKCHYCCKUX M OMACHBIX BE-
IeCTB. AHAJIUTHYECKHE TTapaMeTphl KOMIUIEKCA — YYBCTBHTEIBHOCTD, pa3pelaromas ClioCOOHOCTh, CKOPOCTH 3a-
MUCH CIIEKTpa — HaXOJsATCS Ha MHUPOBOM YPOBHE B cBOeM kiacce npubopoB. [Tpu oOpaboTKe Mogy4eHHBIX Macc-
CHEKTPOB XPOMATOTPA(YUIECKIX KOMIIOHEHTOB CMECH MPONU3BOIUTCS MACHTH(UKAINS BELIECTB C NCIIOIB30BAHUEM
oOImenpuHATON OMONMMOTEKH Macc-CIIEKTPOB 3JEKTPOHHOTO yAapa HaluoHanbHOTO MHCTUTYTa CTAHIApTOB M TEX-
noxoruii, (CIIIA) NIST.

Kn. cn.: razoBast XpOMaTOFpa(i)I/IH, BpeMHHpo.]'IeTHHﬁ MacCC-CIICKTPOMETP, UICTOYHHUK MOHOB C 3JICKTPOHHBLIM YJapOM,
YYBCTBUTCJIBbHOCTD, pa3peuiaromias CHOCO6HOCTL, TOYHOCTD OIPECACIICHUA MaccC, ba3za JaHHBIX MaCC-CIIEKTPOB, MaCC-

CIIEKTPBI AIEKTPOHHOTO yaapa, HalnmoHanbHbI HHCTUTYT cTaHAapToB u TexHonoruii CIIIA

BBEJEHUE

lazoBast xpomartorpadus—macc-CIIeKTPOMETPHS
('’X-MC) — meToJ Ka4eCTBEHHOTO W KOJINYECTBEH-
HOTO aHajau3a MIUPOKOTO KPyra COSIUHEHHUH, OTKPHI-
BaIOIMI1 OOJBIINE TIEPCHEKTUBBI BO MHOTHX oOJac-
TAX, TAKUX KaK TOKCHUKOJIOTHS, MEAMIIMHA, TTPOMBIIII-
neHHOCTh. ' X-MC — KOMOWHAIMsI IBYX MOIIHBIX
AHATUTUYECKUX HMHCTPYMEHTOB: Ta30BOM XpOMaro-
rpadum (I'X), obecmeumBaromieii BBICOKOA((DEKTHB-
HOE pa3elicHHe KOMIIOHEHTOB CIIOKHBIX CMeced B
razoBoi (asze, u Macc-cnekrpomerpun (MC), mo3Bo-
JSIONIeH WISHTU(QHUIIMPOBATh KaK HM3BECTHHIE, TaK U
HEU3BECTHBIC KOMIIOHEHTHI cMecH. McTopus pa3BuTHs
3TOTO METOJAA U €r0 NPUMEHEHHE PAaCCMOTPEHBI B IIe-
JIOM psijie KHUT U 0030poB, Hanpumep [ 1, 2].

HawnbGomee pacnpoctpaneHHbM BapuanTtoMm [ X-
MC sBasieTcst aHaIU3 ¢ MPUMEHEHUEM METO/a UOHU-
3anuu AEKTPOoHHBIM yaapom (DY) [3]. Ilocme mpose-
JISHHsI aHAJIN3a CIIEKTPHI, MOTyYeHHBIE MTPH OOIICTIPH-
HATBIX YCIIOBHSIX MOHH3AIUH (C DHEPTHEH 3JIEKTPOH-
Horo mydka B 70 5B), cpaBHUBaroTCS ¢ OMOIMOTEU-
HBIMH Macc-crekTpaMu, kak mnpasuiio, NIST [4] unn
Wiley [5].

B ocHOBe cOBpeMEHHBIX aHATUTHUYECKUX KOMILICK-
coB I'X-MC nexar Tpu THIIa Macc-aHAIA3aTOPOB:
KBaJIpyNOJIbHbIE, MAarHUTHBIE W BPEMSIIPOJICTHHIC.
Haubomnee pacupocTpaHeHHBIMU MacC-aHAIM3aTOPaMHU
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B koMmImiekcax I X-MC sBnsitoTcsl KBaApyIoiabHbIE [6],
obnagarorie CKOpocThio ckanupoBaHus ao 10000-
15000 macc/c B muama3oHe CKaHHpPyeMbIX macc 30—
1500 JTa, xoporeil 4yBCTBUTEIBLHOCTHIO MOpsJIKa 2—
5 mr (B mepecyere Cyxoro BEIIeCTBa HAa KOJIOHKY), HO
MMEIONINE HEBBICOKYIO Pa3pEIIaIONIyi0 CIIOCOOHOCTh
R =M (pakTruecku B LEIOYHCICHHBIX Maccax), Ma-
JYyI0 TOYHOCTH OIPEACIICHUS NETEKTHUPYEMOU MAacCChI
noHa (LEeTOYHCIICHHAs) U TUCKPUMHUHAITHIO 10 Mepe
YBEIUYCHHUSI Macchl HOHOB. KBanpymonpHBIE Macc-
aHaJIM3aTOPHI BMECTE C TEM MaJIorabapuTHBI, U I HX
paboThl HE HY)KEH BBICOKUH BaKyyM, a, CJICJOBATEIb-
HO, ¥ MHUHUMAJIBHBI CPEICTBA BAaKyyMHOW OTKAYKH.
Bce aTu hakTophl BKyIEe ¢ HEBBICOKOH LIEHOH JeiaroT
X HanOoJiee BOCTpeOOBaHHBIMU mprubopamu mist ['X-
MC-ananu3a.

