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I'azoxpomarorpaduyeckoe onpenenenue 1,1-mumMeTniruapasnua
B 00pa3uax BoAbl METOAOM TBepAO(PA3ZHON MUKPOIKCTPAKLNH
¢ lepuBaTH3aIHeil

1,1-dumermnrunpasus (1,1-AMI), ncnonp3yemslil B KadecTBE KOMIIOHEHTa PAKETHOTO TOTIIMBA, SIBIIS-
€TCs BEChMa PEaKkIIMOHHOCIOCOOHBIM U HEYCTOMYHMBBIM COEIMHEHHEM, YTO 3HAUUTENILHO 3aTPYAHSIET €ro
TOYHOE W KCIPECCHOE OIpeeiieHue B 00bEKTaxX OKpyKarolei cpeabl. Llenbio maHHOW paboThl OBLIO
pazpaborarh METOMKY SKCIIPECCHOTo onpeeseHus 1,1-quMeTniaruapasnta B o00pasiax BoJbl HA OCHOBE
TBepAO(a3HOH MUKPOIKCTPAKLUK C NPEABAPUTEILHON AepuBaru3anueil. B kauecTBe peareHra Juis je-
puBaTH3anyy ObUT BEIOpaH aneToH, npoxykt peakuuu 1,1-/IMI, ¢ koropsim 1,1-aumMeTnnruapasoH are-
ToHa (AMI'A) nmeer npuemiemsle TUIPOPOOHOCTh U JIETy4eCTh. YCTAHOBJIEHO, YTO DKCTPAKI[MOHHOE
nokpbiTre 100 MKM TOJMAMMETHIICHIIOKCaHa obecrieunBaeT Hanbosee 3PpPEKTHBHYIO U CEIEKTHBHYIO
HKCTPAKLUIO JUMETHITHPA30Ha alleToHa U3 00pa3lioB BOABI MOCIE JIEPUBATH3ALNH TIPH BPEMEHH JKC-
Tpakuuu 2 MuH. OnTUMaNbHast KOHIIEHTPALU alleTOHa B ITPOLIECCe AepruBaTu3anny cocrasuia 30 mr/mi.
[TokazaHo, 4To JUIst HOHOTO 3aBepiieHus peakuuu 1,1-JIMI ¢ aneronom Tpedyercs 10 mun. Jlo6aBneHue
CWJIBHBIX U CJIa0BIX KHCJIOT U MICJIOYCH TPUBEIIO K CHIKCHUIO OTKIMKA JIMI'A, 4TO MOXKET OBITH BEI3BAHO
Kak gecTtpykuueil 1,1-nuMermiruapasuna, Tak U CHUXKEHHEM CKOPOCTH peakluH jaepuBaruzanuu. [lo-
0aBKa COJIM TI03BOJIMIIA YBEIHMYUTh OTKIIMK JUMETHIITHIPA30Ha alleTOHA, OJTHAKO CJIeIaia HEBO3MOKHBIM
KOJIMYECTBEHHOE ompeseneHue 1,1-numerunruapasuHa u3-3a yBeIUUEHMs JABICHUS NApOB alETOHA B
ra3oBoi (haze HaJ 00pa3OM M yCHICHHs KOHKypeHInH. KannOpoBouHbIi rpaduk 3aBUCUMOCTH OTKIIH-
ka JIMI'A ot xonuenTpanuu 1,1-IMI" npu onTUMH3MPOBAaHHBIX MapaMeTpax JIMHEHHBIN B AMana3oHe
koHIeHTparmi 0,1-100 Mr/1 1 MOXKET OBITH HCITOIB30BaH ISl KOJHMYSCTBCHHOTO ompeaeneHus 1,1-mmve-
Tiruapasuaa B Boxe. [Ipenen oonapyxenus 1,1-mumermnrunpasuaa coctaBur 0,02 mr/in. [Toka3zarens
BOCITPOM3BOAMMOCTH METOJUKM BO BCEM AMAara3oHE KOHLEHTpaluil He mpeBbllaeT 7%, a mokazareib
TogHOCTH — 15%. Pa3paboranHas MeToanKa O9eHb IPOCTa, HEAOPOTa, TOYHA, aBTOMATU3UPYEeMa H MOXKET
OBITH PEKOMEH/IOBaHA JJIS BHEAPCHUS B JTAOOPATOPHAX, OCYIICCTBISAIOMNX SKOJIOTHICCKUI MOHUTOPHHT
B pailoHax MaJaeHus pakeT-HOCUTEIEH.

