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HACTOJIbHBIH TAHIEMHBIH I'X/MC C TPOHHBIM
KBAJIPYITOJIEM — AGILENT GC/QQQ 7000B. AHATTH3 CJIETOBBIX
KOJHYECTB H3BECTHBIX COEJTHHEHHH

Tenoenuuu pazeumus 2azoxpomamozpaguueckozo anaiuza
U HyMu peuenus CAONCHBIX AHAAUMUYEeCKUX 3a0aY

OO0uIrMe TeHACHLUMU Pa3BUTUSI aHAJTUTUUECKOTO MPUOOPOCTPOSHUST HaIpaBiIeHbl Ha
COKpallleHUE CTaIuii IIPOLEAYyp MOATOTOBKM P00, KaK HanboJiee TPYIO0EMKOI1 YaCTH X1~
MMYECKOTro aHaJiu3a. YIpolleHUe MPOOONOArOTOBKM CTAHOBUTCS BO3MOXKHBIM IMPU UC-
MOJIb30BaHUU OCOOBIX MPUEMOB B XpoMaTorpachuueckoil YacTi aHaJIu3a U, C Ipyrou cTo-
POHBI, IpUMEHEeHNEM 00JIee CIIOKHBIX IeTeKTopoB. [IpoBeneHue razoxpomaTorpadudec-
KOI0 aHaju3a Mpo0, MOArOTOBAEHHBIX MO YIPOILIEHHBIM TIpolieaypaM Ha XxpoMmaTorpadax
Agilent Technologies, Bo3MOXHO 3a CY€T 1) yclIOXXHEHMsI XpoMaTorpadruueckoi JacTu
aHaIM3a MyTEM IPUMEHEHUS MUKPOIIEPEKIoUaTesiell TOTOKOB U pealn3alluy pa3ind-
HBIX BAPMAHTOB IBYMEPHOM razoBoii xpomarorpapuu, 2) UCMOJIb30BaHUU Oo0Jiee CeleK-
TUBHBIX AeTeKTOopoB. [Ipeanaraemblii ra3oBeiii xpomaTorpad Agilent 7890A ¢ TaHAEMHBIM
TPEXKBAAPYIOJbLHBIM aHaau3aTopoM macc moaenu 7000B sBisieTcs mpuMepoM peannsa-

IO BTOPOIO IMoaxoaa.

Puc. 1. Agilent QQQ 7000B macc-aeTeKTop ¢ IByMs
KBAJIpYNOJIsIMA HA JIBEPUAX B MO3UIMM [T CePBHCA

Hoegvtii manodemnbtii 2azoxpomamozpagpuveckuil demexmop
¢ MPOUHLIM KBAOPYNOAbHbIM AHAAUZAMOPOM

DeMeHTbl KOHCTPYKLIMA HOBOIO JE€TEKTOpa OCHOBAHBLI Ha OMBITE IMPOMU3BOACTBA U
SKCILIyaTallii MHOTMX TTOKOJICHUI ra30BbIX M XKUAKOCTHBIX XpOMAaTO-MacC-CIIEKTPOMET-
poB Agilent Technologies. /IBa KBagpynoJabHBIX aHaJKM3aTOpa Macc, YCTAHOBJIEHHBIX T10-
cliegoBartelibHO (B "TaHaeMe"), BBIITOJIHEHbI M3 MOHOJIMTHOI'O KBaplia ¢ CUCTEMOM He3aBU-
CMMOTO TIOJOIpeBa, MCKIIIOYaMIIeil HeOOXOAMMOCTh KaKON-IM00 MX OYUCTKU WIU
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oociyxxuBaHus. [To3o/04eHHasT TOBEPXHOCTD MOJIIOCOB KBAAPYMOJISI UMEET TUIepOOIu-
YecKuil mpoduiib, YTO 00ECIeUMBAET CYLIECTBEHHO 00Jiee BHICOKYIO MPOMYCKHYIO CIO-
COOHOCTb MOHOB M, CJ€I0BaTeIbHO, cCaMble HU3KME Mpeaesbl oOHapyxkeHus. HacTob-
HbIii Macc-aeTekTop Agilent QQQ 7000B mo mupuHe 3aHMMAET HEMHOTUM OOJIbIIIE MEC-
Ta, YeM oHOKBaapynoabHbIi (SQ) Agilent 5975C. TpaauiiMoHHOE pa3MelleHUE aHaIn-
3aTOPOB MacC Ha JABeplax BakyyMHoi KaMepsl (Puc.1) obecnieurBaeT mpocToit 10CTyN K
MOHHOMY MCTOYHUKY U TUHOTHOMY TPEXKOOPAMHATHOMY IETEKTOPY — €IMHCTBEHHBIM
y3J1aM JIETeKTOpa, KOTOPbIM TpeOyeTCsl MEPUOANYECKOe O0CTyKMBAHME.

