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I'PAIMEHTHOE B2KX PA3JIEJIEHUE
AJIKMJIIPOCPOHOBBIX KUCJIOT HA ITOPUCTOM
I'PAOUTUPOBAHHOM COPBEHTE HYPERCARB

C UCITOJIBb30OBAHUEM BOJHOI'O PACTBOPA
MYPABBUHOM KHUCJIOTHI B KAYECTBE IOJIBUAKHOM
®A3bI

E.H. T'onuapoBa, W.I1. CemenoBa, M.A. Ctarkyc*, [.W. llu3un

(kagpedpa ananumuueckoll xumuu xumuueckoeo gaxyromema Mockoscko2o
eocyoapcmeennozo ynusepcumema umenu M.B. Jlomonocosa;
e-mail: mstatkus@gmail.com)

Mpennoxen cnocod rpaanenTHoro BAKX-pa3nenenus aaxkniadocdoHOBBIX KHCJIOT HA MO-
pHCTOM rpadgpuTHPOBAHHOM yriiepogHoM copdenTe Hypercarb ¢ ncnosib30BanueM BOIHOTO
pacTBOpa MypaBbMHOI KHCJIOThI B KaYecTBe MOABHKHON (a3bl. AHAJIUTHI AeTEeKTHPOBa-
JIM € MOMOIIbI0 KBAJPYNOJbHOI0 Macc-cnekTpomerpa. [list yBenueHust yiep:KMBaHus
AHAJIMTOB XpoMaTrorpaguyecKyio KOJIOHKY Nepe] HHKeKLIMel pacTBopa o0pa3ua npoMbl-
BAJIM BO/JOI. JTOT NMpPUEM MO3BOJIsIET YBEIHYHUTh KOI(P(UIHEHTHI YIep:KUBAHUS AJIKHII-
(ochonoBbIx KHCJIOT B 3—4 pa3a 10 CpaBHEHMIO C ONIMCAHHBIMU B JIUTEPaType AHAJOraAMH.

KoaroueBble ciioBa: )kuaKocTHast XpoMarorpadus, Macc-ClieKTPOMETPHsl, HOPUCTBIH rpaduTH-

pOBaHHBIN yrepoaHslii copoent Hypercarb, ankundochoHoBbIe KUCTOTHI.

HepBHo-napaiuTuyeckue OTpaBIsIOMINE Belle-
ctBa (3apun GB, 3oman GD, Bu-raz VX) oTHOCSTCS
K HanOojee OMacHBIM BUAAM XMMHUYECKOTO OPYKHUS.
Otn pocdopopraHudeckrue COeTUHEHUS Ype3BbIUaii-
HO TOKCHUYHBI H, TIONaJasi B OPraHU3M YeJIOBeKa, I0-
paxatoT HepBHYIO cuctemy [1]. Cornmacno Konpennnn
0 3aIpelleHnn XuMudeckoro opyxus 1993 r., npous-
BOJICTBO, HAaKOIUICHHE M NPHUMEHEHHE THX BEIECTB
3anpeleHbl. Baxnbiil acnekt KoHBeHIIMM — pa3BuUTHE
METO/IOB ompeaeneHust (HocPopopraHuIecKuxX OT-
paBisiromux Bemects (POB) u mpoxykToB MX pac-
najga B o0Opasnax, B3SATBIX C MECT MPOU3BOACTBA
WM XPaHEHHMs, a TAKKe M3 OKPYXKAIOUIEH Cpebl
(B ciyyae ux npumeHenus). borsmuncrso ®OB
JIeTYy4Yd, OTHOCUTEIBHO HEMOJIAPHBI U IpHU IOMa-
JAHUM B OKPYXAIOILYI0 Cpeay MOABEpPrarTcs I0-
CTaTOYHO OBICTPOMY THAPOJIH3Y J0 COOTBETCTBYIO-
mux O-ankmnankuiGocOHOBBIX KHCIOT, a 3aTeM
0oJsiee MEIUICHHOMY THAPOJIH3Y 10 ainkuidocho-
HOBBIX KHCJOT. [IponykTel paznoxenus ®OB or-
HOCHUTEJIbHO YCTOWYMBBI M 3HAYUTEIBHO MEHEe
TOKCHYHBI, Y€M HCXOJHbIE BEIIEeCTBA; IPUCYTCTBUE
3TUX MPOAYKTOB TPAaHC(HOPMALUN CBUACTEIHCTBY-
€T 0 HAJIMYMHM KOHTAKTa aHAJIU3UPYEeMOro 0ObeKTa
c ®OB [2].