MarHuTHBIE Macc-aHaJIU3aTOPHI [7] UMEIOT BBHICO-
KYI0 pa3pelraonIylo CIOCOOHOCTh B HECKOIBKO JIe-
CATKOB TBHICSY; YYBCTBUTEIBHOCTD, JOCTUTAIONIYIO 1—
2 mr (B mepecyeTe CyXoro BEIIeCTBa Ha KOJOHKY), HO
JIOCTAaTOYHO MEJUICHHYIO CKOPOCTb CKaHMPOBAHUS
0.1 ¢ Ha mexagy Macc U 00JAMAIOT MaJIOH TOUYHOCTHIO
ONpeeCHUs] MacChl B PEKUME CKaHUPOBAHUS HOHA
+0.1 JIa. Kpome Toro, naxke caMple MajiorabapuTHBIC
MarHUTHBIC MacC-aHAJIM3aTOPhl HMEIOT HaIoJbHOE
WCIIOJHEHUE, YTO 00YCIOBJIEHO OCOOEHHOCTSIMHU Mar-
HUTHOM CHUCTEMBI, H JOBOJBHO TPOMO3JIKYIO BaKyyM-
HyI0 cucteMy. Kak u B cilydae KBaJpymoOJbHBIX aHa-
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JU3aTOPOB, HEBBICOKAsA CKOPOCTh CKAHUPOBAHUS
CEPbE3HO OrpaHUYMBACT BO3MOXKHOCTU BBICOKO3(-
(EeKTUBHBIX CHCTEM TIPEIBApUTENBHOTO pazfere-
Hus — ['X B pexxume "oH-naiin".

Hawnboiee nepcreKTHBHBIME, B HACTOSIIICE BpEeMs,
SIBJISIIOTCSL ~ BPEMSIIPOJIETHBIE ~ MAacC-CIIEKTPOMETPHI
(BIIMC, TOF), obmanmaromue KoMOWHanueW YHU-
KaJIbHBIX CBOWCTB: pa3peliarolnas CIOCOOHOCTh OT
HECKOJBKUX THICSY JIO JACCSITKOB THICSY [8]; UyBCTBU-
TEJIBHOCTh 1—2 NOr; CKOpOCTh ckaHupoBaHus 10 500
CIICKTPOB/C BO BCEM MacCOBOM JMana3oHe (TUIHY-
HBI MaccoBbIif muamnazoH: 20—1000 [la); pexopaHas
MaccoBasi TouHocTh 10 0.1 ppm [9]; HacTonbHOE HC-
nmoyiHeHre. Pa3BuTHE METOZO0B Ta30BOM XpOMAaTOTpa-
(¢uu U TOSIBJIICHUE JIBYMEPHOW Tra30BOH XpoMaTorpa-
b (I'X-I'X, GCXGC) ¢ kpaifHe y3KHMH XpOMAarTo-
rpadugeckumu mukamu (o 100 mc) memaer BIIMC
SIMHCTBEHHBIM KJIACCOM COBMECTHUMBIX JETEKTOPOB
[10]. BakyyMHas cuctema mpubopa 1o cocTaBy CpaB-
HUMa C MarHUTHBIMHM MAacC-CIIEKTPOMETpaMHu, HO 0O-
Jiee KOMITAaKTHA M3-3a MCHBIIMX pPa3MEepoOB  Macc-
aHaIn3aTopa.

Ha ocHoBaHMM MaTCHTHBIX MaTEpHAJOB M JINTEpa-
TYpHBIX JaHHBIX TPOAHAJIM3UPOBAH  COBPEMEHHBIN
TEXHUYECKUN ypOBEHBb, TCHACHIINHA PA3BUTH Mapora-
30BOT0 XpPOMATO-MAacC-CIIEKTPOMETPHUECKOTO aHaIN-
3a. OOmiasi cuTyanus B JaHHOW 00JIaCTH aHAJIUTHYC-
CKOT'O TPUOOPOCTPOCHUS XapaKTEPU3YETCs CO3MaHHU-
eM MaJlorabapUTHBIX, KOMIIAKTHBIX KOMILIEKCOB, 00-
JAJATONINX BBICOKOW YYBCTBHUTEIBHOCTHIO, OOJBITION
paspemaroIiell criocCoOOHOCThIO, BBHICOKOH TOYHOCTBIO
OTpeIeTICHHsT MacCe ¥ OOJIBIION CKOPOCThIO CKaHUPO-
BaHUSI.

PACYET HOHHO-ONITUYECKOMW CUCTEMBI
BPEMAIIPOJIETHOI'O MACC-CIIEKTPOMETPA

B ocnoBy BIIMC monoxena cxema H3BECTHOTO
BPEMSIIPOJIETHOTO Macc-aHajau3aropa Tuia '"pediex-
TPOH" C OHOKPATHBIM OTPa)KEHWEM HMOHHBLIX MAKETOB
OT 3JEKTPOCTaTHUECKOro 3epkana [11] u opToronane-
HBIM YCKOPEHHEM HOHOB HEMpPEpBIBHOTO Myuka [12,
13]. Ocobennoctrio paccmarpuBaemoro BIIMC sB-
JsIeTCsl MOHHO-ONTHYECKU WHTep(deic HCTOYHUKA,
BKJTFOYAIOIIHA B Ce0s TMOCIICIOBATEIBHOCTE (DOKyCH-
PYIOLIMX JIMH3, IPOMEXYTKOB Apeiida, anepryp u ze-
(IIeKTOpPOB, C BO3MOKHOCTBIO KOMITEHCAIIUN MEXaHH-
YEeCKUX HETOYHOCTEH M3roToBIeHUS U cOOpkHu. I'maB-
HBIMH (QYHKUIUSIMH HHTepQeiica saBusoTcs GpopMupo-
BaHHUE TMy4Ka 3apsDKEHHBIX YaCTHI] 3aaHHOTO (a3oBo-
ro o0bema, a TaKke QOpPMUPOBaHKE KPOCCOBEPA HOH-
HOTO ITydYKa C ONTHUMAaJbHBIMHU JJIS Macc-aHaJIN3aTopa
MPOCTPAHCTBEHHO-YTJIOBBIMH pa30pocaMu B IpoMe-
JKyTKE MEXAY BBITAJIKUBAIONIMM W 3a36MJIEHHBIM
3JIEKTPOIaMH OPTOrOHAJIBHOTO YCKOPUTENS ¢ 3HEPrH-
et B 30 »3B. B peanuzoBannom BIIMC npocrtpanct-
BEHHAs IPOTSDKCHHOCTh MOHHBIX NAKETOB B yKa3aH-

