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eCTULIUIBI IPUMEHSIOT B CeJIbCKOM XO3SIFICTBE B KaUeCTBe aKTUBHBIX UHCEKTUIU/IOB,

AKRapULUI0B U GyMUraTOpoB B 60pbbe C BpeAUTEISIMU 3€PHOBBIX U TEXHUYECKUX

KyIbTYyp. OLHAKO HCII0Nb30BaHUeE ITIeCTULIUIOB MOKeT OBITh CBSI3aHO C PSIAOM HesKe-
JIaTeJIbHBIX [IOC/IeACTBUM: OT/leIbHbIe COeIUHEeHU I IINTEeIbHO COXPAHSIOTCS Ha 06paboTaH-
HOM PaCTeHUHU U B ypoxkae, CIIOCOOHBI HAKAIIJIMBAThCS B OPraHU3Me UejIoBeKa U SKMBOTHBIX
B KOJIMYeCTBaX, OIIACHBIX IJIS 300POBbs. [IJIs IOATBEePsKAeHH I 6€30II1aCHOCTH ITUIEeBHIX IIPO-
LYKTOB GOJIBIIIOe 3HAUEHMe MMeeT [IPOBeJleHe aHaIN3a Ha CofepsKaHUe ITeCTULIUOB, 6e3
KOTODOr0 HeBO3MOsKHA ITOCTaBKa IPOAYKIIMU Ha PBIHOK. Koprmopauus Shimadzu, onuH U3
BeAyIINX ITPOM3BOAUTENEN aHATIUTHUYECKOr0 U U3MePUTEeIbHOr0 060PYLOBaHUS, IIPE/ICTAB-
JISIeT LIeJIBIN PSIM, pellleHUM AJIsl OIlpefiefIeHU sl IIeCTULIU/IOB B ITHUIIEeBBIX ITPOAYKTAX, [IUThe-
BOI BOZle, a TaKKe 06beKTaX OKPY>KAOIIEeHN Cpe/ibl.

METO/, TA30BOM XPOMATOIPA®H U

Fa3zoBasg xpoMatorpadusi - TPAAULIMOHHBIN MeETO[
ompeneneHUsa UHOUBUAYAIBHBIX IMECTULHUO0B HMIH
UX TPYIII B IIHIIEBBIX [IPOAYKTaX. Biaromaps BBICO-
KON YYBCTBUTEJIBHOCTU [OETEKTOPOB, TOUYHOMY KOH-
TPOJIIO TA30BBIX [TIOTOKOB U BBICOKOM 3P HeKTHBHOCTU
Mozelb ra3oBoro xpomarorpada GC-2010 Plus xopo1io
3apekoOMeH0Bajla cebss Ha PBIHKe, a BO3MOXHOCTH
peanu3aluu pexkuMa OBICTPOM xpomarorpaduu B

IITAaTHOM KOMIIJIEKTALIMU II03BOISIET B HECKOJIBKO
Pa3 IIOBBICUTH IIPOM3BOLUTENIBHOCTh PA60THL 1abopa-
TOpUU. XPOMATOTPAMMBI, IOJydYeHHBIe IIPU OIpe-
JeJleHUU IeCTULUO0B B PesKUMaX TPaJULMOHHON
U 6bpIcTpOM Xxpomartorpaduu, NIpeLCcTaBIeHBl Ha
puc. 1 ¥ 2, yCJIOBUSI aHAJIK30B IPHUBEJEHHl B Tabm.1,
2 KOHIIeHTPAallMM KOMIIOHEHTOB U BpeMeHa yzep-
SKUBaHUS (B peskuMe O6BICTPOI XpoMaTorpaduu) - B
Tab6:.2. TlonyyeHHas IIPU UCIIOAb30BAHUU "6BICTPOrO"
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Puc.1. AHanu3 pacTBopa CTaHAAPTHOro 06pasua, coaepXallero 23 XxI0pOpraHNYecknx NecTMUMAa, B pexmme TpagnumoHHoM
xpomaTorpadumn. Mcnonb3oBanm rasoBbii xpomatorpad GCG2010 Plus ¢ AeTeKTOpOM 3/1IEKTPOHHOrO 3axBaTa U KOJIOHKY

Rtx-5 (30 M x 0,25 MM, 0,25 MKM). Bpems aHanmnza 29 MuH
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Tabauua 1. Ycaosusi onpedeaerust XA0popeaHu4eckux necmuyuoos 8 pexxumax mpaduluoHHoU U 6bicmpol Xpomamozpapuu

AHaNUTUYeCKUe yC/10BuS

TpaauLUmMoHHaa xpomaTorpacdums

bbicTpas xpomaTtorpadus,

pexxum 1

bbicTpasd XxpomaTtorpa-
dua, pexxum 2

260°C —280°C (20°C/MuH, 10 MUH)

XpomaTtorpaduyeckas SPB-530Mm(a.) x 0,25 MM (BH.4.) x | CPsil 89 M (4.) x 0,1 MM Rtx-510 M (4.) X 0,18 MM

KOJIOHKA x 0,25 MKM (T.H.D.) (BH.A.) X 0,1 MKM (T.H.¢.) (BH.A.) x 0,4 MKM (T.H.¢.)
100°C (1 MuH) —170°C (50°C/MUH)

TemnepaTypHas 170°C — 220°C (5°C/MUH) 80°C (1 MMH) — 280°C 100°C (1 MuH) — 280°C

nporpamma 220°C — 260°C (10°C/MuH) (60°C/MUH, 3 MUH) (60°C/MUH, 3 MUH)

[a3-HoCUTeNb

A30T, 23 cMm/c

Bopopoa, 100 cm/c

Bogopoa, 120 cm/c

HavanbHOe faBseHune

77 klMa

324 klMa

400 kIla

O6bem BBOAA NPO6bLI

1MKN

TMKA

1MKA

Pe>xxvm BBOAA NPO6LI

be3 geneHmns noToka

peskuMa XpoMaTorpaMma JeMOHCTPUPYeT He TOJIbKO
JIydlllee paspellleHMe ITHUKOB, HO U 60jiee BBICOKYIO
YyBCTBUTEJBHOCTh aHANM3a: II0 CPAaBHEHHUIO C Tpa-
IULIMOHHON XpoMaTorpaduell TKMKU CTAHOBITCS Y3Ke
U BellIe. TaK, COOTHOIIEeHHe CUTHAJ/IIyM IIHMKa rek-
caxyiopaHa (CXLT), IMOJIYYEeHHOr0 B TPAaAUIIHOHHOM
pekume, paBHO 220:1, B TO BpeMs KaK COOTHOILIeHMe
CUTHQJI/IIYM IIMKa TOTO >Ke COefWHEeHHS, II0Ny4eH-
HOTO B peskuMe OBICTPOM XpoMaTorpaduu, cCocTa-
BHUJIO y:Ke 440:1. IIpu 3TOM B IIePBOM CJiy4dae IIPpU-
MeHSUIM Pe>XUM BBOJia IIPO6HL 6e3 JejleHUs I10TOKA,
a BO BTOPOM - C JieJIeHHeM II0OTOKa B COOTHOIIEHHNH
40:1. ImpuHa nuKa 'XII Ha IOJOBHHE BBICOTHI
coctaBuina 0,5 ¢, a npenen o6HaApPY>KeHUS B JaHHBIX

C peneHnem notoka 40:1

bes geneHns notoka

YCJIOBHUSIX aHAJM3a COCTaBUI 0,1 MKI/KI. IJIisl IIOBBI-
LIeHU S YYBCTBUTEJIbHOCTU MeTOAd IMPUMEHSIU TeX-
HUKY BBOJa IIPO6HI 6e3 leeHUs IIOTOKA. [JIsI 3TOro
KCII0NIb30BAJIU BBOJ, IPOOKI IIPU BBICOKOM JIaBJIEHUU
ra3a-HOCHUTeNsI, a TaKKe KOJIOHKY C 6oJjiee TOJICTOM
IIJIEHKOM HEeNOABHXXHON ¢a3pl. [losydyeHHAs Xpo-
MaTorpaMMa IIpeJiCTaBlIeHa Ha PHC.3, YCJIOBUS aHa-
Jau3a cM. B Tabin.2. Ilpemen o6HapykeHus [XLT B
3TOM cjaydae cocTaBua 0,01 MKI/KT.