KoHeuHBIl NpOAYKT THUApOJIM3a 3apHHA, 30Ma-
Ha 1 VX — metundochoHOBasS KUCIOTA; OHA U €e
TOMOJIOTH (3THII- U TPONHII()hOCPOHOBHIE KHCIOTHI)
BXOAAT B «CHHUCOK 2» XHUMHUUYECKHX COCAMHCHUM,

KOHTPOJIMPYEMBIX B cOOTBeTCTBHM ¢ KoHBeHmmei
0 3aIPEIICHUH XUMUYECKOTO OPYKHUS.

OmnpeneneHue KOHEUHBIX MPOJYKTOB IHAPOIN3A
dochopopraHMIeCKUX OTPABIAIOMUX BEMIECTB —
HempocTas 3ajaada. VM3-3a HU3KOTO MOTTIONICHUS B
Y®-006acTi U OTCYTCTBUSI CIIOCOOHOCTH K (ryo-
PECLECHIINH CEJICKTUBHOE JICTCKTUPOBAHHE ITUX BE-
IIECTB MOKHO NMPOBOJIUTH TOJBKO C IMOMOIIBIO Me-
Toga Macc-cuekTpometpud [3]. U3BecTHBI paboOTHI,
B KOTOPBIX JJII KOCBEHHOTO Y®-IeTeKTHPOBAHUS
ankmIpocHOHOBBIE KUCIOTHI MEPEBOIWIN B OCH-
3UJ-NPOU3BOAHBIC [4], OTHAKO ATO YCJIOXKHSET MPO-
HeAypy aHalu3a ¥ He MO3BOJIIET HA/IEeKHO UICHTH-
(GuIUpoBaTh OTJCIHHBIC AHATHUTHI.

Jns onpenenenust ankuinochOHOBBIX KUCIOT
IIMPOKO WCTOJB3YIOT Ta30BYI0 XpoMaTorpaduio
C Macc-CIEeKTPOMETPUYCCKUM JICTCKTUPOBAHHEM
(I'’X-MC), HO MO TpUYUHE HEJIETyYECTH AHAITUTOB
TpeOyeTcsi TpyaoeMKash W JUIMTENbHAas JepHBATH-
sarus [5—7]. [Mockonbky ankundochoHOBBIE KHC-
JOTHI 00NaNaOT KMCIOTHEIMU CBoOMcTBaMu (pK, =
2,5), IX MOXHO OTPEACNSITh C MOMOIILI0O aHUOHO-
oOMenHoO# xpomarorpaduu. Ho ecrectBenHoe co-
Jep>)KaHWe aHUOHOB B aHAIM3UPYEMBIX OOBEKTax
CYILIECTBEHHO MPEBBIIIACT BO3MOXKHYIO KOHIIEHTpa-
U0 ankuiGocPOHOBBIX KHUCIOT, YTO 3aTPyAHSET
HOHHOXpOMaTorpaguiyeckoe pasjieleHue U orpe-
JeNeHne. DT TPYJHOCTH MPUBOJIAT K TOMY, UTO BCE
qanie JJ1s opeiesieHus alkKuiIpocPOHOBBIX KUCIOT
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NPUMEHSIIOT BBICOKOA((EKTUBHYIO KHIKOCTHYIO
xpomarorpaduio B o0pameHHO-(a30BOM pEKUME
C HCIOJB30BAHMEM MacC-CIIEKTPOMETPUYECKOTO
nerektupoBanus (BOXX-MC). B stom ciryuae B
BOJIHBIX 00pasiiax omnpeaeaeHue MOXHO MPOBOIUTH
HarnpsiMyro (0e3 lepuBaTu3aiyu), CBOJI K MUHUMY-
MY BO3MOKHBIC TIOTEPH aHAIMTOB NIEPEl aHATU30M.
Hcnonp30BaHME TaHAEMHOU MaccC-CIIEKTPOMETPUU
MO3BOJISIET JOCTUTATh BEChbMa HHU3KUX MpPenesioB
oOoHapyxenus (10 ur/mu mis MetundochoHOBOH
KUCIOTH [8]), He mpuberast K TPYAOEMKUM U JJIH-
TEJIbHBIM METOaM MPOOOIOATOTOBKH.