Ilpunuyun pabomot demexmopa Agilent QQQ 7000B

KoHcTpykims TpEXKBaaIpynoJabHOTO I€TeKTOpa CXeMAaTUYHO TpeACcTaBlieHa Ha puc.2.
MoHbBI U3 UCTOYHKKA MPOXOAST Yepe3 MEePBhIA aHaIM3aTop Macc (KBaapynoiab Q1) u mo-
MajaloT B FeKCaIoJIbHYIO STYEMKY CTOJKHOBEHUM (Q2), B KOTOPOI MPOUCXOAUT UX TOTOJI-
HUTEeJbHas (hparMeHTalMs 3a CUET COyIapeHus ¢ aToMaMu reyus. Jlajgee MoHbI MPOXOAsT
yepe3 BTOPOii aHaau3aTop Macc (kBaapymosb Q3) u nmomnaaaroT B AeTeKTop. I1yTh MOHOB B
JIETEKTOpe MpeTepIieBacT TpU MOcea0BaTeIbHbIX MOBOpPOTa Ha 90° uepe3 OTBEPCTUS B IK-
paHax pacIojJoXEeHHbIX OPTOTOHAJIBHO APYT APYTY, MPEXIe YeM IONacTb B BBLICOKOIHEP-
TeTUYECKUIA TUHOJ, KOTOPBIN Ipeodpa3yeT MOTOK MOHOB B MOTOK 3JIEKTPOHOB, U KOTO-
pble, B CBOIO O4YE€pelb, PETUCTPUPYIOTCS IPU TOMOIIM BJIEKTPOHHOIO YMHOXUTEIS
(puc.2). Takast KOHCTPYKLIMS JAeTEKTOpa UCKJII0YaeT MoIaaaHue HEUTpaabHbBIX MOJEKYII
BBICOKOI 3HEPIruy B AMHOJ, YTO MPUBOAUT K MATUKPATHOMY CHUKEHUIO YPOBHS 1IyMa.
Takum oOpa3zoM, rurnepOoJiMyeckuii mpodujb MOJIOCOB KBaApymnoJjieid B coueTaHUU C
TPEXKOOPAMHATHBIM JIETEKTOPOM O0eCcneyrBaeT 3HaUYUTeJIbHOE TTPEUMYIIIECTBO B UYYBCT-
BUTEJIbLHOCTHU AeTeKkTopa Moaeau Agilent 7000B, mo cpaBHEHUIO C AaHAJIOTUYHBIMMU JIETEK-
TOpaMM JTIOOBIX APYTUX MOJEIEH.

WOHOB aueitka (Np, He)

O {
¥{) 3RO
—— J Q) )

MCTOYHUK KBafpynonb - KBagpynonb - 3y

Q1 Q3 TPEXKOOPAMHATHbI
AWUHOAHBIN AETEKTOD

ny4oK Q2 rexkcanonbHan 3KpaHbl
AWHOA

Puc. 2. Cxema macc-nerekropa Agilent 7000B ¢ TpéxKBaapynoIbHBIM AHATH3ATOPOM MACC

Macc-cnekTpoMeTp MOXeT paboTaThb BO MHOTUX pexumax. OgHako Haubosee 4acTo
ucnoabdyercs pexxuM SRM uinu MRM (Single unu Multiple Reaction Monitoring) — mo-
HUTOPHHT OJHOM WJIM MHOTHMX pPEaKLWA pa3IM4YHBIX BEIIECCTB B I€KCAIIOJIBHOM SYCHKE
CTOJIKHOBEHMIA.