B IITaTHOM KOMIUIEKTALIUU PEsKUM OGBICTPOM XPO-
martorpaduu TpebyeT CobII0eHUS PSAAA YCIOBUH, ITO
BBICOKOE [TaBJIEHHE Ia3a-HOCUTEJIS Ha BXOZE B Y3KYIO
KaIUIASIPHYIO KOJIOHKY, BBICOKAsI CKODOCTh IIOTOKA
IIOABMKHOM da3bl U OBICTPONENCTBHE LeTeKTopa, a
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Puc.2. AHanu3 pacTeopa CTaHAApTHOro obpasua, cofepallero 23 XJ10popraHMYeckmux necTmumaa, B pexxume 1 6bicTpon
xpomartorpadumn. Bpems aHanmsa okono 4 MuH
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Puc.3. AHa/IM3 pacTBopa CTaHAapTHOro 06pasLia Xx10popraHNyeckmx NecTULMA0B B pexkMme 2 6bICTPO XxpoMaTorpadum

Tabauua 2. KoHUeHmMpayuu XxA0pop2aHuyeckux necmuuudos Tak>Ke IoAJepsKaHUe IIOCTOSSHHOM JIMHEMHOM CKOpo-
8 pacmeope CMaHOapmHoL cMecu U 8pemeHa yoepxKusaHusl, CTH ra3a-HOCHTess. B 60/MBIIMHCTBE Ta30XpPOMaTOrpa-
noAyYeHHble 8 pexxume 00HOU bbicmpol Xxpomamozpapuu bUYECKUX CHCTEM IIPUMEHSIIOTCS H306apHbIe YCIOBUS
Ha3BaHus Bpems yoep- KoHueHTpa- aHaIM3a, IIPU KOTOPHBIX C IIOBBIIIIEHUEM TeMIIepaTyphl
KOMMOHEHTOB >KNBAHUSA, MUH Lms, HE/MA TePMOCTATa KOJIOHOK PACTET BA3KOCTh ra3a-HOCUTEIS U,
MeHTaxnop6eH3on 2.230 2130 Cne[0BaTeIbHO, YMEHbIIAeTC s ero TUHEeNHa sl CKOPOCTb.
TekHa30n 2.370 22.50 W3 ypaBHeHH BaH-[leeMTepa (CM.V I‘pa:(l)I/IK puc.4) cie-
Bendbnypanin 2580 52.80 OyeT, YTO IIPH YMeHbIIeHUU IMHEeMHOM CKOPOCTHU rasa
TIOHMKaeTCs 3PPEeKTUBHOCTh pasfeneHus (IpH yCiIo-
Anbda-TXUr 2,548 22110 BHHM, YTO HayasbHAas CKOPOCTh GBUIA OITHMAaJIbHOM).
r'Xb 2,613 24,10 [103TOMy OfHO M3 HelpeMeHHBIX YCJIOBHEI GBICTPOrO
MeHTaxnopaHmn3on 2,631 20,60 pPe>kHMa ra3oBOM XpoMaTorpaduu COCTOUT B aBTOMa-
GeTta-TXUr 2,508 20,40 TUYECKOM DeryJIupPOBAHUU [ABJIE€HHS ra3a-HOCHUTe,
JVHAAH 2662 28.80 4yTOObl ero JMHeNHas CIfopocrb B IIpOLiecce aHaau3a
Nenora-rXUI 2818 2320 COXPaHSJIACh [IOCTOSIHHOU.
SncmnoH-FXur 2,683 1,00 METO[, rA3OBOI‘/'I
MeHTaxn0paHWINH 2,842 26,00 XPOMATO-MACC-CITEKTPOMETPHUH
lentaxnop 2,960 30,40 TloBhIIIeHHOE BHHMMAaHMe K COOEP’KaHHUI0 AO0XMMUKaA-
ANOPVIH 3,109 2170 TOB B CEJIbCKOXO3SMICTBEHHOM HPOAYKLMH CBSI3aHO, B
N306eH30N 3,065 5,00 IIepBYIO o4Yepelb, C SKCIIOPTOM IIPOAYKTOB IIMTAHUS, a
BpOMOGOCMETAN 3139 22,60 TaK>XKe C pas3jIMyKeM B 3aKOHOAATEJbCTBAX CTPAH IIO
IOIYCTHMOMY COAEPsKaHUIO IIeCTULIUAOB, [1eCTULIUEL,
VisoapuH 3.163 22,04 UCIIONb3yeMble B OJHOM CTPaHe, MOTYT OBITH 3aIIipe-
Fl;nc;axmpanomm,u, 3196 2500 LIeHHI B JPYTOM, B YaCTHOCTHU, B CTPaHe BBo3a. Ux cm:r—
COK MOYKeT OOCTUTATh HECKOJIBKUX COTeH COelVHEeHUMN.
TpaHC 3206 2500 Tak, B SAnoHuu 6onee 240 IeCTULIUAOB, COAEPsKaAHME
fenTaxnopanokcna ' ' KOTODHIX 06513aTe/IbHO KOHTPOJMPYeTCS B IIHINEBBIX
bpomMogoc-3TuA 3,291 50,36 [IPOAYKTaX M O6BEKTAX OKPY’KAIILEH Cpeasl. Biaro-
TpaHc-XnopaaH 3,325 5,00 IOaps PA3sBUTHIO HAYKH KM TE€XHOJIOTHUU CIIHICOK HCIIOJb-
uMcXnopaaH 3.469 5.00 3yeMBbIX B MUpe IeCTULIHOB eXKerogHO PaCIIUPSIeTC.
nn-0A0 3,508 22,40 Hns onpemfnem/m UX OCTAaTOYHOI'O COLEepP>KaHUS C YIIb-
TPaBBICOKOM YYBCTBUTEIBHOCTBIO YK€ HeJO0CTAaTOYHO
Mwupekc 3,961 21,84

e HICIIO/IBb30BATh Ta30BYI0 XPOMATOrpaduIo B KOMILUIEKTe

40 www.j-analytics.ru



HAYKW O XWN3HN

C 3JIeKTPOHHO-32XBaTHBIM, IIIaMeHHO-QoTOMeTpHYe-
CKHMM HJIM TePDMOHOHHBIM JeTeKTODaMH. Bo-IIepBHIX,
CyLleCTBYeT PUCK HEIIONHOIO pa3feseHUsl IIHMKOB, a
IIOCKOJIBKY B KayeCTBe OLIeHKU OIlpefeneHUs 6epyT
TOJIBKO BpeMeHa YAep>KUBaHUS COefUHEHHUI, TO 3TO
MO3KeT IIPUBECTU K He[IPaBUIBHOM UIAeHTUDUKAILTUU
KOMIIOHEHTOB U, B KOHEUHOM UTOre, K HeKOPPEeKTHOMY
KOJIMYeCTBEHHOMY OIlpe[elleHHI0. BO-BTOPBIX, IIpa-
BIJIBHOMY OOHAPY>KeHUIO LieJIeBbIX COeIUHEHU I MOYXKET
[IOMeIIATh CHJIPHOE BIHMSHHE MaTpHLBI obpasua. [1o3-
TOMY Lie71eco06pa3HO HAeHTHUPUKALINIO COeJUHEHUN
IIPOBOLUTH ropasno 6omee HHOOPMATUBHBIM METOLOM
XPpOMaTo-Macc-criekTpoMeTpuu (MC, MC/MC), 1103BOSI-
IOLIMM BCEro 3a OAUH aHa/IN3 [IOTY4YUTh HHOOPMALIHIO
KaK O Ka4eCTBeHHOM, TaK U O KOJIMYeCTBEeHHOM COJep-
SKAaHUH COTeH HeM3BeCTHBIX BellleCTB.

Mogenu ras’soBblX XPOMAaTO-MacCC-CIIEKTPOMETDPOB
Shimadzu GCMS-QP2010UItra u GCMS-TQ8040 3aHU-
MaloT ocoboe I0NIOKeHHe Ha pBIHKe 61aromaps
CBOMM BBIJAIOLIUMCSI TeXHUYECKHMM XapaKTepUCTU-
KaM. B mepByo ouepenb 3TO OBICTPOMEMCTBHUE MacC-
CeJIeKTHBHOIO [eTeKTOopa, II03BOJISIOllee IIPOBOAUTH
CKAaHMPOBAHMeE JHaIla30Ha Macc HoHOB (SCAN) ¢ ogHO-
BpeMeHHBIM KOJIMYeCTBeHHBIM Ollpe/ie/IeHUueM CJIeL0-
BOI'O COLEeP>KaHU4 L1e/IeBbIX KOMIIOHEHTOB B PeSKMMaxX
PerucTpaly BhIOPAHHBIX MOHOB (SIM) HIM MOHHUTO-
PUHTa MHOMKECTBEHHBIX peakuuii (MRM). 3amaTeH-
TOBAaHHAs CUCTeMa MOHHOMN ONTUKU YIydIlaeT COOT-
HOIIIeHHe CUTHAJI/IIIyM UOHOB LieJIeBEIX KOMIIOHEHTOB,
yBeJIMYKUBasl YYBCTBUTENBHOCTh aHAIK3a. MolHas
CHUCTeMa BaKyyMUPOBAHUS AaeT BO3MOXKHOCTBH IIPO-
BOOUTb AHAJNMU3 C MCIIOIb30BAHMWEM MAaKPOKAIIHII-
JISIPHBIX KOJIOHOK, a TaKyKe IIOAKIIOYaTh OLHOBpe-
MEHHO [Be KaIlWJIJISPHBbIe KOJIOHKU PAa3HOIO TUIIA K
onHOMY HHTepderlicy Macc-crieKTpomMeTpa., OyHKIIUS
Easy sTop I03BOJISIET OOCIIY>KUBATh IIOPT MHXKEKIUH
(3aMeHSTh JNarHep, CENTy U T.A.) 6€3 OTKIIOUeHHS
BaKyyMa CHCTeMBl, YTO COKpalllaeT BpeMs IIPOCTOS
npubopa. ABTOMAaTHUeCcKas KODpPeKTHPOBKa Bpe-
MeH ymepkuBaHUsT (AART - Automatic Adjustment
of Retention Times) 3HAYHUTENBHO YIPOIIAET IIPO-
BeleHre MHOIOKOMIIOHEHTHOI'O aHa/K3a, I103BOJISIS
JIeTKO IIepeCYUThIBAaTh BPeMeHa yAepsKHMBAHUS Lielle-
BBIX KOMIIOHEHTOB IIDH 3aMeHe XpoMaTorpaduieckon
KOJIOHKH UJIK U3MeHeHUH YCJIOBUM aHaK3a.