AnkunpocpoHOBBIE KUCIOTHI — OYECHBH THJPO-
¢uIpHBIE BENIECTBA, MOJTOMY HX pasjelieHne B
pexuMe oOpamieHHO-Ga30Boi  XxpomaTtorpaduu
3aTPyAHUTENBHO 10 MPUYMHE X MAJIOTO yHAEpPKHU-
BaHus. Jlyis peumieHus MmpoOJIeMbl yaep KUBaHUS
rUAPOQUIBHEIX AHAJIUTOB B JHUTEPAType MPEio-
KEHO MCIOJIb30BaTh MOPUCTHIN IpaUTUPOBAHHBIN
yraepoanbiii copoent Hypercarb [9]. B kauectse
ANFOCHTA /IS Pa3AeICHHs] METHII-, STHII- M ITPOTIHII-
ankuiadochoHOBBIX KHUCIOT (a Takxke OyTuidoc-
¢donoBolt u O-ankunaakuiGpocHOHOBBIX KHCIIOT)
WCIOJIb30BaJIM BOAHBIM pPAacTBOp MYpPaBBHUHOW U
JIpYyruX KapOOHOBBIX KHCIIOT. YAAJIOCh JOCTUTHYTh
pasneneHuss BCeX aHaIWTOB, ONHAKO IS METHII-,
STHJI- U TPONHIPOCPOHOBBIX KHUCIOT KOIPDUIHU-
€HTBHl yAEpKUBAHUS JOCTAaTOYHO HHU3KHE (OKOJIO
0,8-2,6).

Mpl mpennaraeM pemiuTh npobiaemMy Hemo-
CTAaTOYHOTO YJACPKHUBAHHUS METHII-, ITHJI- U TIPO-
nua(GochHOHOBBIX KUCIOT 3a CYET UCIOIb30BaHUS

rpajueHTa KOHIIEHTPAIlMK MYyPaBbHUHOMN KUCIOTHI B
TTOJBIKHOM (a3e.

Hacrosimas paborta mocesimeHa pa3paboTke
MPSIMOTO METOJ[a ONpEeAeTeHUs METHI-, dTHI- U
nponmIPOoCPOHOBBIX KHUCIOT B BOJHBIX PacTBO-
pax ¢ UCIOIb30BAaHUEM YTIEPOIHOTO COpOCH-
ta Hypercarb, ocHoBamHOro Ha BDOXX-MC-
paslielieHNH U ONpeaeICHUN.

BKCHepl/IMeHTaJILHaﬂ HacThb

Peazenmuvt u copdoenmost. 111 TPUTOTOBIECHUS
pacTBOpPOB M DIIIOCHTOB HCIOJNb30BAIH JACHOHU-
30BaHHYIO BOAY, KOTOPYIO TOJydYalu Ha YCTaHOB-
ke «Millipore Simplicity» («Millipore», CLIA),
yIAENbHOE CONPOTHUBIEHHE BOJBl  COCTABIISLIO
18,2 MOwm-cMm. [lnsg OpUTOTOBJICHUS BIIIOEHTOB
WCIIOJB30BAIM PACTBOP MYpPaBBUHON KHCIOTHI B
Bojie (50 mac.%), crenens uuctorhl «for HPLC»
(«Sigma-Aldrich», CIIIA).

Ucnonb3oBanu  pactBopbl  MeTHI(HOCHOHOBOM
(MPA), »stundocdonosoit (EtPA) wu wu-npomnui-
tdbochonoroii (n-PrPA) kucnor B aneroHutpuie c
koHuenTpanueit 0,1 mr/mia. Bee pactBopsr XxpaHunu
B CTEKJISTHHOM MOCY/Ie C MPUTEePThIMU MpoOKkamu. Mc-
XOIHBIE PACTBOPHI XpaHWIU B TeMHOTe 1pu +4 °C.