HOM HampasJieHHH cocTaBiisieT 30 MM., a yCKopsiroliee
HanpsbKeHue B Macc-aHanuzarope S5 kB. Jlns pacuera
paspemiaromieil CrocoOHOCTH Macc-aHanu3aTropa OIl-
penensioch BpEMEHHOE YIIMpPEHHE TaKeTa 3apsiKeH-
HBIX YacTHI[ ¢ (PUKCHPOBAHHBIM 3HAUYECHHEM OTHOIIIE-
HUS Macchl K 3apsiny m/z (06e3 ydyera yHmMpeHuil, cBs-
3aHHBIX C paccesHHEeM HOHOB Ha CETOYHBIX AJIEKTPO-
Jax ¥ BHOCHMBIX CHCTEMOH pErucTpanuu) B IJIOCKO-
CTH AETEKTOpa, KOTOPOE MOXKET OBITh MpPEACTaBICHO
B BHJIE CYMMBI JIBYX CJIaraeMbIX

AT = AT, +AT,,

rne AT, =m(Av,),/zE — Bpems pa3BopoTa HOHOB

B OpTOroHaJibHOM yckopurene ("turn-around time"),
00yCIIOBIIEHHOE HAM4YheM pa3dpoca HayallbHBIX CKO-
pocTeli 3apsDKEHHBIX YaCTHIl B HAIPABJICHUU yCKOpE-
HUSl B MOMEHT JICHCTBUS BBITAIKHBAIOIIETO UMITYJIbCA
(E — HanpsHKEeHHOCTh OJTHOPOJIHOTO TOJISE YCKOPHUTE-
1s1), a AT, — aGeppaliMOHHOE YIIUPEHNE BPEMEHHOTIO

cUrHanga, oOyCJIOBJIEHHOE OTHOCHUTEILHBIM SHEpPreTH-
YeCKUM pa30pOoCcOM MOHOB J B HAIIPABIICHUHU BBITAJI-
KHMBaHHsI Ha BBIXOJE U3 OPTOTOHAIBHOTO YCKOPUTEIIS.
Jlis yMeHBIIeHHs YUIMPEHUS CHUTHalla, CBSI3aHHOTO
¢ BpemMeHeM pa3Bopota, B BIIMC ucnonbe3yercs opTo-
TOHAJIBHBIN YCKOPUTENh C BHICOKOH HANpPsSKEHHOCTHIO
OJTHOPOJHOTO BBITATKUBarOMIEro moyst £ = 210 B/mwm,
a JUIsl KOMIIEHCAllUM BPEMEHHOT0 NCKa)KEHUs CUTHAIA,
BBI3BAHHOTO JHEPropa3OpocoM 3apsDKEHHBIX —dac-
THUL, — JABYXKaCKaJHOE JIEKTPOCTATHYECKOE HOHHOE
3epkaio. COOTBETCTByIOIIAs HACTpOiiKa HOHHOTO
3epKajla IO3BOJIET OCYLIECTBUTH B INIOCKOCTH JI€TEK-
TOpa YCJIOBHUE HE3aBUCUMOCTH BPEMEHM IpoOJieTa OT
SHEpPTUH BO BTOPOM abeppannoHHoM nopsake (7]0) =
=(T160) = 0, a peanu30BaHHOE COOTHOIICHUE BEIH-
YUH HaNpsOKCHHOCTEH moneit E\/E, =~ 2.2 mo3BOJsSeT
MOJ/ICPKUBATh BEIMYMHY BpPEMSNpOJeTHOH abeppa-
K TpeThero nopsanka (7]009)0° Ha MpHEeMIeMO HHU3-
KOM YpOBHE U H30eXaThb OONBLIMX MCKaXECHUH pac-
MIpeJieieHnsl TOTEeHIMana B OKPECTHOCTH CETOYHBIX
ameKkTpooB. TakuMm oOpa3om, paspemnraromas Cro-
cobnocts BIIMC MoKeT OBITh 3a1icaHa B BUIE

T,
R= ,
2(An4¢aw5&ﬂA5ﬂ)

rae 7y — BpeMs mpoJeTa 3apsHKEHHBIX YacTHIl C HO-
MHUHQJIBHOM KUHETHYECKOW JHEPrUEH, T. €. YacTull,
CTapTYIOLIUX W3 CEPEJAUHBI 3a30pa MEXIY BBITAJIKH-
BalOLMM M 3a3€MJICHHBIM 3JIEKTPOJAMH OPTOTOHAJIb-
HOT'O YCKOPUTEJIS.