HoBas Mofienb CBepXO6BICTPOrO ra3oBOr0 XPOMATO-
macc-criekTpomeTpa GCMS-QP2020 (puc.5) yHaciemo-
BaJla BceJlydlllee OT IpeAblAyIieri -GCMS-QP2010Ultra,
[IOJIY4YWB OOIIOTHUTEJIbPHO BO3MOXKHOCTHU IIepeKJIye-
HUS PeKMMOB HOHH3aL MU 6e3 OCTAaHOBKH mpubopa/
3aMeHBI MCTOYHMKA MOHM3ALIMH U UCIIOJIb30BAHMS B
KayeCcTBe ra3a-HOCUTeIS a30Ta UK BOLOPOLaA.
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KanunnapHas konoHka: OV-101 25 m (a.),
0,25 MM (BHYTP. avam.), 0,4 MkM (T.H.d.)
B3TT (MMm)
NZ
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Puc.4. Kpusble BaH-[leemTepa: 3aBMCMMOCTbL BITT oT
JIMNHEMHOW CKOPOCTM rasa-HocnTens, t=175°C, k=495

[1sl ompelieneHUsl IIeCTULIUAOB MeETOLOM Tra3o-
BOM XPOMAaTO-MacC-CIIEKTPOMETPUU KOMIIAHUSI
Shimadzu npefocTaBasieT LeNbIN DS, CIelUAIN3U-
POBAHHBIX 6U6IHMOTEK MACC-CIIEKTPOB U FOTOBBIX 633
IaHHBIX. Tak, 6ubnuoreka Pesticides GCMS Library
Bep.1.0, pa3paboTaHHas mnpodeccopoM MOHAEIIO
(YHuBepcUTeT MecCUuHBI, UTalus), COMepPKUT Macc-
CIIeKTPHl 925 MecTULMJO0B, IIONIyUYeHHBIe B peXXUMe
37eKTPOHHOM HoHHU3anuu EI, a Takke HHEKCH
VOEeP>KUBAHUS Ka>kK[Or0 3aperucTPUPOBAHHOIO coe-
IuHeHUs. CTaHJapTHble 6u6IMOTEeKH, Benyllue
IIOMCK TOJIBKO 10 MAacCC-CIIeKTpPaM, MIPeJCTABISIOT
c060¥1 Hab0p BO3MOKXHBIX KaHIHUIATOB HEU3BECT-

Puc.5. HoBas mMopesib CBepxbbICTPOro rasoBoro Xpomaro-
Macc-cnekTpomMeTpa GCMS-QP2020
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Tabauua 3. Ycnrosus Oﬂpea(?/l(?HUﬂ 0CMAMOYH020 KOAUYeCmaa necmuuudos 6 coesbix 606ax

[a30BbIM XpOMATO-MaCC-CNEKTPOMETP GCMS-QP2010Ultra

KonoHka

Rxi-5Sil MS, 30 M (a.) x 0,25 MM (BH.A.) x 0,25 MKM (T.H.D.)

TemnepaTypa UHXeKkTopa

250°C

TemnepartypHas nporpaMmmMa TepmMocTaTa

60°C (1 MUH) " 25°C/MUH "160°C " 4°C/MUH " 240°C "10°C/MuUH " 290°C
(11 MuH)

Pe><nm BBOAA MPO6LI

bes geneHuns notoka

[aBneHue BBOAA NPO6bI

250 kMa (1,5 MuH)

Pe>XXnm KOHTpO/is rasa-HocuTens

MoCTosIHHAA IMHENHas CkopocTb (40,0 cM/c)

O6bem BBOAA MPO6bLI 2 MK/
TemnepaTtypa nHTepdenca Macc-cenekTUBHOro 300°C
feTtekTopa

Temnepartypa MOHHOTO UCTOYHMKA 200°C
Bpems 3ntonpoBaHmnsa pactBopuTens 1,5 MUH

Pexxnm perncrpaymm

FASST (onHOoBpeMeHHas permctpaums 8 SCAN/SIM-pexxnmax)

[JnanasoH ckaHMpoBaHUS Macc

50-600a.e.m.

Bpems cobbiTms B pexxume SCAN 0,15c¢
CKOPOCTb CKAHMPOBAHMS 5000 a.e.Mm./c
Bpems cobbiTns B pexxnme SIM 0,3c

HBIX COeJUHEHUM, YTO 3aTPYAHSET UAeHTUDUKALIUIO
ompefieNisieMbIX Bell[eCTB, B YaCTHOCTHU, B C/lydyae aHa-
7133 M30MEpPOB WM HAJIWYUS CIOKHOM MaTPHIIHL.
IIporpaMmMHoe obecreyeHre GCMSsolution aBTOMa-
TUYeCKH PDACCUUTBHIBAeT MHIEKCH YAEeP’KUBAHUS aHa-
JAU3UPyeMBbIX COeJMHEHUN U CPaBHUHBAeT UX C 3ape-
TUCTPUPOBAHHBIMU B 6MbIHOTEKe. OOHOBPEMEHHBIHN
IIOMCK 10 MAaCC-CIIeKTPaM U UHJEeKCAM YAep>KUBaHUS
yBeJIMYHBaeT Hale>XKHOCTh KAaUeCTBEHHOr0 aHaln3a U
[I03BOJISIET YETKO HUAEHTUOQUIMPOBATh COeMHUHEHUS C
[TIOXO>KMMHU MacC-CIIeKTPaMU, HallpuMep, H30MepHL U
TOMOJIOTH.

Bubnuoteka Pesticide Library for GCMS Bep.3 cozmep-
SKUT MAacCC-CIIeKTPBl IIeCTHULIUJIOB, IIOJIyYeHHble He
TOJIBKO B PesKMMe 3JIeKTPOHHOM MOHU 31U, HO TAKKe
B PEKHMMeE OTPHLIATEIPHOM XUMUUYECKON MOHM3ALIHUHU.
[Toc/iefHUM [aeT BO3MOXKHOCTH CHU3UTh UHTepbepu-
pylolllee BIHSHNE KOMIIOHEHTOB CIO’KHOM MAaTDHIIHL,
YBeJIUMYNBAasl TEM CAMBIM COOTHOIIEHME CHUTHAJI/IIyM
YU, COOTBETCTBEHHO, CEJIeKTMBHOCTh U YYBCTBUTEJIb-
HOCTbhaHanu3a. B 6U6IM0TEeKY ITIOMUMO MacC-CIIeKTPOB
TakKe BXOAST JUHEMHBble UHAEKCH YIepsKUBaHUS
3aperuCTPUPOBAHHBIX ITECTUILIH/IOB,

Ba3bl JAaHHBIX IPEJICTABISIOT CO60M KOMILIEKCHOe
pellleHHe aHAJIUTHYEeCKOM 33a[ady, BKIOYas Qariibl
TOTOBBIX METOZOB, KAJIUOPOBOYHEIE JaHHEIE U 6UOIHO-
TeKU MacC-CIIeKTpoB. Tak, HampuMep, 6a3a JaHHBIX
CCMS Method Package Bep.2, crmenuanabHO pa3pabo-
TaHHAas [ OIpefie/IeHUsI OCTATOYHOIO COAEepsKaHUs
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IIeCTULHJO0B B IIHIIEBBIX IIPOAYKTaX, KPOMe CaMOM
6U6IHMOTEKH MAaCC-CIIEKTPOB 542 MeCTHULIUIOB, COLEP-
>KUT 30 ParyioB C y>ke TOTOBBIMHU OIITHMU3UPOBAaH-
HBIMH VCIOBHSMU XpoMaTorpadudeckoro paszeine-
HHS ¥ MacC-CIIeKTPOMEeTPHYeCKOro AeTeKTHUPOBAHMS,
dariibl MeTOAOB 151 KOPPEKTUPOBKY BPEMEH YA EPsKU-
BaHMS, CEMb TUIIOB POPMATOB OTUYETOB.