Annapamypa. JIns omnpeneineHus UCIONb30Ba-
JM JKUJIKOCTHOM XpOMaTo-Macc-CIeKTPOMEeTp Mpo-
n3BoacTBa «Shimadzuy (Smonus), cocTosmuii u3
CIEAYIONINX MOJYJICH:

KBaJpyINojibHbI Macc-cnekrpomerp «LCMS-
20202 ¢ moHM3auUEH aHAJIUTOB DJECKTPOpPACHbLIC-
HueM (ESI);

Tabnuua 1

MapameTpst MC-1eTexkTopa u uHTEepdeiica

[Tapametp 3HaueHue
Bpewmst HakoruieHusi curnana Ha BeiOpanHo# Macce (SIM event time) 0,2¢
Hanpsioxenue Ha nerekrope (Detector voltage) 1,1 xB
Hampspxenue Ha unrepdeiice (Interface voltage) -4,5 xB
Hanpsoxenune Ha mann neconbBatanuu (DL voltage) 0B
Temmepatypa uarepdeiica (Interface temperature) 350 °C
Temneparypa muann necombBaranny (DL temperature) 250 °C
[Moroxk raza-pacnsumtenst (Nebulizing gas flow) 1,5 n/mMun
Temmneparypa Onoka narpesarens (Heat Block) 400 °C
[Torok raza-ocymmwurens (Drying gas flow) 15 i/mun
Pexxum nonmsanuu (lonisation mode) ESI
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nBa BOJXXX-nacoca LC-20;

aprocamuiep «SIL-20AC».

BOXX-pa3nenenue ocCymiecTBIsJIM Ha KO-
JIOHKE C MOPHUCTHIM TpaUTHPOBAHHBIM YTIEPOJI-
HbIM copOentomM Hypercarb 30%2,1 mm («Thermo
Scientificy, CIIIA), nuamMeTp 4acTUIl 5 MKM.

Ycnosusa xpomamozpaguuecxkozo pasdenenus.
B kauecTBe 3/110€HTa UCIOIb30BAIN JENOHNU30BAH-
HYIO BOJY C 100aBKOW MYpaBbUHOW KHCJIOTHI (OT
0,01 mo 0,5 06.%). CkopocTh TIOTOKa COCTaBJIsIa
0,2 mur/muH, Temneparypa kononku 40 °C.

TabOnuuma 2

Hapameprl perucrpanyuu MOHOB aHAJUTOB

Tabnuma 3

I'panuenT nis pasneneHnst aaKua(oc(hoHOBBIX KHCIOT

Bpewms amoupoBanusl,
MUH

CocrTaB 1Ir0eHTa

20—0 (10 MHXKEKITUH ) JIeMOHM3BaHHas BoJia

WHKEKIUS 00pasia

0,1%-11 pacTBOp MypaBbUHOI
KHCJIOTHI B ICHOHN30BAaHHOM
BOZIC

B pabote mus merextupoBaHuUs ankuipocdo-

HOBBIX KHCJIOT MCHOJIb30Bajdu mapamerpbsl MC-
AHanur m/z Peructpupyembiii Hon JIeTeKkTopa W uHTepdeiica, ykazanusie B Tadn. 1.
MPA 95 [M-H] OTH mapamMeTpbl He ONTUMHU3UPOBAIH, UCIIONb3YS
pPEKOMEHIOBaHHBIE TMPOU3BOAUTEIEM 000pPYyIOBa-
EtPA 109 [M-H] HUS 3HAYEHUS.
173 B [TapameTpsl perucTpanuu HOHOB AaHAJIUTOB
n-PrPA [M-H] MpeAcTaBieHbl B Ta0u. 2. Beaudunsl m/z U pexxum
3600 |- A
3400 - 3
L2 I
S 3200 |-
S -
\'\ -
3000 F
2800 Eomoom ST —
1 | 1 | 1 | | | | 1 | 1 | 1
0 1 2 3 4 5 6 7 8
Bpems, MUH
3600 F b
3400 F
< 3200 F
5 i
2 i
~ 3000 -
~ F
2800 |
1 | | | 1 | | | 1 | | | 1
0 1 2 3 4 5 6 7 8