Ha puc. 1 npuBeneHsl pe3ynbTaThl PacU€TOB JUC-
MEPCUOHHON  XapaKTEPUCTUKU  Macc-aHaau3aTopa,
(hOpMBI BpEMEHHOTO CHUTHaJa B TUIOCKOCTH JIETEKTOpa
U COOTBETCTBYIOUIMX 3HAYEHUW pa3peluarouieu cmo-
COOHOCTH Ha pPa3IUYHBIX YPOBHSX WHTCHCHUBHOCTH
CUTHaja MNpU JUAMETPE HENPEPBIBHOIO ITyYKa 3a-
PSKEHHBIX YACTUI[ B OPTOTOHAJIBLHOM YCKOPHTEIE

HAVYYHOE ITPUBOPOCTPOEHMUE, 2013, Tom 23, Ne 4
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Puc. 1. /lucriepcronHas xapakTepuCTHKa Macc-aHAIM3aTopa (a) M BPEMEHHBIE YIIMPEHUs CUTHAJIOB (0-T).

0, B — BPEMEHHBIC YIIUPEHHs, 00YCIOBICHHbIC YHEPropa3dpocoM HOHOB M BPEMEHEM HX Pa3BOPOTA B YCKOPHTENES
COOTBETCTBEHHO; T — BPEMEHHOE YIIMPEHHE CHTHANIA B INIOCKOCTH JICTEKTOpa A1 HoHOB m/z = 1000 a.e.M. mpu na-

paMeTpax: HePEePBIBHOTO My4YKa HOHOB B yckoputene 1= 46.9 mkc, d = 2.6 MM, Aa =3°, AK = 550 3B.
HomuHanbHOE 3HaYCHHE KHHETUYECKOM SHEPTUU HOHOB B jpeiide cocrariser Ky =~ 5500 3B

d = 2.6 MM U ero yrioBoMm pazopoce Aa = 3°, a Takke
BpPEMEHHBIC YIIUPEHHS CUTHAJIOB, OOYCIIOBJICHHBIC
9HEpPropazdopocoM HOHOB M BPEMEHEM pa3BoOpoTa B
yckoputene ans woHoB m/z = 1000 a.e.m. M3 mpen-
CTaBJICHHBIX PE3yJIbTaTOB BUIHO, YTO pa3pelaronias
CIIOCOOHOCTh ~ Macc-aHAIM3aTopa  OrPaHUYMBAETCS
TJIaBHBIM 00pa3oM BpeMEHEM Pa3BOPOTa 3apsSKEHHBIX
YacTH B OPTOTOHAIBHOM YCKOpPHUTEIE.

[Tockonbky paccmarpuBaeMslii BIIMC ¢ ucrounu-
KOM HOHOB C 3JICKTPOHHBIM YAApOM pa3padaThIBasICs
st komiuiekca I'X-MC, B KOTOpOM B KauecTBE rasa-
HOCHUTEJISI IIMPOKO MCIOJIB3YETCs TeInid, TO B apetido-
BOM TPOCTPAHCTBE Macc-aHAJIM3aTopa pa3MelieH HM-
MYJbCHBIA Ae(IEKTOp, OTKJIOHSIOIMKA HOHBI TeIHs
W3 TpaKTa Macc-aHalIu3aTopa W TaKuM O0pa3oM Ipe-
JIOTBPALIAIONINI Ype3MEPHYIO 3arpy3Ky ACTEKTOpA.

HAVYYHOE [NPUBOPOCTPOEHME, 2013, Tom 23, Ne 4

KOHCTPYKIIUA U CUCTEMA PETUCTPAIIUN
BPEMAIIPOJIETHOI'O MACC-CIIEKTPOMETPA

[lo pesympTaTaM pacdyeToB HMOHHO-ONITHYECKOMH
cxembl BIIMC ¢ ucrounukom voHoB DY 0ObL1a pas-
paboTaHa KOHCTPYKLUS MprOOpa, B KOTOPYIO TaKkKe
BOIILJTH: TporpeBaeMblii uHTEepdeiic ['X, gepes koTo-
PBIF IPOXOAUT XpoMaTorpaduueckas KOJIOHKA U3 Tep-
Moctata ['X HemocpencTBEHHO B HMCTOYHHUK HOHOB
C DIIEKTPOHHBIM YIapoM, U OTCEKAIOIIMM KJamaH, KO-
TOPBIN TP TIPOBEICHUH PETIAMEHTHBIX M PEMOHTHBIX
paboT BaKyyMHOILJIOTHO H30JHPYET BBICOKOBaKYyM-
Hy10 yactb MC (aHanu3aTop W JETEKTOpP) OT UCTOU-
HUKa WOHOB W WMOHHO-ONTHYECKOTO HHTepdeiica mc-
TOYHMKAa HOHOB. TpexmepHas Mozelb pa3paboTaH-
Horo BIIMC MX5313 ¢ OCHOBHBIMHU 3J€MEHTaMHU
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Puc. 2. TpexmepHast Mozieb BpeMSIIIPOIETHOTO Macc-ciekTpomerpa MX5313.

1 — BBICOKOBaKyyMHasi KaMepa Macc-aHalIM3aTopa; 2, 4 — MaT4YUKU KOHTPOJIS BBICOKOTO BaKyyma
AIM-X-DN; 3 — BbpicokoBaKyyMHbIe TypOoMonekymsipabie Hacockl TURBO V301 Varian ¢ koH-
TPOJIIEPOM; S5 — HMCTOYHHK HOHOB DY ¢ aByms katomamu; 6 — wmHTepdeiic ['X; 7 — moHHO-
onTHYeckuil HHTep(eic UCTOUYHNKA HOHOB; 8 — OTCEKAIOIINI KianaH; 9 — UMITYJIbCHBIA OPTOro-
HaIIBHBIA ycKopuTenb; 10 — nerekrop (BOVY); 11 — nmmynbscHbIN gednekTop U OTKIOHEHHUS HO-
HOB Tenusi; 12 — BBICOKOBAaKyYMHBIH TypOomouekyisipHbiii Hacoc TURBO-81 Varian ¢ xoHTpo:-
nepom; 13 — npetihoBoe MPOCTPaHCTBO; 14 — HOHHOE 3epKajIo

mpejacTaBieHa Ha puc. 2. ONTHYECKHUE DIIEMEHTHI
Macc-aHaIM3aTopa pa3MElICHbl B BaKyyMHOU Kamepe
pasmepom 260 mHa 710 MM, 9TO SBISETCS KOMIIPO-
MUCCHBIM PEUICHHEM MEXIy OTHOCHUTEIBHO HEeOOJIb-
mMMHA ~ TadapuTaMy  BPEMSIIPOJICTHOTO  mpuoopa

U YMEPEHHBIM YPOBHEM JIOCTUTa€MOM pa3peliaroiein
CIIOCOOHOCTH.