Ipyras 6a3a maHHBIX, Quick-DB, BKJIIOYAeT Macc-
CIIeKTPBI, UHEKCHl YAePKUBAHUS, TOTOBBIe METO/bI
[OJ1s IDOBeJleHHs aHaaK30B B pexkuMe SCAN/SIM u
SCAN/MRM, a Takke KaJaubpPOBOUHBIE JAaHHBIE IS
478 mectuLumoB. OHa MOXKET OBITh MCIIONIb30BaHa
151 6BICTPOTO M IIPOCTOr0 CKPUHUHTA U IIOTYKOIU-
YeCTBEHHOTO OIlpeJie/IeHUS [IeCTULIHM/IOB B IIUIIEeBbIX
IIPOAYKTaX, BOLe U 06BbeKTaX OKPYsKAIOIIel Cpefbl.
IIpx 5TOM II0JIB30BATENI0 HEe HYKHO TPAaTUTh BpeMH
Ha rmoa6op U ONITHMU3ALIUIO YCJIOBUM aHaNK3a, IIpU-
obpeTaTh [OPOTOCTOSIIME CTAHAAPTHBIe 06paslibl,
noA6UpaTh KOJOHKY U JaMHephl, CTPOUTH KaJIubpo-
BOYHBIe KPHBBIEe — BCe 3TO Yy>Ke BBIIIOJIHEHO 3apa-
Hee U comepKUTCA B Quick-DB. [y KOHTPOIS Kade-
CTBa — ONpeJieleHHUsI COCTOSSHHSA U IOALEepKaHHUA
CTabuIbHOM PabOTOCIIOCOOHOCTU CHUCTEMEI - B 6a3y
JAaHHBIX BXOAAT QA/QC-MeTOombL .

Quality Assurance — obecne4yeHue kayecTBa, Quality Control — KOH-
Tponb kayecTBa. Quality Assurance rapaHTupyeT, 4To npoLecc
nocTas/ieH NPaBUIbHO M AAeT NpeackasyeMbl pesynbTaT, B TO BpeMs
Kak Quality Control rapaHTUpyeT, 4TO NPOAYKT YA0BNETBOPSET yKa-
3aHHOMY Habopy Tpe6oBaHui (NpuMm. pes.)
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a'lanumna 2/2016(27)
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Puc.6. Pe3ynbTathbl onpeaeneHmns rekcaxnopbeHsona ¢ Mcnosib3oBaHmeM 6asbl AaHHbIX Quick-DB

IIpuBeaeM IMIpUMeD OIpeleleHHs OCTATOYHOIO
COIEepsKaHMUA 138 eCTULIMIOB B COEBHIX 606aX C UCIIOIb-
30BaHUeM Quick-DB. I1oATOTOBKY IPOOHI K aHAIU3Y
npoBoguiau MetomoM QUEChERS (Quick - 6wIcTpoO,
Easy - mpocto, Cheap - pmemeBo, Effective - 3ddexk-
THUBHO, Rugged - Haze>kHO, Safe - 6e30mmacHo). 3aTeM
Io6aBISIIM PAacTBOP CTaHAapTHoro o6pasma 138
IeCTULUJOB KOHIeHTpaluen 10 Hr/Ma. AHaIu3
IIPOBOLMUIIU B PeSKUMe OLHOBPEeMEHHOI'0 CKAaHUPOBa-
HUS U PerUCTPallMU BhIODAHHBIX MOHOB SCAN/SIM

B YCJIOBUSX, 3aPeTrUCTPUPOBAHHEBIX B 6a3e Quick-DB
(tabm.3). BpeMeHa yOepsKUBAaHUS KOMIIOHEHTOB pac-
CUMTBHIBAJIM II0 pe3ylabTaTaM aHajJH3a pacTBopa
CTaHJapTHOro 06pa3lia H-aJIKaHOB U GyHKIUU AART.

Ha puc.6 mokasaHa XpomaTorpaMMa IO IIOJI-
HOMY HMOHHOMY TOKY, a TaK>Ke pe3yJbTaThl OIlpeje-
JeHUs rekcaxyjopbeH3ona B cMecu. HaeHTHUDHKA-
LU0 IIeCTULULOB IIPOBOAHIIM C MCIIOJIb30BaHMEM
MacC-CIIeKTPOB U JHHEMHBIX HHJEKCOB YIepKHBa-
HHUs 6a3bl AAHHBIX. [IIs1 MOJNY4YeHUS II0JyKoaude-

dTtanupa, 10,6Hr/mn n,n-A443, 9,5 Hr/mn MupumeTanun, 9,4Hr/mMn
x10,000 x10,000 x10,000
o 30 [ea) E M o M
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=, 3316.00 = 1,503 240'80 2455001
© ' 1246,00 ©1,254 271,80 © 4,0 '
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S 155 50,75— 325
o ] o 220
31,073 30,50 4 315
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—_— R e A e e > . ; r
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Puc.7. Pe3ynbTaThl NONYKONMYECTBEHHOIO onpeaenedus drtanmaa, n,n-443, nupuMeTaHnia C UCnosb3oBaHnemM 6asbl
OaHHbIX Quick-DB
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Pnc.8. lNopcoeanHeHve OBYX KONOHOK Pas/IMYHOro Tuna
K MHTepdency Macc-celeKTUBHOMO ieTeKTopa

CTBEHHBIX De3yJIbTaTOB HCIIONb30BAJIN KaJIH6DOBOU-
Hble KPUBBIe, 3apeTruCcTPUPOBaHHEIe B 6a3e Quick-DB.
Jns rekcaxnopbeH3onla IOAYYHIN COAEpPKaHUe
10,3 HI/MJI, 9TO IIOKa3bIBaeT BBICOKYIO TOYHOCTD aHa-
nu3a. Pe3ynbTaThl IIOAYKOJINYECTBEHHOIO OIlpefese-
HHSI HEKOTODBIX APYTHUX IeCTHLIKJ0B CMeCH IIpef-
CTaBJIeHBI Ha PUC.7.

aajanmna 2/2016(27)

IOnss TOYHOM UAeHTUPUKALMU OOHAPYKeH-
HBIX ITUKOB ITeCTULUJ0B HeobxoAuMO yOeIUTHCS B
OTCYTCTBHMU MEIIAIOIIEero BIUSHUSI COBMECTHO 3JIIO-
UDYIOIIUX COeAHMHEHHN. OAHUH U3 CII0CO60B ITPO-
BEpKHU - I[IPOBeAeHMe aHajiM3a Ha [ABYX KOJIOHKAX C
HEeIIOABUKHBIMH Ga3aMU Pa3/IMYHOM IIOJSPHOCTH.
151 3TOM Lieniu yA06HO UCII0Ib30BaTh OMHOBPEMEHHOEe
oA KJIIOYeHMe ABYX XpoMaTorpadruyecKUX KOJIOHOK B
UHTepPEHC MacCC-CIIEKTPOMETPHUYECKOTO IeTEeKTOpa,
4YTO [aeT BO3MOXHOCTb IIPOBOAUTH IIOIIepeMeHHBIN
QHAJIHM3 Ha KOJIOHKAX PA3/IMYHOrO0 TUIA 6e3 OTKJIIoYe-
HM BaKyyMa cucTeMsl (puc.8). Bojee Toro, BpemMeHa u
HUHJIeKCH YOep>KMBAHUS UOEHTUYHEL TeM, YTO II0JIy-
YeHBI IIPU aHAJIM3e Ha CUCTeMe C OLHOM KOJIOHKOM, a
MOIIIHAas CUCTeMa BaKYYMUPOBAHUS I103BOJISIET II0JIY-
YaTh pe3yabTaThl 6e3 CHUSKeHUS] YYBCTBUTEIbHOCTH.
Basa gaHHBIX Quick-DB mopapepskuBaeT IIPOBefeHLe
aHaIM3a Ha COOepsKaHUe IIeCTHULIHUO0B C MCIIOIb30Ba-
HHeM XPOMAaTO0-MacCC-CIIeKTPOMETPUYECKON CHCTEMBI
C OBYMS YCTAHOBJIEHHBIMHM KOJIOHKaMM, TaK Kak
comepsKalluecss B HEM YCJIOBUSI METOIOB, a TaKKe
Kannu6poBOYHbIE KPUBBIE ITOJYUYEHBl JJIS IBYX KOJIO-
HOK Pa3/JIMYHOM IIOJISIPHOCTH.

Ha puc.9 1okasaHBbl pe3yJbTaThl OIIpeleleHUs
TpeX BBHIOPAaHHBIX KOMIIOHEHTOB TOTO K€ pPacTBOpa
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Puc.9. Xpomatorpammbl kapbapwuna, aagpvHa v nNUpUMETAHWAQ, MOoJiyYeHHble B pexknme SIM C MCNOoMb30BaHUEM [BYX