Bpems, mun

Puc. 1. XpomarorpamMmel pa3aeneHus alKuiIPOc(POHOBEIX KUCIOT: A — H30KpaTHIECKUAN
pexuM, mroeHT — 0,1%-i#1 pactBop HCOOH B Bone; b — rpanuentHoe smronpoBaHue
COITIaCHO IpOTpaMMe, MPEJCTaBICHHON B Tabn. 3. YcioBus onpeneicHUs: KOJIOHKA
Hypercarb 30%2,1; temnieparypa kononku: 40 °C; MC-nerekruposanue (1 — metmidoc-
(oHoBas kucnora, 2 — sTridocoHoBast KUCI0Ta, 3 — nponmIhocHoHOBaAsT KHCIOTA)
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Tabnuna 4
IHI/lpﬂHa Ha NMOJYBBICOTEC M pa3pellicHue NTUKOB AaHAJIUTOB
VenoBus /5, MMH R
ompenencHus | MpA | EtPA n-PrPA MPA-EtPA EtPA-n-PrPA
Tpamuenioe | 150 | ) 194 0,291 0,94 1,52
3JHOI/Ip0BaHI/IC
Msoxparmueckuid | 51 | (947 0,318 0,51 1,12
PeKUM

perucTpani MOHOB BBIOMpANU, UCXOJIs M3 CTPO-
€HHUsl OIpelessieMblX BelecTB. JleTeKTupoBaHUE
npoBoaAwIn B pexxume SIM-peructpanuu orpuna-
TEJIbHBIX HOHOB.

Pe3yabTaThl M 00CyXKAeHHE

Anxundpochonodrie xucnotel (APA) mpen-
CTaBIISIIOT COOOW OYEHb MOJSIPHBIE COCIMHEHUS U
c1abo0 yiepKUBaTCs Ha OONBITMHCTBE KOMMEpUe-
CKH JIOCTYNHBIX (a3 B pexxume odpaiieHo-(pazoBoi
BOXX, uto 3arpynnser ux onpenenenue. M3pect-
HO, uTO Ha copbenTe Hypercarb ynepxuBanue mo-
JSPHBIX COCIMHEHUHN CyIIECTBEHHO BBINIC, YeM Ha
oKTaJenuiIcuiInkarene. B Heckonbkux padorax [9,
10] mpeanoxeno ucnosb3zoBath Hypercarb B xaue-
CTBE HEMOABIKHOH (a3bl B BOXKX nis pazaeneHus
ankunapocHoHOPBIX M ANKUIMETHI(POCHOHOBBIX
kucioT (AMPA). B kauecTBe moaBu)HOM (a3sl nc-
MOJIb30BAJIM PACTBOPBI MYPAaBbUHOW M APYTHX Kap-
OOHOBBIX KHCJIOT B Bofe. IIpu yBenMueHUN KOHICH-
TpaLUK KapOOHOBBIX KUCIIOT B JIOEHTE yAEPKUBAHNE
APA 1 AMPA ymeHbIaeTcsi, 4T0 CBUICTEIBCTBYET O
BBITECHUTEIBHOM «KBa3U-HOHOOOMEHHOM» MEXaHM3-
Me JIIONPOBaHUs aHaauToB. B padote [10] mpenio-
’)KEHO HCII0JIb30BaTh B KadecTBe droeHTa 0,1%-i
pacTBOp MypaBbUHOW KUCIOTHI B Boxae. IIpu satom
ko uuuent ynepxusanuss MPA nocrarouno
MaJ u cocTapiser 0,8. ABTOpBI ONMPoOOBaIHU MPO-
BecTu pasnenenne APA ¢ momousio Boabl 6€3 10-
0aBOK KapOOHOBBIX KUCJIOT, OIHAKO B 3TOM ClIydyae
K03 QUITUEHT yaepKUBAHUS CaMoro ciadoyaep-
KUBaeMoro kKomroHeHTa cmecu (MPA) mpeBbicui
3Hadenue 30, 4To enaeT pasjiesneHrue NpakTu4ecKu
HEBO3MOXXHBIM. MBI IPEANIONOKMIN, YTO IIPOBEE-
HUE SJIOMPOBAHUS C MCIOJIB30BAHHEM I'PaJUEHTA
KOHIICHTPAIIMM MYPaBbHHOW KHCIOTHI B BOJAE IIO-
3BOJIUT PEIINTH MPOOJIeMy cla0oro yAepKHBAHUS
aHaiauToB. JUUIS HMPOBEPKH 3TOTO MPEANOIOKESHHUS
Obll1a peiokKeHa TpaiueHTHas IporpaMma, Ipe-
craBieHHas B Ta0u. 3. [lepBas wacts rpaauenta (20
MUH 70 BBOZa 00pasla, Tak Ha3bIBaeMasi «IIPOMBIB-
Ka») HeoOXoauMa JJisi yCTAHOBJICHHS PaBHOBECHS