Pacnionoxxenue uMITyibCHOTO JediekTopa Mo3BoO-
nsieT 3(G(EKTUBHO OTICNATH HOHBI Ta3a-HOCUTEINS
rejiisl U3 UOHHOTO IAaKeTa, NPUXOHAILEro Ha JIETEK-

HAVYYHOE ITPUBOPOCTPOEHMUE, 2013, Tom 23, Ne 4
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TOp, NP 3TOM IPAKTUYECKH HE AUCKPUMHUHHUPYS OC-
TaJbHbIE MOHBI U He "meperpyxas' IeTeKTOp HOHHBIM
TOKOM.

Hcnonp3oBaHue oTCEKaroNIero KiarnaHa 1mo3BoJisieT
MHOTOKpPATHO COKpPaTHTh BpeMs BBIXOJa MpuOopa Ha
paboumii pexxuM, T. K. B IPOILIECCE TEXHOIOTUIECKOTO
00CTyXMBaHUS WCTOYHWKA WOHOB TIPH 3aKPHITOM
KJIallaHe ¥ CHATOM HCTOYHHMKE MOHOB KaMmepa Macc-
aHaAJIN3aToOpa OCTAETCS MOJ BBICOKHMM BaKyyMOM —
5107 Topp.

HoHHoe 3epkalio BBHIIIOJIHEHO M3 HAa0Opa 2JIeKTpo-
JIOB B BHJIC PAMOK, 3aIIMTAHHBIX YepPe3 PE3UCTHBHBIHI
nenutenb. B Habope paMOK pacnoiIoKeHbl AIEKTPOIbI
C CeTKaMHu W3 MPOBOJIOKH AuaMeTpoM 50 MKM c ma-
roM 0.5 MM. DJEeKTpoabl — paMKH U CETKH — BBI-
MOJHEHBI U3 HEMarHUTHOW HeprkaBerollel crtaiu. B
KayecTBE JETEKTOpa  MCIIOJIb3YeTCsl  BTOPUYHBIN
anekTpoHHbIH ymHOXuTens ETP 14882 (SGE, Aus-
tralia) ¢ TEMHOBBIM TOKOM TOpSIKa 6 WMITYJIbCOB
B MUHYTY M JUIMTEIBHOCTBIO PETHUCTPUPYEMBIX HM-
MyJICOB OT OAMHOYHBIX MOHOB Mopsaka 2.1 He.

s obecniedenust nutanus MC pazpaborana u u3-
TOTOBJIEHA CXE€Ma JJIEKTPONMUTAHNSA, BKIIOYAIOIIas B
ce0s1 MOKYNHBIEC 3JCKTPOHHBIC OJOKM M OPUTHMHAIIb-
HBIE, pa3paboTaHHbIe Aisi 3TOro mnpubopa. OOmiee
anektpormtanne BIIMC ocymectBnsiercss oT 0yioka
cunoporo muranus Vega (TDK-Lambda Americas,
CHIA), BbIpabaTHIBAIOMIETO HAMPSDHKECHUS ITUTAHUS
+24 B, 15 A. Jlns oOecniedeHus: BBICOKOBOJBTHOTO
BBICOKOCTAOMIIBHOTO THTAHUS HCIIONB30BAaHBI OJIOKU
nutanust HP (Applied Kilovolts Itd, BenukoGpura-
HUSI) TIOJNOKUTEIBHOM M OTPUIATCIHLHOW IOJSIPHO-
cTel, y Kotopblx npu Hampspkenuu 2500 B mrymoBas
nopoxka cocrasiset 40 MB.

KoMrimiekT crnernuanbHbIX pa3paboTaHHBIX OJIOKOB
3JIEKTPOHMKHU BKJIIOYAET B CEOsl:

1) 6ok MUTaHWA WCTOYHMKA MOHOB C JJIEKTPOH-
HBIM YZAapoM, 00ecleYnBaloUIMi TOK 3MHUCCHUHU 3JIEK-
TPOHOB B Mpenenax oT 5 MKA 10 5 MA ¢ TOYHOCTBIO
He xyxe 0.5 % co crabwinzanuell o0 TOKY 3MUCCHU
Y IPOTPaMMHBIM YIIPaBICHHEM;

2) BBICOKOBOJIBTHBIM HMITYJIbCHBIH TE€HEPaTOp
¢ ammumitygoi Hampspkenust 1o 1000 B, mmutenbHO-
CTBI0 HMMITYJIbCOB 3—5 MKC W IIMPUHOW TEPeTHHX
1 3a1HUX QpoHTOB MeHee 20 Hc;

3) mpeaBapUTENbHBIN MIMPOKOTOIOCHBINA yCHIIH-
Tenb ¢ nojocoi yactot 400 MI'n u Tpems BbIXxOgaMu
¢ koapdunmenramu ycunenus 1, 10, 100;