KanuanApHbIX KOMOHOK: a) Rxi-5Sil MS, 6) Rtx-200 MS
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coeBbIX 6060B, UTO U B IIpeAblAylleM IIpuMepe, C
I06aBKOM pacTBOpa CTaHAApTHOro o6pasma 138
HeCTHULUA0B KOHIleHTpallMer 10 Hr/Mja. AHAIu3
IIPOBOAMIIM Ha CHCTEMe C ABYMS KOJIOHKaMH. YCJIO-
BUS aHaJIM3a [IpeJCcTaBIeHHl B Tabi.3, BTopas ycTa-
HOBJIEHHAs KOJIOHKA: Rtx-200 MS (30 M X 0,25 MM X
0,25 MKM). XpOMaTOrpaMMbl, IPEeACTaABIEeHHbIE Ha
puc.9 cieBa, IIOJIYYEHBl B peXXHMMe perucTpaluu
BBIGPAHHBIX HOHOB (SIM) C HCIIOIb30BAHUEM KaIIHJI-
JASIPHOM KOJNOHKM Rxi-5Sil MS, cmpaBa - KOJIOHKHU
Rtx-200 MS. Kak BHJOHO, HHKH Kapbapuna u
aJApHUHA, IIONy4YeHHBIe C IIOMOIIBI KOJOHKU
Rxi-5Sil MS, COBMeCTHO 31I0UDPYIOT C LPYTUMU IPU-
MeCHBIMU KOMIIOHEeHTaMu 06pa3lia, YTo MelllaeT UX
4eTKOMY oOIpefejieHHI0. F3-3a MeIIALIero BIIHS-
HUS MAaTPULBl Pe3yJbTaThl I10J1YKOIUYECTBEHHOIO
OoIpefeleHHs 3THUX MMeCTULMIO0B, IIOJYYeHHBIE II0O
KaJIHUOpPOBOYHBIM JaHHBIM 6a3bl Quick-DB, 3Hauwu-
TeJIbHO IIPEeBBIIIAIT MHUCTHHHYIO KOHLIEHTPALIUIO
coeqUHEHUH, paBHY 10 Hr/mi (cM. puc.9). OLHAKO
Ha XpoMaTorpamMme, IIOJIYUeHHOM C HCIOJb30Ba-
HHeM KOJIOHKU Rtx-200 MS, NMHUKU MIeCTUILUJ0B U
IIpUuMecer XOPOIIO pa3fesieHbl, [I03TOMY Pe3yJIbTaT
[10JIYKOJINYeCTBEHHOTO aHAJIM3a HAMHOIO G/IMKe K
HUCTUHHOMY COJep>KaHMIO KOMIIOHEHTOB B 10 HI MIIL.
Ha nuk nupuMeTaHHW/IA BIAKWSHHE MAaTPUILBL He CKa-
3a710Ch B 060U X cl1y4yasix. OTMEeTUM, UTO Pe3yIbTaTHI,
[I0JIyYeHHble C IIPDUMeHeHHeM KOJIOHOK C [BYMSI

a‘mnumna 2/2016(27)

Pa3IUYHBIMU da3aMM, YBeJINYHUBAIOT Hale>KHOCTD
CKPUHHUTOBOTO aHAIM3A.

Emte 60sblell CeIeKTUBHOCTU U UYBCTBUTEIBHO-
CTH aHAIHN3a YAAeTCs JOCTUYDL METOIOM TaHIe MHOM
ra30BOM XpOMAaTO-Macc-cIieKTpoMeTpuH ([X/MC/MCQ),
YTOOBI ITOJIYYATh MCUYEPIIBIBAIOIIHE PE3YIbTAThl IIPU
ompefeNeHUU OCTATOYHOIO COJepsKaHUS 6OJIBIIOro
4MCla OeCTULHJO0B [a’ke B CJIOKHBIX MAaTpPHIlAX.
Fa30BBIMI TaHAEMHBIM XPOMAaTO-MacCC-CIIEKTPOMETP
Shimadzu GCMS-TQ8040, o6mafgaroiiuil ILieJblM
PSIIOM HHTeNJIeKTYaJIbHbBIX TeXHOJIOTUM, [103BOISIET
pelrats J06ble CIOXKHBIE 33aJayy Aaske HaYHHA0-
IIMM II0JIb30BaTejisiIM. Boisee Toro, GCMS-TQ8040
paboTaeT HMpaKTHUUYECKU B JIO6BIX KOMOGHHHPOBAH-
HBIX pexkumax usmepeHus. SCAN/SIM, MRM/SCAN,
MRM/SIM, MRM/Product ion Scan, MRM/Precurson
ion Scan.

TpaguLIMOHHO IIepeJ IIPOBeJeHHEM aHaau3a
MeTOOOM TaHAeMHON Tra30BOM XPOMAaTO-MaccC-
CIIeKTPOMEeTDPHUHU I10/1b30BaTe/lb TPATHUT 3HAUUTENb-
HOe BpeMs Ha ONTHMM3AILIMIO YCIOBUM aHalIH3a,
B YAaCTHOCTYU, HACTPOMKY PEXXMMOB DerucTpaluu
MRM-n1epexoi0B; BEI60D MacChl MOHA-IIpeJIIeCTBeH-
HHMKA U UOHA-TIPOAYKTA, & Tak>Ke SHEePruu Coyhapu-
TeJBHOM AUCCOLIMALMHU JIS1 KasKOOr0 U3 OIlpeesie-
MBIX COeJUHEeHU . [IJIsI [10JIy4eH U I KOTUYeCTBeHHBIX
pe3yJIbTaTOB Heob6XO4UMO CTPOUTH KaJHOGPOBOYHEIE
KPUBBIE C HCIIONIB30BAHUEM CTAHJAPTHHIX 06pa3IioB.

Tabauua 4. Ycnosus onpedeneHust 0cmamo4H020 Koauyecmaa necmuyudos 8 06pasue kappu

TaHAEMHbIV FA30BbIN XpOMATO-MaCC-CNeKTpPOMETP

GCMS-TQ8040

KonoHkal

Rti-5Sil MS, 30 M (a.) x 0,25 MM (BH.A.) x 0,25 MKM (T.H..)

KonoHka 2

Rtx-200 MS, 30 M (4.) x 0,25 MM (BH.£4.) x 0,25 MKM (T.H.¢.)

TemnepaTypa UHXeKTopa

250°C

TemnepaTypHas NnporpaMma TepmocTaTta

60°C (1 MUH) " 25°C/MUH "160°C " 4°C/MUH " 240°C " 10°C/MUH "
290°C (11 MUH)

Pe>x1m BBOAA NPOO6LI

be3 gpeneHns noToka

[laBneHne BBoAa Npobbl

250 kMa (1,5 MuH)

Pe>XXnm KOHTpois rasa-HocuTens

MocTosAHHAA NINMHenHas ckopocTb (40,0 cM/c)

O6bem BBOAA NPO6LI 2 MKJ1
TemnepaTtypa nHTepdenca Macc-cenekTUBHOro 300°C
feTtekTopa

Temnepatypa MOHHOIO UCTOYHMKA 200°C
Bpems 3ntompoBaHmnsa pactBopuTens 1,5 MUH

Pexxum pernctpaymm

FASST (oaHOBpemeHHas peructpauma 8 SCAN/MRM pexxnumax)

[JnanasoH ckaHMpoBaHWS Macc

50-330a.e.Mm.

Bpems cobbiTms B pexxume SCAN

015c

CKOpPOCTb CKAHMPOBaHUA

5000 a.e.M./c
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Pnc.10. MonykonnyecTBeHHbIe pesynibTathl onpepeneHus
OCTaTOYHOr0 KOJIMYecTBa MecTMumaoB B obpasue Kappw,
MnoJly4eHHble C WCMOJIb30BAHMEM ra30BOro Xpomarto-
Macc-cnektpomeTrpa GCMS-TQ8040 B kommnjekTe C AByMSA
YCTAHOB/IEHHLIMWU KOMOHKaMM 1 6a30oM AaHHbIX Quick-DB.*
KOHUEeHTpaLmMsa BHYTPEHHUX CTaHA4APTOB 1 HIr/MA

Bas3a maHHBX Quick-DB I103BOJISIeT HCKIIOYHUTH BCe
9TH CTAaLUHU U3 IIPOLeAYPHl aHATIM3a IIHUIIEBLIX IIPO-
OYKTOB. [IOMHMMO OIIMCAHHBIX BbIlIe OUOGIHOTEKU
MacCC-CIIeKTPOB U HH[EKCOB YyAep>KHBaHHUS, Kallu-
OPOBOUHBIX MAHHBIX, YCJIOBUM NPOBeJeHUS TIa3o-
XPpOMAaTO-MacCC-CIIEKTPOMETPHUYECKHUX METOLOB aHa-
nr3a, 6a3a Tak>Ke COMePsKUT HaHHbBle MRM-TIEPEX0/I0B
U SHepruu OUCCOLIUALIMHU 151 KasKIOro LiejIeBOr0 KOM-
IHoHeHTa. Kak U B cilydae C MOHOKBAJPYIIOJIBbHBIM
XPOMAaTO-MacC-CIIeKTPOMETPOM, 6a3a moaJepsKHBaeT
IIpOBefeHIe aHAJIU30B C ABYMS KOJIOHKAMU € da3aMU
P3IHMYHON MHOJSPHOCTU. ITO BaXKHO, TaK KaK IIOPOM
MaTPHUILBI ITHUIIEBBIX ITPOYKTOB COAEPXKAT Takoe 60JIb-
1I10e YUCJIO0 IIOCTOPOHHUX KOMIIOHEHTOB, YTO 3aTpPYA-
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(x1,000) 125,00> 79,00
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(x1,000) 125,00> 79,00

o M 1,50 M
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£0,25 025
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Puc.11. XpomaTtorpamMmmbl gUMeToaTa, Nosy4eHHble B
pexxnme MRM ¢ ncnonb3oBaHMemMm ABYX KannanspHbIX
KOJIOHOK: @) Rxi-5Sil MS, 6) Rtx-200 MS

aajanmna 2/2016(27)

HUTEJIbHO DPa3[elUTh MIUKU LeJIeBbIX COeJUHeHU
naske metomom [X/MC/MC.