0L ‘ ! ‘ ! . ! . ! . ! X !
15 20 25 30

Bpewms, Mmun

Puc. 2. 3aBuCHMOCTD KO PHUIINEHTOB EMKOCTH aHAJTUTOB OT
BPEMEHH NPE/IBAPUTEIBHON POMBIBKH KOJIOHKU JEHOHH30-
BaHHOU BOOM

4
16F
14 1 MPA
i 2 EtPA
3 PrPA
1202
10F
gl
6? 1 3 ]
4;|.".l.‘..|H..J‘...\‘...\.
0 0,1 02 03 0,4 05
Chcoons %0

Puc. 3. 3aBucumocTh KO3PPHUIHEHTOB EMKOCTH aHATUTOB
OT KOHLIEHTPALIMU MYPaBbHHOI KUCIIOTHI B JJIFOCHTE
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Tabnuna S
MeTpoJiornueckue XapakTepHCTHKH onpeaeeHust APA
Ananur I'papuenTtHOE pasnencHue N3okpaTnueckoe pasaeseHue
ypaBHEHHE R C pr MKT/MIT ypaBHEHHE R C, > MKI/MIT
rpaJyupoBOYHON rpag yupOBOYHON
3aBUCHMOCTH 3aBUCHMOCTHU

MPA y=2841x+853 0,996 0,47 y=2834x+ 1179 0,965 1,34

EtPA y=3147x + 687 0,995 0,53 y=3216x+978 0,968 1,28
n-PrPA y=6949x + 2162 0,994 0,59 y="7424x + 1962 0,979 1,04

XpoMaTorpapuyecKkoil KOJOHKH C BOJHBIM 3JII0CH-
TOM, HE COJEpKALIUM MYPaBbUHOW KHCIIOTHI, IPU
9TOM U3 KOJIOHKH yJaJisieTCcsl MypaBbUHasl KHCJIOTA,
OCTaBIIasiCs IOCJe NPebIAYLIero pa3aeneHus. 3a-
TEM IPOMCXOIMUT BBOJ 00pa3la MU OJHOBPEMEHHOE
MOBBIIIEHNE KOHIICHTPAIIUU MYPaBbUHON KHUCIOTHI
10 0,1%.

JlaHHBIH T'paMeHT MO3BOJISIET yBEIWYUTH Bpe-
Ms yaepxxkuBaHus APA, ynmydmuTh UX pasaelieHue
u (hopMy NHUKOB (YMEHBUIUTH HIMPUHY MHKOB) IO
CPaBHEHHUIO C M30KPAaTHUUYECKUM DSJIIOMPOBAHUEM
0,1%-M pacTBOpOM MYypaBbHUHON KHCIOTHI B Jie-
MOHW30BaHHON Boje (puc. l). 3HAUeHUS NIMPUHBI
MMKOB Ha IOJIYBBICOTE M pa3pellieHHe MHUKOB aHa-
JIMTOB MPUBEACHBI B Tabm. 4.

Jlns BeIOOpa ONTHUMANIBHBIX YCJIOBUH IpOBeEje-
HUSI pa3fejeHus Mbl U3yUHJIH 3aBUCHUMOCTBH KO3 (-
(UIIMEHTOB €MKOCTH aHAJIUTOB OT BPEMEHH IPO-
MBIBKM KOJIOHKHM BOAOH (pHUC. 2) mpH MPOBEIECHUU
antoupoBanus 0,25%-1 MypaBbMHON KHCIOTOH B
BOZIE.