[Tpouecchl, mporekaroniye B Iprudope Ha pa3IMYHbIX CTaaUsIX 00pabOTKU Y COPTUPOB-
KA MOHOB, MOXHO MPOMJLIIOCTPUPOBATh Ha MpUMepe, MprUBeAeHHOM Ha puc. 3. B macc-
aHaJIM3aToOp M3 UCTOYHMKA MOCTyNaeT CMECh MOHOB, BO3MOXHO OT Pa3HbIX COEIMHEHMIA,
U3 KOTOPOI1 MepBbIii KBaAPYNOJIb, HACTPOSHHbBIN B peXXUM (pUIbTpALIMU BBIOPAHHOTO MO-
Ha (SIM), npomnyckaeT TOJIbKO MOHBI ¢ cooTHoIleHueM m/z 210. I1lpu 3ToM HeT rapaH-
TUU, YTO JPYTHe MOJIEKYJIbl, KOTOpbIe TAKXKe MOTYT 00pa30BbIBaTh UOHBI C TEM XK€ COOT-
HOLLIEHUEM MAacCChl K 3apsiy, He BHOCST CBOI BKJaa B curHaj. Iloatomy, noHsl ¢ m/z 210
MOCTYIAIOT B TEKCAMOJbHYIO SUYEMKY CTOJKHOBEHMM, Iie MTOCTUIaeTCsl MX IOBTOpHAas
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(¢parMeHTaLMS 32 CYET COYNApeHMId ¢ HeUTpaJbHbIMM aTOMaMU Tejus Noid ACUCTBUEM
JIOTIOJIHUTEJIbHOM DHEPruM, COOOIIAEMON TeKCAIIOJIEM.

BeposiTHOCTb OIMHAKOBOM (hparMeHTAllMU JOUEPHUX MOHOB OT Pa3HbIX BEIIECTB Ipe-
HeOpexumo Mana. Tpetuii KBaapymoJjb, HaCTPOSHHBIN B pexxuM SIM, "BbiOUpaeT"” U3 mo-
JIYYEHHOI CMEeCH BTOPUYHBIX MOHOB TOJIBKO T€, KOTOPbIE OTHOCSITCS K aHAJIU3UPYEMOMY
coenquHeHuto (m/z 158 u 191), He 1O3BOJISIA 1OYEPHUM MOHAM OT IIpUMeceil mornaaaTh B
nerexTop. I1pu Takom pexrme paboThl FTapaHTUPYETCS U3MEPEHME UCKIIOYUTEILHO HO-
HOB 11€JIEBOTO COeIMHEHMSI, a YPOBEHb (hDOHA CHMKAETCS B IECSITKU pas.

WMOHHBIN
WUCTOYHUK

AeTeKkTop
WOHOB

222

mMacc-
CneKkTpbl
158
165 268L 280 ? . 210 191
o | O PO 4 S

170 210 250 290 210 150 190 210 Mz 160 190

miz

Puc.3. Ipunmun padotsi Agilent 7000A B peskuve SRM — MOHHTOPHHTA PEAKIH BHIOPAHHOTO COETMHEHNS
B siYeiiKe CTOJIKHOBEHUM