IlpuBegeM TIIpuMep OIpefeleHUs O0CTaToyd-
HOTO cozepKaHus 230 HecTULUAOB B o6pasle
IIOPOIIKA KappH C IIOMOIIBIO a30BOr0 XPOMAaTO-MaccC-
criekTpomMeTrpa GCMS-TQ8040 B KOMILIEKTe C ABYMS
YCTAaHOBJIEHHBIMHU KOJIOHKAMMU U CKPUHUHTOBOM
6a3011 faHHBIX Quick-DB. IToATOTOBKY IIPOOHI A1 aHA-
nu3a nposopunu meronoM QuUEChERS, 3aTem K IIOny-
YeHHOMY PaCcTBOPY A06ABIISIIM PACTBOP CTAHIAPTHOIO
ob6pasna 230 MeCcTULMAOB KOHLIEHTpAlLlKer 10 HI/MII.
AHaIN3 [IPOBOLHIN B PEKKMMeE OLHOBPEMEHHOIO CKa-
HHPOBAaHUSA M MOHUTOPDMHIA MHOMKECTBEHHBIX peak-
nui SCAN/MRM B yC/IOBUSX, 3aperHUCTPUPOBAHHBIX
B 6a3e Quick-DB. YcioBuSs aHann3a MIpeCTaBIEHBI B
Tabm.4.

Pe3yipTaThl aHAIK3a IIpUBeeHbl Ha puc.10. MaeH-
TUQUKALMIO IIeCTULHA0B IIPDOBOLUJIM II0 Macc-
CIIeKTPaM U JIMHEHHBIM HHJAEKCAM YIep>KHBAaHUS
6a3bl JAaHHBIX C ITOMOIIBI0 QyHKUIMU AART. 15 OIy-
YeHU S [IOIYKOIHWYeCTBeHHBIX JAHHBIX HUCIIOIb30BAIU
KanubpoBOUHBle KPUBBle, 3aperUCTPUPOBAHHBIE B
6a3e Quick-DB. M3 mpeacTaBiIeHHBIX Ha puc.l0 gaH-
HBIX BHUJHO, YTO IIOJIyYeHHbIE Pe3yJIbTAThl OJIM3KHU K
HUCTHUHHOMY COAEPKAaHUIO IEeCTHULIUMA0B B CTAaHOAPT-
HOI mo6aBKe (10 HI/MJI) IPaKTHUYECKU OJIST BCEX KOM-
IIOHEHTOB, YTO OEMOHCTPHUPYeT BBICOKYIO TOYHOCTb
aHanusa. Ha puc.ll rokasaHbl pes3yabTaThl II0JIYKO-
JINUEeCTBEHHOI'O OIlpeJejleHHs IIeCTULHAA LUMe-
TOAQT C MCIIOJIb30BAHMEM [OBYX KOJIOHOK. KaKk BHIHO
n3 MRM-XpomMaTorpaMMBl CJIeBa, IIHK OHUMeETO0ATa,
II0JIyYeHHBIH C UCII0JIb30BaHHUEeM KOJIOHKHU Rxi-5Sil MS,
COBMECTHO 3/IIOUPYeT C LPYTUMHU IIPUMEeCHBIMHU KOMIIO-
HeHTaMU MaTPHUIIBEI 06pa3lia, YTO MelllaeT ero YeTKOMY
oIpefeyieHHI0. Ha XpoMaTorpaMMe cIIpaBa, IIOJIy4YeH-
HOM C IIOMOIIBIO KOJIOHKHU Rtx-200 MS, BUJEeH YeTKHUHI
UK JUMETO0ATa, XOPOIIO Pa3/ie/IeHHBI C OCTAIbHBIMU
IUKaMH, 61aromapss 3TOMY IIOJNIYYeH XOPOIIHE KOIH-
4eCTBeHHBIM De3ylIbTaT aHaln3a - 9,6 HI/MII.

AHanu3 CIOXKHBIX 00pa3lOB, COAEpP KAIUX COTHU
LleJIeBbIX COeJUHEHUM, IIpeAyCcMaTPUBaeT perucrpa-
nuio Thicsy MRM-iepexonoB. IIporpaMmHoe obe-
ClleyeHHe TPALULMOHHBIX TaHOEeMHBIX Ta30BbIX
XPOMAaTO-MaCC-CIIEKTPOMETPOB, KaK IIPAaBUJIO, UMeeT
OrpaHMYEeHMe, 13-32 KOTOPOro OIIpefeieHre HeCKOJIb-
KHX COTeH COelMHEeHHU! II0pOoM TpebyeT IIPOBeJeHHUS
CepuHy IIOCIeOBAaTeIbHBIX AHAJIM30B, 4YTO 3HAYU-
TeJIHO COKpalllaeT IPOU3BOLUTEIBHOCTh PA60TEI 1ab0-
patopru. HoBas BepcHs BCTPOEHHOI'O IIPOrPAaMMHOIO
obecrieueHuss GCMS-TQ8040 u ¢yHKIMS Smart MRM
JaI0T BO3MOKHOCTB OIIpeeIsiTh OGHOBpeMeHHO 110 400
U 6oree MHIOUBHAYAIBHBIX KOMIIOHEHTOB B IIpobe B
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Tabauua 5. YcAosusl aHaau3a onpedeneHus 0CmamovHozo Koaudecmaa 360 necmuuudos 8 06pasue 56Aoka

TaHAEMHbIN ra30BbI XPOMATO-MaCC-CNEeKTPOMETP GCMS-TQ8040

KonoHka

BPX-5MS, 20 M (4.) x 0,18 MM (BH.A.) x 0,18 MKM (T.H.¢.)

TemnepaTypHas nporpamma UHXexKTopa

70°C "15°C/MuMH " 280°C (1,2 MUH) "15°C/MuH " 320°C (6 MUH)

TemnepaTypHas nporpaMma TepMocTaTta

80°C (1 MMH) " 35°C/MMH " 210°C " 25°C/MUMH " 320°C (2 MUH)

PexK1M BBOAA NPO6b

Ges geneHus notoka (1,3 MUH)

PeXXnm KOHTposis rasa-HocuTens

MoCcTosHHAA NMHenHas ckopocTb (40,0 cM/c)

O6bem BBOAA NPO6LI 1MKAN
TemnepaTtypa nHTepdenca Macc-ceNnekTUBHOro 300°C
fetekTopa

Temnepartypa MOHHOTO UCTOYHUKA 200°C
Tok amuccuu 100 MKA
MeTog noHunsaumum El,70 3B
Pexxnm perncrpaymm MRM

Pa3pelieHue

Q10,8a.e.M, Q33,0 a.e.M. (FWHM)

0,18 c

Llnkn pernctpaunm curHana

X0/le OMHOI0 aHaIM3a 6e3 yiep6a /ISt ero YyBCTBUTEb-
HOCTHU ¥ BOCIIPOU3BOAUMOCTH Pe3yIbTaToB. [JIg omlpe-
JIeJIeHUsI OCTATOYHOIO COOEpPKaHUs OGObIIOr0 KOJIH-
4yecTBa IeCTULHUJIOB B CJIOKHBIX MATpULlAX MeTOLOM
TaHJEMHOM Ta30BOM XPOMATO-MaCC-CIIeKTPOMETPUU
KoMITaHUelM Shimadzu crieniranbHO pa3paboraHa 6asa
OAaHHBIX Smart Pesticides Database. OHa COmEepP>KUT
y>Ke OIITUMU3UPOBAHHEBIE [IapaMeTphl U3MepeHUS B
PeKHUMe TAaHAEeMHOM MacC-CIIEKTPOMETPUHU [JISI OKOJIO
480 TecTULIMIOB, & TaKKe JUHENHble UHEKCHl yaep-
SKUBAHUS. [JIsI Ka>KAOTO COeAUHEHUS OIpeleeHbl
Pe>KUMBI g0 1mecTu MRM-TIepexoZioB, UTO JAaeT OKOJIO
2680 MRM-T1epexoioB, 3aperuCTPUPOBAHHEIX B Haze.
CoueTaHue 6a3pl JaHHBIX Smart Pesticides Database
U GyHKUKMU Smart MRM I103BOJISIeT CO34aBaTh HOBBIE
MeTOAbl aHa/JIM3a B PesKMMaX perucrpaiiii MRM u
SCAN/MRM Bcero 3a HeCKOJbKO KJIMKOB MBIIIbIO, He
TpaTs BpeMs Ha IIOA60p YCIOBUM sl OIpeleleHUs
KasKJIOro coefUHeHMU s, HysKHO ITPOCTO BHIGPATh UHTe-
pecymoIye coefUHeHUs B 6a3e HJAHHBIX M 3aITyCTUTh
dyHKIMI0 Smart MRM - MeTof, ¢ HauboJiee OIITHMaJlb-
HBIMHU YCJIOBUSIMU aHaau3a 6ydeT Co3gaH aBTOMAaTHU-
YeCcKH.