4) OJIOK KOHTPOJIS BEICOKOTO BaKyyMa ¢ Tpadude-
CKUM  HMHIUKAaTOPOM, BBIIOJHSIOMHKN  (QYHKIHIO
YIpaBIeHUST U KOHTPOJIA YETHIpEX BaKyyMHBIX HACO-
COB MU TpeX BaKyyMHBIX JaTUYMKOB Pa3IHYHBIX THIIOB
IUTST TIOJIAepKaHuA TpeOyeMbIX YpOBHEH MaBICHHUS
B Pa3IMYHbIX YacTsAX Npudopa; B OJIOKE UMEETCs BO3-
MOJKHOCTb BKJIIOUEHHS Ka)KJO0T0 HAacoca B OIpeJIeNeH-
HBIi MOMEHT BPEMEHHU U OTCJICKUBAHUS NTPEBBILICHUS
BEJIMYMHBl 3apaHee YCTAaHOBJIEHHBIX IIOPOTOB IS
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pcajin3anuu pasindHbIX aJITOPUTMOB 3allIUThI l'[pI/I60—
pa npyu BO3HUKHOBCHHMHU BHCHITATHBIX chyauHﬁ, Ha-
MMPpUMCEDP IIPU NOTECPE CETCBOTI'O0 HAIIPSIKCHMUS.

Harper wunrepgeiica I'X-MC u HMOHW3AIMOHHOM
KaMepbl UCTOYHMKA MOHOB OCYIIECTBIISIETCS TEPMO-
perynaropaMu yNpaBleHUS U KOHTPOJII TEMIIEpaTy-
pBbl, UMCIOIIMX JBa YHUBEPCAIHHBIX BHIXOAA IS
MOJKITIOYEHNsT JaTYMKOB TemIepaTypbl. Pabouas
Temreparypa uHTepdeiica u kamepsl — 10 250 °C,
TOYHOCTH M3MepeHuit — 0.4 °C, BpeMs ompoca OJHO-
ro Bxona — (.8 ¢, kKoMMyTaIust Harpy3Ku OCYIIECTB-
JIIETCSI C TIOMOIIBIO AIEKTPOMArHUTHOTO pelie.

Cucrema perucrpanuu BIIMC ocHoBaHa Ha npu-
MEHEHMH BBICOKOCKOPOCTHOM IIIAaThl PErucTpaLnun
curnaia U1084A-002 (Agilent, CIIIA) u mupokomno-
JIOCHOTO mpenycunuTens. MakcumanabHash dYacToTa
COMIUIMPOBAHUS COCTABIIACT 4 TUracoMIUIa B CEKyHIY
1 o0ecreunBacT CIEAYIOMINE XapaKTepUCTUKU CHCTe-
MBI PETUCTPALIUU:

— ckopocTh ckaHupoBaHus 10 500 cekTpoB B ce-
KYHly TIpU IHana3oHe CKaHUPOBaHMs Mo mMaccam 20—
1000 a.e.m.;

— cKkopocTh ckanupoBaHus 10 200 crnekTpoB B ce-
KyHIy MpH JIuana3oHe CKaHUPOBAHUS IO Maccam
20-5000 a.e.m.

[Iporpammuoe o6ecrieuenne (I10) ompiTHOTO 00-
pasma ananurmdeckoro komimiekca I'X-MC obecrie-
YHBaeT YNpaBICHUE W KOHTPOIL 3a paboroil ycr-
POMCTB aHATUTUYECKOW M BJIEKTPOHHOM 4YacTed NpH-
OOpHOTO KOMIUIEKCA, MPOBOJUT PETUCTPAINI0 MacC-
CIIEKTPOB, TTOKMCK 10 HA3BAaHWSIM U XUMHYCCKUM (Hop-
MyJilaM BeIIecTB, XpaHsmuxca B 6a3e maHHbIX NIST,
MPOCMOTP Macc-CIEKTPOB BEIIECTB, IOKCK 110 3aMpo-
Cy BEIIECTB, MAacC-CIIEKTPbI KOTOPBIX COOTBETCTBYIOT
3aperucTprupoBanHeiM Komrmiekcom I'X-MC B 0Gaze
maauberx NIST.

Ympasnerne paboToil Macc-CIIEKTPOMETpa OCyIIe-
cTBisiercss  komruiekcom IO B cocraBe: TOF
Acquisor, TOF-control u Bus Builder. IIporpammsr
IKCIUTYaTHPYIOTCS COBMECTHO, HO MMEIOT Pa3UYHOC
Ha3HauYCHHE.

Bus Builder — wucmone3yercst st HacCTpOKH
(YHKIMOHAIBHBIX €AWHUIL TPUOOPA.

TOF Control — mpenHa3sHaueHa Ui yTIpaBICHUS
W KOHTPOJISI HU3KOBOJBTHBIX U BBICOKOBOJIBTHBIX HWC-
TOYHHWKOB TIUTaHWS, COCTOSHUSI BaKYYMHOW CHCTEMBI,
a TaKKe peaju3yeT Mpoleypy HACTPOWKH pubdopa.

TOF Acquisor — ocCymIiecTBiIs€T KOHTPOJIb PETH-
CTpallMy CHTHalla, MPEJICTABJICHUE HA DKpaHe MOHU-
TOpa PErUCTPUPYEMBIX MAacC-CIIEKTPOB, 3aIUCh Macc-
CIIEKTPOB Ha BHEIITHHE YCTPOWCTBA MAMSTH, yIIpaBiie-
HHE Macc-criekTpoMeTrpoM (coBmectHo ¢ TOF
Control).