Hus3kxue npeoeavt o6napyxcenus

CnemyeT OTMETUTb, UTO Ipeaesbl OOHApYy>KEeHUsI TeCTOBBIX BEIIECTB, TPUBOAMMBIC B
cneudpukauusx ms nerekropoB SQ u QQQ npuMepHO OAUHAKOBbI, TOCKOJIbKY OHU 13-
MEpPEHBI JIs1 paCTBOPOB UMCTHIX BelllecTB. OqHAKO Mpr paboTe ¢ peaIbHBIMU MHOTOKOM-
MOHEeHTHbIMU npobamu QQQ AEeMOHCTPHUpPYET CylIeCTBEHHbIE MpenuMylecTBa. Bo MHO-
rux ciaydasix pabora macc-gerekropa Agilent 7000B B pexkumax MRM (SRM) npuBoaut
K CHIXKEeHUIO (DOHA B IECITKHU pa3, M0 CPaBHEHUIO C OAHOKBAAPYIOJbHBIMU MACC-1€TeK-
TOpaMH, a CJIeIOBaTeAbHO UM K TTOBBIIIEHUIO YyBcTBUTEAbHOCTU ['X-MC aHanu3a.

Ha Puc. 4 npuBeneHsl NsITh, 3alIMCAHHBIX TTOCJIEI0BATEILHO XpOMATOIPaMM 3KCTpaK-
Ta yecHoka conepxaiiero 0,5 ppb (MKr/kr) ¢ochopopraHn4eckoro rnecTulmaa, 3amnm-

x10? +MRM 243109 Cao_Garke_1_MRM_M0Aug_Repec_ 050

Puc. 4. I1arb nocyieaoBaTeIbHO 3aMH-
CAHHBIX XPOMATO-MACC-CIEKTPOrpaMM
(MRM) o6pa3zua
3KCTPAKTA Y€CHOKA, COAEPKAIIEro
500 ppt muanodoca (243-->109 m/z).
RSD = 5,4%




caHHbIX B pexume MRM. BennuuHa cpeaHeKBagpaTUYHOTO OTKJIOHEHUS ITO3BOJSIET
MPOBOIUTH KOJIMYECTBEHHBII aHAIN3 ¢ 60Jiee YeM JOCTATOYHOM CTENEHbIO TOUHOCTH LIS
TaKOro YPOBHS KOHLEHTpauuii. MHTEHCUMBHOCTb CUTHAJa, MO OTHOLIEHUIO K (DOHY CBU-
JIeTeJILCTBYET O TOM, YTO B JAaHHOM 00pa3slie LiMaHO(POC MOXKET ObITh OOHAPYKEH MPU KOH-
LIEHTPALIMM B AECATh Pa3 MEHbIIIE.

Hwuxkakoit npyroi TMIT Macc-IeTEKTOpAa HE MOXET CPABHUTBLCS MO YYBCTBUTEIBHOCTH C
Agilent 7000B B pexxume MRM, 1ipu padote ¢ mpodaMu CJI0KHOTO COCTaBa.

Iloevlmenue npoussooumeavrHocmu aabopamopuu

Bricokast ceneKTUBHOCTh METO/Ia Ta€T BO3MOXKXHOCTh YIIPOCTUTD MOATOTOBKY MpO0O U
CYLLIECTBEHHO CHU3UTb TPeOOBaHMUS K ITOJHOTE pa3aeaeHMs BEIIeCTB Ha ctaguu ['X, 4To
MO3BOJISIET C YCIIEXOM MCHOJb30BaTh 00Jiee KOPOTKHUE XpoMaTorpaguieckme KOJOHKU
amuHoi 15 — 30m. TlosiBisieTrcss BO3MOXHOCTD 3aTpauyMBaTh MEHbIIIE BPEMEHM KakK Ha
MMOATOTOBKY Ipo0, TaK U Ha IMpoliecc Xxpomarorpapuuyeckoro pasaeiacHusi. Eciu B pe3ynb-
TaTe yInpoIIeHUS MPOLEAYPHI TOATOTOBKM MPOO B HEWl MOTYT MPUCYTCTBOBATh KOMITOHEH-
ThI C BBICOKOI TeMMepaTypoii KUIIeHUsI, CIeAYeT MPUMEHSTh MPOLEAYpy 0OpaTHOM Ipo-
IYBKU IS YCKOpeHUs1 aHaiu3a. [1oBbIIeHWIO 00ILIel TPOU3BOAUTEILHOCTHU JJabopaTo-
pUM CIIOCOOCTBYET TaKxKe BbICOKast CKOpocTh (10 500 pa3 B ceK) perucTpallMy CUTHaja B
pexume MRM. TakuM o06pa3oM, Macc-AETEKTOp MACaTbHO IMOAXOAUT IS peannu3aliu
ObICTpoOil XpoMmaTorpaduu, Koraa BpeMs aHajln3a U3MePSIeTCs CAMTAHHBIMYA MUHYTaMU U
JlaXKe CeKyHIaMM.