I[IpuBegeM IIpUMep OIpeleieHUs OCTATOYHOIO
coflep>kaHus 360 IecTULIMJOB B ob6pasle s6j0Ka
MeTOoLOM O6BICTPOM TaHIEeMHOM Tra30BOM XPOMAaTo-
MacCC-CIIeKTpOMeTpUHU. [yIg aHaaui3a IIPOBOAUIU
SKCTPAKLIMI0 MaTpULbl g6710Ka mMeTomom QUECHERS.
KanubpoBoUHEBIe KPUBbBIE CTPOUIH, HO6GABIISS PACTBOD
CTaHOAPTHOro obpaslia, codepsKalero 360 IIeCTHLIU-
JIOB, IIO LIECTH TOYKAM B AMalla30He KOHIIEHTPALIHUI

www.j-analytics.ru

ot 0,5 mo 100 Hr/ma. AHa/IMW3 IIPOBOOUJIM Ha Traso-
BOM XpoMmaTo-Macc-criekTpomerpe GCMS-TQ8040,
YKOMITJIEKTOBAHHOM CHCTEMOM BBoAa ITpo6 Optic-4
(GL Science) 1 aBTOMaTUYeCKUM [103aTopoM AOC-6000.
ITapamMeTphl perucTpaliiyi MRM-T1epexooB B3SIThl U3
6a3pl JaHHBIX Shimadzu Smart Pesticides Database.
VYcII0BUS aHAIK3a IIPUBEIeHE! B TabJ1. 5.

Ha prc.12 moxkasaHa XpoMaTorpamMma, Imojay4yeHHas
IIpH omnpeneneHUH 360 MeCTULIMAO0B. KICIIOIb30BAHUE
Y3KOHM KODOTKOM KAIIHMJIJISIDHOM KOJIOHKM II03BOJISIET
3JIFOMPOBATH BCe 360 LiesieBbIX COeUHEHHNS MeHee YyeM
3a 10 muH. Kanu6poBoYHbIe KPUBBIE ITOJIYYEHBI [JIS
Bcex 360 LieJIeBbIX COeJUHEHU M C TMHEeMHBIM GaKTOPOM
Koppensguuu 0,998 u Bhile. MRM-XpoMaTOorpaMMBbI

9,0
8,01
7,0
6,0
5,0
4,04
3,0
2,04

1,0 e

3,03540455055606,5707,5 808,590 9,5
Bpems, MUH

YpoBeHb CUrHana, OTH. ef,.

Puc.12. MRM-xpomaTorpamma 360 nectmumaos B obpasue
3KCTpakTa s6ao0ka
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Puc.13. KanmbpoBoYHble KpWBbIe B AManasoHe KOHUeHTpauun oT 0,5 Ao 100 Hr/mn u MRM-xpomatorpammbl A06aBOK

necTULMAOB KOHUeHTpaumen 5 ppb

HeKOTOPBIX ITeCTUIIMAO0B, a TaK¥Ke COOTBETCTBYIOII[Ie
MM KaJIMOPOBOUHBIe KPUBBIE ITOKA3aHBI HAa PHUC.13.
BpICOKasg  BOCIIPDOM3BOLUMMOCTb  Pe3yJIbTaTOB
JOCTUTAeTCS alIIpOKCHMMallMer xpomarorpadude-
CKHX IIMKOB MUHHUMYM 10 TOUKaMH JaHHBIX. [IJIS1 3TOro
BpeMs LIMKJIA DPeruCTpalluy CHUTHala 3a4aBajlld paB-
HBIM 0,18 ¢, 2 MUHHMMAaJbHOe BpeMs Ha OOUH MRM-
mepexon - 3 Mc. Ha puc.14 npuBefeHBI pe3yabTaThl
OLIeHKM BOCIIPOM3BOAWMOCTU IIHKOB TPUDPIOKCHCTPO-

x 100,000 x 100,000
= 2,0 o
¥ % 1,507
G 5
< 1,5 o 1,251
3 3
z T 1,00
= =
1,0
ria Y0,75
b5 ]
o a 0,50
20,5 2
> > 0,25
Lk
7,00 7,20 5,03 5,25
Bpems, MuH Bpems, MuH
TpUGNOKCUCTPOBUH, Ncasodoc,
%RSD=7,6 %RSD=6,4

Puc.14. HanoxeHne MRM-xpomaTorpamm AByX NecT1L 0B,
MOYYEHHBIX B NMATW MOBTOPHOCTSAX (QYHKUMS CrIAXKMBAHMS
He 1CMo/1b30BaNACk)
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6muHa u wucaszodoca. OTHOCUTeNIbHOE CTAHAAPTHOE
OTKJIOHeHMe RSD 11o1aier MHKOB 060HX COeJUHEeHU
cocTtaBuiio MeHee 10%. Takoll BBICOKHI YPOBEHb BOC-
IIPOM3BOAMMOCTH IIOJIy4YeH IPAKTHYECKHU AJIs Bcex 360
L1eJIeBbIX KOMIIOHEHTOB CMeCH.

[IpHBe[leHHBIN IIPUMeD HAaIVISILHO HJLIIOCTPUDYeT
BO3MOKHOCTHU GCMS-TQ8040 115 ITPOBeZeH M ST OBICTPOrO
(MeHee 10 MUH) XpOMaTO-MaCC-CIIEKTPOMETPUYECKOTO
oIpefeneHHs HEeCKONbKHUX COTeH HWHAWBHAYaIbHBIX
COeIMHEHUH B XOZie OJHOTO aHanu3a, VCIonb30BaHUe
TaKoro Ipubopa MOXKET 3HAUUTETHHO [IOBBICUTH IIPOU3-
BOAUTEIBHOCTE PA60TH aHAJTUTUYECKOM JIA60PATOPHH.

METO/[I 5JKU[IKOCTHOM XPOMATO-MACC-
CITIEKTPOMETPHUHA
st yBenudyeHUS 30PeKTUBHOCTH PabOTHI IO OITpefe-
JIEHUIO OCTATOYHBIX KOJINYECTB IIeCTHUIIM[OB B IIHThe-
BOM BoZie, 06BbeKTAaX OKDYSKAIOILIEN Cpefbl U ITHINEBBIX
nponykTax Shimadzu npepnaraer, Hapsany ¢ IX/MC u
IX/MC/MC, TaHAeMHBIe >XHUIAKOCTHBIE XPOMaTO-MacC-
CIIeKTPOMETPEl BMeCTe CO CIIeLlMaJIbHBIMU I1aKeTaMUu
MeTOJIMK, KOTOPBIe 136aBIISIIOT II0/Ib30BaTeIell OT Heob-
XOOUMOCTH IIPOBEeLeHU S PAAA PYTUHHBIX IIPOLIELYP 10
ONITHUMM3ALIMU YCIOBUM XPOMATOrpadHUUecKoro pas-
JejleHUus U MacCC-CIIEKTPOMEeTPHUYeCKOro HM3MepeHMS.
IIpuMep MCIIOIB30BAHUS [IAKETOB METOAUK [JIsl OIlpe-
JleJIeHU s TPeX CoOeUHeHU M IpUBe/ieH Ha puc.15.,

Ha cerogHSIIIHUN [OeHb II0Jb30BATEII0 IMIpefja-
raeTcsi HeCKOJIbBKO BAapHAHTOB IIaKETOB METOAMWK [JIs
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HoBbI1 cBepXObICTPbIV ra30Bbl XPOMATOMACC-CNEKTPOMETP

GCMS-QP2020

Bbicouyanwias YyBCTBUTENIbHOCTb
BbicTpogencreme
Bbicokasn 3th¢heKTMBHOCTb

CkopocTb ckaHupoBaHuA go 20000 a.e.m./c

YMeHblUeHWe BpeMeHW aHanu3a B 2 pa3a

MNepeknioyeHve pexxumMoB noHM3aummn 6e3 octaHoBKM Npubopa

BO3MOXHOCTE MCNONb30BaTh B Ka4YeCTBE ra3a-HoCUTeNA, MOMUMO renusa, a3oT U BOLOPOL,
OpHoBpeMeHHOe NogkoYeHne AByx KonoHok Kk MC getekTopy

YnpolyeHHoe co3faHme MeToaa Ans aHanmsa MHOrOKOMMNOHEeHTHbIX 0Opa3uoB
ABTOMaTUYECKUIA pacyeT MHAEKCOB YOEpXMBaHMA

MporpammHblin nakeT ans 06paboTkm BONbLUNX MACCMBOB KOMMYECTBEHHbIX AaHHbIX
LLinpokuii cnektp BubnunoTek u cneyunanmavpoBaHHblix 6a3 gaHHbIX

www.shimadzu.ru
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Puc.15. Macc-xpomaTorpamMMbl Tpex COeAMHEHNI, MOyYeHHbIe C MICNO/Ib30BaHMEM nakeTa Metoamk Shimadzu Method Package

PaboThl B PA3IMYHBIX 06/IACTSAX, B TOM YHC/Ie U [IaKeT
JUIS aHaJIM3a OCTATOYHBIX KOJIMYEeCTB IIeCTULIVMIOB B 5 o 11000000 4 0 1,000,000
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Pnc.16. Xpomatorpamma 210 nectuumpos, nosyyeHHas Puc.17. KannbpoBoyHble kpuBble 0,005 ~ 0,2Mr/Kr 415 BOCbMU
Ha cncTeme Shimadzu Nexera UPLC + LCMS-8040 necTUUMAOB B rpyLle
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Tabauua 6. Pe3yabmamel CKpUHUH2a N008UKHOU (azel 04 23 necmuuudos