B nporpammHyto cpeny ans mpocMoTpa U 00-
pabOTKM 3apernuCTPUPOBAHHBIX MAacC-CIIEKTPOB HH-
TerpupoBaHa  OWONMOTEKAa IIEJIOYMCIICHHOW Oa-
361 Macc-CIeKTpoB 3jekTpoHHoro yaapa  NIST,
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Puc. 3. Criextp Boienennoi Maceel 501.97 Jla ¢pparmenrta macc-criektpa tecroBoro Bemiectsa PFTBA ¢ paspermrato-

e cnocooHocThi0 514 1Ha BeicoTe noHHOro nuka 50 %

TeopeTnueckne 1 IKCIEPUMEHTAIBHO MOJTy4YeHHbIE Macchl HOHOB criekTpa PFTBA

Ne T HeitpansHan Teopetnuyeckan|Habnwpaemas Owwnbka, Owwbka,
2 Tun coeguHeHnA Qopmyna
macca, fa macca, Ja macca, g mia ppm
1 PFTBA 69 CF3 68.9952096 68.994661 65.994661 0 0
2 PFTBA 100 C2F4 95.9936128 95.9930642 95993074 0.0098 0.09801
3 PFTBA 114 C2F4M 113.996687 113.996138 113.996069 0.069 0.60528
4 PFTBA 115 C2F5 115.992016 115.991467 115.991974 0.507 4.26081
5 PFTBA 131 C3F5 130.992016 130.991467 130.991944 0477 3.64146
6 PFTBEA 169 C3F7 168.988822 168.988274 168.988923 0.649  3.8405
8 PFTBA 215 C4F9 215.985629 215.98508 218.985257 0177 0.80827
9 PFTBA 264 C5F10M 263.987106 263.986557 263.9860638 0.489 1.85237
10 PFTBA 414 CB8F16M 413.977525 413976977 413.976126 0.851 2.05567
11 PFTBA 464 COF18M 463.974332 463973783 463.974128 0.345 0.74358
12 PFTBA 502 COF20M 501.971138 501.970589 501.970589 0 0
13 PFTBEA 614 C12F24MN 613964751 613964202 — — —

AHAJIMTUYECKUE XAPAKTEPUCTKH

oOecrnieunBaromas IMOMCK, MPOCMOTP CTPYKTYPHBIX
dbopmyn u GopMUPOBAHHE TTONUCKOBBIX 3alPOCOB Be-
IeCTB, XpaHAImuxcs B 0a3e nanHbix NIST.

Kommneke ['X-BIIMC ucnbIThIBaiCs B KOMIUICKTE
¢ razoBeiM xpomartorpapom "KPUCTAJII 5000"
¢ xamwuisipHoi kononkoit HP-5MS (Agilent Tech-
nologies, 30 m x 0.250 MM X 0.25 MKM) C MaKcH-
MaJibHO# paboueii Temmeparypoi 325 °C.

KOMIIVIEKCA I'X-BIIMC

Pazpemaromas cnocoOHOCTh TPUOOPHOTO KOM-
IUieKca MoKa3zaHa Ha MpHUMEpPe TECTOBOTO BEIECTBA
nepdroprpudyrunamuna (PFTBA) mis vona maccoi
501,97 1a (puc. 3). Pacuer paspermarormieii criocooHo-
CTH TPOUCXOJHUT ABTOMAaTHYeCKU MO (opmyne: R =
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=1t/2At, tne R — paspematoniasi ciocoOHOCTh, ¢ —
BpEMEHHOE TOJIOKCHHE MUKa (BpeMs IMpoJieTa HOHOB
JTAHHOW Macchl), Af — BpEeMEHHAs MIMPUHA MUKa Ha
nonyBsicoTe (50 % MHTEHCUBHOCTH MUKA).

TouHOCTH oOTpeAeneHus] Macchl aHAIU3UPYEMBIX
MOHOB TIPOJEMOHCTPHpPOBaHA Ha MpHUMEpPE Macc-
criektpa (parmenTos BemectBa PFTBA — cpaBHe-
HUE 3KCIEPUMEHTAJIBHBIX U TEOPETUUECKUX 3HAYCHUI
Macc MOHOB, NPEJICTaBIEeHHBIX B Tabmuie. M3 tabnu-
Bl CJIEYET, YTO OIMMOKAa OMpe/eNIeHUs] MacC MOHOB
MpuOOpPHBIM KOMITJIEKCOM He mpeBbimaer 1 m/la Bo
BCEM PErHCTPUPYEMOM MAacCOBOM JHAaIa3oHe.

OKCNIepUMEHTANBHOE ONPEAEICHUE YyBCTBUTEIb-
Hoctu kKomiuiekca ['X-BIIMC mnpoBoamimocs ¢ wc-
MOJIb30BAaHUEM CTaHAapTa — pacTBOpa TeKcaxJop-
oenzonma (HCB, Agilent #8500-5808). Mcnonb3oBa-
JUCHh CIIEAYIONINE MapaMeTphl MPU TPOBENESHUN JKC-
MepUMEHTa: TemIeparypa ucTognuka noHos 250 °C,
TOK smuccuu 2.6-3.0 MA, temriepaTypa mHTEp(etica
250 °C, moTok Tenus W3 ra30BOro xpomarorpada —
1 m/muH. Pexxum paboTel TepMocTaTa XpoMaTorpada
"KPUCTAJIJ 5000": craproBas Temneparypa 100 °C;

101

nay3a 30 c; CKOpOCTb HapacTaHUsl TeMIlepaTypbl
20 °C/mun ¢ BeixomoMm Ha 215 °C. Ha Bpems BbIXOJa
pacTBopHUTENsT M3 KOJOHKM (60 ) BBIKIIOYAIH TOK
Hakaja KaToJI0B, C IIOMOIIbIO0 aBTOMH)KEKTOPa BBOJIH-
mu 1 mxn cragmapra HCB ¢ koaddunmerTom nenenns
notoka 1:50, COOTBETCTBYIOIIMI 2 MT' CyXOro Belle-
CTBa, BBEIEHHOTO B KOJOHKY. OTHOBPEMEHHO C WH-
JKEeKIMeH B Xxpomarorpad BKIIIOYaiach 3aluch XpoMa-
TOTPpaMMEBI ITUTENBHOCTRI0 500 ¢ ¢ BKIIIOUEHHEM Ka-
Tozl0B uepe3 60 ¢ mocne crapra 3amucH XpoMaTo-
TpaMMBI.