VYBenuueHne BpEeMEHM NPOMBIBKH A0 20 MHUH
MPUBOAUT K YBEJIMYEHUIO YIACPKMBAaHUS aHAJIUTOB
1 k03P (PUIUEHTOB €MKOCTH; JalbHEHIIee yBeIu-
YeHWEe BPEMEHHM MPOMBIBKH HE MPHUBOAMUT K CyIIle-
CTBEHHOMY M3MEHEHHIO KOY(P(PUIIMEHTOB EMKOCTH.
[MosTomy nng nanpHedmed paboOTBl B KauecTBE
ONTUMAaJIbHON BBIOpaHa MPOJOIKHUTENBHOCTh MPO-
MbIBKH 20 MUH.

N3ydeHa 3aBUCHUMOCTH KO3(D(PUIHEHTOB EMKO-
CTH aHAJTUTOB OT KOHIIEHTPAIIUH MYPaBbUHOW KHUC-
JIOTHI B DIIIOCHTE MPU MPEABAPUTEIBHON MTPOMBIBKE
KOJIOHKH JIEMOHU30BaHHOM BO/IOM B TeueHue 20 MuH
(puc. 3). Ilpu yBennueHHH KOHLEHTpPALUHU Mypa-
BBUHOU KUCIOTHI B AnmtoeHTe A0 0,1% mpoucxoaut
yYMEHbIIIEHHE KOAP(HHUIIMECHTOB €MKOCTH aHAJIUTOB;
JanbHeIee yBeTUYeHe KOHIIEHTPAIU HEe TPUBO-
IUT K CYIIECTBEHHOMY U3MEHEHHIO YACeP KMBaHUS
APA. B kauecTBe ONTUMaJIbHON BhIOpaHA KOHIICH-
Tpauust MypaBbuHOM kucinotsl 0,1%, Tak Kak B 3T0M
cilyyae IJIMTENbHOCTh Pa3AesICHUS] HE MPEBBIMIACT
7 MuH.

B BBIOpaHHBIX yCIOBHUAX ISl KaXKJOTO ONpese-
JIEMOTO BEIEeCTBAa OBUIM TOCTPOEHBI T'Paayupo-
BOYHBIC 3aBHCUMOCTH, PACCYUTAHBI IIPeJIeibl OOHA-
PYKEHHS, IOJyUYeHHBIE PE3YIbTaThl IPEICTaBICHbI
B Tabn. 5. BuaHO, 4TO TaHTeHCH yIJIOB HAKJIOHA
rpagyMpOBOYHBIX 3aBUCUMOCTEH JUIsl KaXKJ0ro
OTIPENENIIEMOTO BEIleCTBa MPUMEPHO OANHAKOBHI B
rpaJveHTHOM M HM30KPATHYECKOM PEXHUMax, OJHa-
KO TPaJUeHTHOE AIIOMPOBAHUE MO3BOJIACT YMEHb-
IIUTh Tpejesbl OOHapyKeHus: B 2—3 pasa 3a cueT
yIIy4dlIeHUsT BOCHPOM3BOAUMOCTH IUIOMIaACH MH-
KOB aHaiuToB. [lo HameMy MHEHHIO, 3TO CBSI3aHO
C YBEIMYEHHEM BPEMEHU YIEP)KUBAHUS aHAIUTOB.

ABTOpBI BbIpakaT Onaromapuocts M.B. PoI-
Oaspuenko u M. A. Poauny 3a npegocTaBlieHHBIE pac-
TBOPHI aHAJTUTOB.
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GRADIENT HPLC SEPARATION OF ALKYLPHOSPHONIC ACIDS
ON POROUS GRAPHITIC CARBON SORBENT HYPERCARB WITH
WATER SOLUTION OF FORMIC ACID AS A MOBILE PHASE

E.N. Goncharova, I.P. Semenova, M.A. Statkus*, G.I. Tsysin

(Analytical chemistry division M.V. Lomonosov Moscow State University,
Chemistry Department, e-mail: mstatkus@gmail.com)

An approach to gradient HPLC separation of alkylphosphonic acids on porous graphitic
carbon sorbent Hypercarb with water solution of formic acid as a mobile phase was
proposed. Analytes were detected by quadrupole mass-spectrometer. HPLC column was
washed with water before the injection of analytes, this procedure resulted in 3—4 fold
increase of the retention times of alkylphosphonic acids compared to literature data.

Key words: liquid chromtography (HPLC), mass spectrometry, porous graphitic carbon
Hypercarb, alkylphosphonic acids.
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