L

I.I.!ﬂ;l-t:
R |
i i

Puc. 5. Tazossiii xpomaTtorpacd Agilent 7890A.

k N3menenne nasienns ¢ marom 0,001 psi.

CxoaumocTts BpeméH yaepxuanus 0,008 vun.

Kpumuueckuit paxmop oasa peaauzauuu écex docmourncme Agilent 70008

Macc-cnektpomeTp Agilent 7000B siBisieTcs 1eTeKTOpoM K Ta30BOMY XpomaTtorpady,
MOATOMY XapaKTepuCTUKU ['X 0Ka3bIBAIOT CYyILIECTBEHHOE BIIMSIHUE HA pa0OTY BCErO KOM-
wiekca I'X/MC. IazoBsliii xpomarorpad Agilent 7890A (Puc. 5) uMeeT HenpeB30iIEHHbIE
(1 maxe HUKEM He BOCIIPOM3BEIEHHbIE) METPOJOrMUECKHUE MOKA3aTeJInu CXOAUMOCTU U
BOCITPOM3BOJIMMOCTH BpPEMEH yIepKMBAaHWS U TUIOLIAAEH MUKOB. Y3/bl 3JIEKTPOHHOTO
yIpaBJIeHUS] TIOTOKAMHU Ta30B MATOTO MOKOJIEHUs 00eCcneurBaloT UCKIIOUUTEIbHYIO Ha-
JEXKHOCTb pabOThl Bcelt XxpoMaTorpauuecKom CUCTEMBI.

JpyrumM BaXHBIM 2JIEMEHTOM OOeCIleueHUsI KauyecTBa XpoMarorpapruueckux u3amMepe-
HUM SIBJISIETCSI MCIIOJIb30BAaHME MUKPOIIOTOKOBBIX YCTPOMCTB. DTU HEAOPOTHE, TIPOCThHIE U
HaAEXHbIE B OKCIUTyaTalluM MMHUATIOPHBIE MOIYJIM YCTAaHABJIMBAIOTCS B TEPMOCTATE KO-
JIoHOK (Puc.6). XuMmnuecku MHEPTHHIE, C HYJIeBBIMU MEPTBBIMU OOBEMaMM, 00JIagar0-
IIMe MMUHUMAJIbHON TEPMUYECKOM €MKOCThIO, OHM HE HapylIaloT TeYeHMUsI OOBIYHOTO
XpoMaTtorpaduueckoro mnpoiecca. Moayau MMeOT MHOTO MOAM(MUKALIMIA U TIpeIHa3Ha-
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YeHBI JJIS1 pa3HbIX liejgeil. MHOTMe U3 HUX MO3BOJISIIOT Peaanu30BbIBATh PEXXUM 00paTHOM
npoayBku. [IpuMeHeHre 3Toro pexkxrnma UCKII0YaeT MonagaHue BHICOKOKUITSIINX (hpak-
LU TIpOOBI B Macc-AETEKTOpP, ITOMOraeT IMOAAepKUBATh YUCTOTY Macc-CIIEKTpOMETpa,
CYILIECTBEHHO YBEJIMYMBAET CPOK CIYKObl XpoMmaTorpapuueckux KOJOHOK, COKpallaeT
BpeMs aHaim3a. Takum obpa3om, Tojibko coyetaHue I'X Agilent 7890A, macc-criekTpo-
MeTpa Agilent 7000B 1 MUKpPOIOTOKOBBIX YCTPOMCTB MO3BOJISIET B ITOJIHOMN MEpe peain3o-
BaTb Bce gocrouHcTBa ['X/MC Agilent 7000B.