Ha puc. 4 (BBepxy) mpencraBiieH QparMeHT Xpo-
MaTorpaMMBbl paszeneHus TectoBoro pactsopa HCB,
MOJTyYeHHBIH MHTETPUPOBAHNEM TUIOIIAIHN KA MacC-
cnektpa Maccoi 284 Jla (Selected Ion Current, SIC),
MpU MHXKEKIIUU B pacdyere 2 NI CyXOro BemlecTBa Ha
KOJIOHKY M (parMeHT Macc-CIeKTpa TECTOBOTO pac-
TBopa HCB (BHM3Y), MONy4EeHHBIH WHTETPUPOBAHUEM
XpoMaTorpaMuecKoro MMKa, COOTBETCTBYIOIIETO IO
BpemeHu Bbixoga HCB. U3 puc. 4 BuaHo, uTO mpu
3THX YCIOBHSAX OTHOIIEHHWE CUTHAN/TIyM ~ 20.
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Puc. 4. ®parment xpomatorpammsl ¢ koM HCB (BBepXy) M COOTBETCTBYIOIIUI eMy

(parMeHT criektpa (BHHU3Y)
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[Mocne xpomarorpahuveckoro pasjeiieHUs] Uccie-
JIyeMOW CMECH W TIOJYYCHHS MacC-CIIEKTPOB KOMIIO-
HEHTOB, IIporpaMMHOE obecrieueHue MpUOOPHOro
KOMITJIEKCA ITO3BOJISICT TIPOBECTH HIACHTU(PUKAIIHIO
MOJYYCHHBIX MAacC-CIIEKTPOB, HCIMOJIb3yS BHENIHIO
6a3y mamubeix NIST. Hampumep, omeHKa cOBIaneHUS
BemectBa HCB B pacuere 2 nr cyxoro BeliecTBa Ha
KOJIOHKY (puc. 4.) IO BceM MapameTpaM IPEBBIIACT
80 % wm gBiIsAEeTCS HAWBBICIIEH OLIEHKOM IJIS JAHHOTO
Macc-CIeKTpa.

BbIBO/JbI

OcHOBBIBasICh Ha TIPEACTaBICHHBIX MaTrepuaiax,
MOXHO CJIeJIaTh BBIBOJ O TOM, YTO pPa3pabOTaHHBIN
B MAIl PAH ananutunyeckuit kommieke I'X-BIIMC
MX5311 no cBOMM OCHOBHBIM aHAJIUTHUYECKHUM Mapa-
MeTpaM HE€ YCTYyMmaeT COBPEMEHHBIM 3apyOeKHBIM
ananoram (LECO Pegasus HT TOFMS; JEOL Accu-
TOF GCv 4G). 3anoxeHusie B pa3paboTaHHBINA MPU-
0Op peleHus MO3BOJIAIOT UCTIONIB30BATh €T0 B TaHJIEe-
M€ C BBICOKOCKOPOCTHOM Tra3oBOi XpomaTorpadmueit
(Rapid GC), a takke ¢ cucreMamu aBymepHoi I'X
(GC x GC). HanpHeiimee ynydlieHUe MPUOOPHOTO
KOMITJIEKCa MOXET WATH 10 TYTH POCTa pasperiaro-
el CIOCOOHOCTH, MAacCOBOW TOYHOCTH M YyBEJIU4e-
HUSl HOMEHKJIATYPbl KICTOYHUKOB MOHOB (XMMHUYECKas
WOHM3AIMA, TI0JIeBas WMOHU3AIUs, NPSIMON BBOJ).
dakTudeckn paccmarpuBaembiii  mpubop MXS5311
SBIISIETCSL TIEPBBIM POCCHUUCKUM TPHOOPHBIM KOM-
mwiekcoM ['X-MC ¢ uctouHukoM MOHOB THma DY Ha
OCHOBE BPEMSITIPOJICTHOTO Macc-aHaIn3aTopa.
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GC-MS ANALYTICAL COMPLEX BASED ON TIME-OF-FLIGHT
MASS SPECTROMETER WITH AN ELECTRON IMPACT ION SOURCE

A. N. Arseniev, D. N. Alexeev, G. V. Belchenko, M. A. Gavrik, A. V. Zvereva,
A. V. Zinin, N. V. Krasnov, Sh. U. Myaldzin, A. G. Monakhov, M. Z. Muradymov,
S. N. Nikitina, S. S. Prisyach, T. V. Pomozov, S. B. Turtia, M. 1. Yavor

Institute for Analytical Instrumentation of RAS, Saint-Petersburg

As part of the federal framework program "National System of chemical and biological security of the Rus-
sian Federation (2009-2013 years)" developed analytical complex: a gas chromatograph - mass spectrometer
(GC-MS) based on the desktop time-of-flight mass spectrometer with electron impact ion source (EI) intended
for the detection and identification of toxic and hazardous substances. Analytical parameters of the complex -
the sensitivity, resolving power, recording rate of the spectrum, are at the world class level of devices. The ob-
tained mass spectra of chromatographic components of a mixture of substances shall be identified using com-
mon library of mass spectra of electron impact of the National Institute of Standards and Technology (USA)
NIST.

Keywords: gas chromatography, time-of-flight mass-spectrometer, electron impact ion sources (EI), sensitivity, resolution,
mass accuracy, data base for mass spectra electron impact, NIST
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