CocTaB noABMXHON dasbl
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2 25 22 2 2s 23 2= 2s 23 25 2> 232
0L oOx O0f 02 083 0= 02 03 03 0= Ox Ox=
IS ITo To Tin IS IR IR IS 2 12 IS ISA
ATpasuH 52 | 100 99 88 52 71 66 62 48 80 50 52 87
A3NHDOC-METUN 14 32 32 27 75 98 87 59 26 | 100 | 26 30 96
A30KCUCTPOBUH 27 30 29 25 69 87 77 58 65 100 82 29 99
KapbeHpasum 66 | 100 91 92 37 42 38 32 26 71 36 64 81
XnopaHtpaHuaunpon |100| 46 52 4] 69 81 92 69 27 91 60 94 56
LnnpoanHmn 66 94 88 86 55 63 57 41 51 100 | 82 67 78
AndeHokoHason 27 85 90 72 70 100 92 73 59 99 62 61 90
DNyANOKCOHWUA 69 42 38 37 74 100 | 95 84 60 94 81 55 76
Mmasanun 85 69 62 63 66 78 73 62 51 100 | 68 58 74
MoKkcuHUA 100 47 41 43 41 60 60 51 34 62 53 55 53
30npoTypoH 28 34 34 30 75 93 84 75 78 | 100 | 90 38 98
MeTanakcun 30 31 31 25 68 92 81 76 79 100 87 31 92
MwuknobyTaHun 15 71 75 57 65 100 91 73 23 86 25 58 84
MupumMnkap6 82 85 76 78 66 90 80 68 68 | 100 | 80 66 78
decmveTtunn-
MMpUMNKap6 72 90 81 83 64 85 74 67 64 | 100 | 82 70 86
Mpoxnopas 38 | 100 94 89 47 65 56 45 45 61 46 64 64
MupaknocTpobuH 32 33 30 27 62 78 70 55 61 100 | 32 26 93
MnpumeTanun 54 | 100 92 91 54 65 54 3] 48 92 74 62 76
TebydeHo3ng 28 40 40 36 70 88 78 65 73 96 84 33 100
Tnabenpason 96 | 100 91 89 58 69 61 48 37 99 60 67 84
Tnaknonpuz 16 28 28 25 53 59 45 32 34 86 49 18 100
TnodaHaTt MeTun 24 21 24 17 62 77 62 44 34 98 43 3] 100
TpnagumeHon 17 96 100 81 56 88 86 74 44 79 46 66 74
MUHUMYM 14 21 24 17 37 42 38 31 23 61 25 18 53
Makcumym 100 | 100 100 92 75 100 95 84 79 100 90 94 100
CpefiHee 3HayeHune 50 64 62 57 61 80 72 58 49 91 63 52 83
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KPHUBBIe BOCBMU IIeCTHULIUOB B Ipylle IIPUBeJeHbl Ha
puc.17.

CuipHOe BIHSIHME Ha YPOBeHb CUTHajla B BIXKX/
MC/MC MOKeT OKa3BIBaTh COCTAB HCIIONb3YeMOM IIOf-
BIDKHOU ¢aspl. M3yueHO BIHSHUE 13 pa3MINUYHBIX [IOJ-
BIDKHBIX $a3 Ha MHTEHCHBHOCTb CUTHAJIOB LIeJIeBBIX
COeAUHEHUH (23 MeCTULIUAA) U BBISIBIEHBI OIITHMAJIb-
Hble BapDUAHTHl IIPOBeEHUS aHanu3a. [JIs KasKIoro
coenuHeHUs ObIT BRIODAH PEsKUM HOHM3ALIUM, 0be-
CIIeYUBAIOIMUN MaKCHMAJbHBIHM YPOBEeHb CHTHAIa.
Pe3yJIBTaThI UCC/IeJOBAHU S [IPUBEEHE! B Ta6J1.6, YHCIa
B KOTODPOM - IUIOLIAAU IIMKOB, HODMaJIM30BaHHEIE II0
MaKCHMAaJIbHOM IIJIOIIAAY JJISI COOTBETCTBYIOIIETO coe-
IuHeHUs. [Ipu o6beMe BBOAUMOTro 06pa3iia 2 MKII AJIs
90% coeiMHEeHUH IIpeiel KOJIUYeCTBeHHOro 06Hapyske-
HUs cocTaBui 0,001 MI/KT, HaZie>kKHa s UAeHTUOUKALU S
BO3MOYKHA IIpYU KOHLIeHTpanuu 0,002 MI/KT.

TakuM 06pa3oM, XPOMAaTO-MaCC-CIIEKTPOMET]P
LCMS-8040 meMOHCTPUPYeT BeCbMa BBICOKME YyBCTBH-
TeJIPHOCTh U IIPOM3BOAUTEJIbHOCTh aHANM3a, a B coye-
TaHUU C ITAaKeTOM MEeTOAUK IIPUOOp HUeaJIbHO IIOAXO0-
JUT 111 PeT'yJISPHOIO CKPUHUHTA [THIIEBbIX IIPOAYKTOB
B QHAJIUTUYECKUX JIabOPATOPUSX M HCIIBITATEIBHBIX
LIeHTPaX /15 BBISIBJIEHUSI OCTATOYHOI'O COAEPSKaHMU S
[IeCTULIUIOB.

YcinoBHUSA aHalH3a Ha copepskaHHe 23 MeCTUIHUA0B
MeTomoM BIJKX/MC/MC

ITapaMmeTpsl BOJKX:
357 (70) s B Nexera UPLC c LCMS-8040
KOMOHKA +tvvvvnvrnininennennennns Shim-pack XR ODC III
(150x2,0 MM, 2,2 MKM)
TeMIIePATYPA KOJIOHKH ...vvrevrerenrnnennenennenns 40°C
ITogBu>KHAsI Gaza A .............. dopMHUaT aMMOHU A
5 MM/Bofa,
0,01% MypaBbHHas KHUCJIOTA
ITogBu>KHag dazaB............... ®opMHUaT aMMOHU A

5 MM/MeTaHOI,
0,01% MmypaBbUHA KUCJIOTA
[pagueHT............... 95% A (0 MUH) - 5% B (0 MUH);
0% A (16 MHH) - 100% B (16 MUH);
0% A (16 muH) - 100% B (18 MUH);
95% A (18,1 MmuH) - 5% B (18,1 MUH);
95% A (20 MUH) - 5 % B (20 MMH)

CROPOCTD ITOTOK@ .4t eeveerenenenenenanans 0,4 MJI/MUH

O6peM BBOLKMOM IIPOOHI ..... 32 MK (2 MKJ 06pasiia
+ 30 MKJI BOJZBL)

TIDOMBIBRA MITJIBL...vuenenenennnnnn 1000 MK, METaHOII

ITapameTpsl MC:

310} (o1} I LCMS-8040
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MOHH3AI[MH, BpEMS II€PEKITIOUEHU ST
TIOJITPHOCTH MOHU3AIIHNHU 15 MC

TeMIiepaTypa TMHHUU LECONbBATALIUH .......... 250°C
TeMIlepaTypa HarpeBaTeabHOro 6JI0Ka. ......... 400°C
TTOTOK ra3a-PACIIBITIMTES «uuvrernenennenennnns 2 1/MUH
TIOTOK Fa3a-OCYIIHMTEMA vvuvnrnrnrnrnrnnnnnnns 15 1/MuH
BpeMs MeKAY USMEPEHHUAMMU . .vvrnrnrnennnnnnns 1 Mmc
BpeMSA M3MEPDEHHUS .ovvvvrenerrnnenrenennnnennanenns 5 Mmc
SRM OIITHUMMUM3BALIMS vevvvrrrnnnnn. 1:1Boma: METAaHOI:

10 MM aLieTaT aMMOHU S
CROPOCTD ITOTOKA: e veenenenenenenenenens 0,5 M1/ MUH
O6BbeM BBOAKMMOM IIPOGEHI ............ 0,2 MKJI (pacTBOp

CTaHAapTHOro obpasia
nectuuuga 0,01 MI/Kr)
Ha cerogHsSmIHUMN AeHb Koprmopauus Shimadzu
IIpeJjiaraeT Lie/JbIN PsiJi pelIeHUN U IIpUGOPOB s
oIpefiesieHU s IIeCTULIUOB B ITUIIEBBIX IIPOAYKTAX U
06beKTax OKpy>Karolel cpefbl. Bce cHUCTeMBl OTIU-
4aeT TPALULIMOHHOE SITIOHCKOe KadecTBO, BBICOKAS
JIOCTOBEPHOCTDb U CeJIeKTUBHOCTh aHaIM3a, OHU IIPO-
CTBl B OCBOEHHUHU M 3KCIUIyaTallMH, & BO3MOXKHOCTH
IOOCHAIEHHUS CIIeIUATHU3UPOBAHHBIMU 6a3aMu
LAHHBIX U HeoOXOOMMBIMM aKceccyapaMu IIpeBpa-
IaeT UX B TOTOBBbIe aHAJIM3ATOPHL [JIs OIpeeneHU s
IeCTULINJ0B. Ka>KObIM II1071b30BaTelb MOXKET II0f0-
6paTh MmofXoAslllee eMy pelleHMe, UCXOMAs M3 CBOUX
AHAMUTUYECKUX 33a/7a4, 6ro/sKeTa U 3arPysKeHHOCTU
71a60paTOPUU.
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