Puc. 6. MukponoToKoBblii AeJIUTE/b IOTOKOB ¢ BO3MOXKHOCTbIO
peayM3aiuu 00PaTHON NPOTYBKI

Ocnoenvie o6aacmu npumenenus I'X/MC Agilent 78904/7000B

BoicokotexHonmoruunbiii I'X/MC Agilent 7890/7000B coueTaeT BbICOUAMIIIYyIO UyBC-
TBUTEJbHOCTb, CEJIEKTUBHOCTb, TOUHbII KOJTMYECTBEHHbII aHAIU3 C 3KCITPECCHOCTHIO ca-
MOT0 Me€TOJa. YHUKAJIbHbIE XapaKTePUCTUKU MacCC-IETeKTOpa AEMOHCTpUpPYEMble MpU
YCTAaHOBKE MPpMOOpa BOCIIPOMU3BOASATCS HA MPOTSLKEHUU MPAKTUUECKA BCETO MHOTOJIET-
HEro cpoka ciayxO0bl nmpudopa. HezaBucumo HarpeBaemble KBaJApYINoJaM UCKIOUAIOT He-
00XOAMMOCTb MX YMCTKHU. [IpocTOoTa KOHCTPYKIIMM MaccC-AeTeKTOopa CYIIECTBEHHO CHU-
JKaeT yCuIMs Ha ero oociayxuBaHue. HenpeB3oinéHHass cTaOUIbHOCTh BPEMEH YACPKU -
BaHus ['X 7890A, BO3MOXHOCTb peanu3allii OOpaTHOW MPOAYBKM KOJIOHKW J€aeT
I'X/MC KoMIUIeKC caMbIM HaI€XHbIM U TPOM3BOAUTEIbHBIM M3 BCEX BBIMYCKAEMBbIX
MprOOPOB TAKOTO Kjlacca.

Bce atu kauectBa caenanu I'’X/MC Agilent 7890A/7000B nomnynsipHbIM B TOKCUKOJIO-
TMYECKUX JadopaTopusX, JJabOpaTOpUsIX aHATU3UPYIOLIUX O0OBEKThl OKPYXKAIOLIeh cpe-
JIbl, TIMIIEBBIE U CEJIbCKOX03SIMCTBEHHbBIE IMTPOAYKTHI HA HAJTUUME CJISIOBBIX KOJTUYECTB Jie-
TYYMX BELIECTB, COIEP>KaHWE KOTOPBIX perIaMeHTUPOBAHO HALIMOHAJIbHBIMU U MEXIyHa-
poaHbiMU HoKyMeHTaMmu. IlInpokoe ucrnoib3oBaHue MPUOOP MOIYUWII /I aHaIU3a Me-
TaOOJIMTOB JIEKAPCTBEHHBIX MTPEeNapaToB, YTO TaKKe OOYCIOBIEHO €ro INIaBHBIM MPEUMY-
IIECTBOM — BO3MOXKHOCTbIO KOJJMYECTBEHHOTO aHAJIM3a CJIEIOBBIX KOJIMYECTB U3BECTHBIX
COEJIMHEHU.

bonee nodpobruie ceedenus o 603mosxcnocmsax Hosozo I'X/MC Agilent 78904/7000B

MoxcHO Haiimu 6 opowrope Agilent Technologies 5990-3152 EN, na caitme www.agilent.com,
a maxxce obpamusuiucoy k ducmpubvromopy Agilent Technologies ¢ Ykpaune

komnanuu AJICU-XPOM:

mean./haxc: (044) 521-67-30, 521-67-33, 521-61-47

ya. Heana Kyopu, 22/1, ogh. 70, Kues, 01042

e-mail: lab@alsichrom.com, www. alsichrom.com

Ilocmynuno e pedakyuro 22.10.2009
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