KuitroueBble cioBa: 1,1-1uMeTmiiruapasus; aleToH; JMMETHWITHAPA30H aleTOHa; IepuBaTu3alusl; TBEp-

nodaszHasi MUKPOIKCTPAKIHS; ra30Basi XpoMaTorpadusi; Macc-CIieKTpOMETPHST; BOJA; aHAITH3.
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Gas chromatographic determination of 1,1-dimethylhydrazine
in water samples by solid-phase microextraction with derivatization

1,1-Dimethylhydrazine (1,1-DMH) used as a rocket fuel component is highly reactive and unstable
compound. It greatly complicates its accurate and express determination in environmental samples. Goal
of this work was to develop a method for its express determination in water samples based on solid-
phase microextraction with preliminary derivatization. Acetone was selected as reagent for derivatization
because during its reaction with 1,1-DMH, volatile and hydrophobic acetone dimethylhydrazone (ADMH)
was formed. It was established that fiber based on 100-micron polydimethylsiloxane provides the most
efficient extraction of ADMH from water at extraction time 2 min. Optimal concentration of acetone was
30 mg/mL. The minimum time forreactionof 1,1-DMH with acetone is 10 minutes. Addition of acids
and alkali reduced ADMH response that may be caused by degradation of 1,1-DMH and reduction of
derivatization rate. Addition of salt allowed to increase the response of ADMH however made impossible
the quantitative determination of 1,1-DMH. Dependence of ADMH response on the concentration of 1,1-
DMH at optimized parameters is linear in the concentrations range of 0.1-100 mg/L and can be used for
quantitative determination of 1,1-DMH in water. Detection limit of the developed method is 0.02 mg/L.
Reproducibility index of the method in the whole range of concentrations did not exceed 7%, accuracy
index — 15%. Developed method is simple, inexpensive, accurate, automated and can be recommended
for implementation in laboratories conducting environmental monitoring in areas of rocket-carriers fall.

Keywords: 1,1-dimethylhydrazine; acetone; acetone dimethylhydrazone; derivatization; solid phase

microextraction; gas chromatography; mass spectrometry; water; analysis.
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On-Dapabu arbiHAars! Ka3ak YITTHIK YHUBEPCUTETI,
3epTTey JKoHe TanAayablH (U3NKa-XUMHUSIIBIK 9iCTepl OpTaNIBIFBl, AIMATH K., Kasakcran PecmyOnukacs

JepuBaTuzanusijiayMeH 0ipjecKeH KaTThl (pa3ajibl MUKPO3IKCTPAKIUs diciMeH
cy yiarinepinge 1,1-1uMeTHIruapasuuai ra3abl XpoMaTorpagusiblK aHbIKTAY

3BIMBIpaH JKaHAPMAHBIHBIH KOMITOHEHTI PETIHAC KOJIAHBUIATHIH 1,]-TUMETHITHAPA3HH PEAKIIUSIIBIK
KaOiJeTi JKOFaphl JKOHE TYPaKChi3 KOCBIHJBI OOJIFaH/BIKTAH, OHBI KOpIIAraH opra OOBEeKTiIepiHJe
aHBIKTAy TPOIECI KHWBIHIAIFaH. bBepuireH »KYMBICTBIH MakcaThl — KarThl (pa3aiibl MHUKPOIKCTPAK-
OUs OJICiHE HETI3NeNreH alblH-ajla JAepUBaTH3AIMsUIaHFaH |, |-TUMeTIITHIpa3sHHIl Cy YITUIepiHeH
AHBIKTAYIBIH JKe/IeN dicTeMeciH merrapy. 1, l-JAuMeTinruapa3nd MeH alleTOHHBIH PEaKIisIChl OHIMI -
aIleTOH JTUMETHITHIPA30HBIHBIH THAPO(POOTHIK >KOHE VIIKBIITHIFBl ANETOHIBl JepUBATH3AIMIIAY
peareHTi peTiHae TaHAayFa Heri3 00JIbl. DKCTPaKIMs YaKbIThl 2 MUHYT OOJIFaH/ia, Cy ChiHAMAJapbIHAH
AIlCTOH JUMETWITHIPA30HbIH €H THIMII 3KCTPaKIuschiH 100 MKM MOTMMETHIICHIIOKCAH >KaObIHIBICHI
KaMTaMachl3 eTeTIHAIr aHBIKTAIIBL. JleprBaTu3anusiay mporeci Ke3iHae alleTOHHBIH OHTaWIbl KOHICH-
Tpammsacel 30 mr/mn Kypaigel. 1,1-JluMeTunaruapasuHHiH alleTOHMEH peaknuAchiH 10 MUHYT yaKbITTa
OTKi3y THIM/I. OJCi3 ’OHE KYIITI KBIIKBUIIAP MEH HETi3Iepi KOCy aleToH AMMETHITHIPA3OHBIHBIH
OenriciHiy TeMeHzeyiHe okenai. by 1,1-auMeTnnruapasuH NecTPyKIMSICBIMEH KOHE JIepUBATH3AIM-
sTay OKBUIIAMIBIFBIHBIH TOMEHJACYIMEH TyciHmipineni. Ty3apl KOCy aneToH IUMETHITHAPA30HBIHBIH
AHBIKTAYBIH JKOFapiaTajbl, Oipak ChlHAMa YCTIHZIETI alleTOHHBIH Oy KBICBIMBIHBIH JKOFapiIayblHa Oaii-
JMAHBICTHI, 1,l-TUMETHATHApPA3UHAI CAHABIK AaHBIKTayAbl [mekTelai. OHTalmel mapaMeTpriepreri
ANBIHFAH alleTOH JUMETHIITHIPA30HBIHBIH IIBIH ayAaHBIHBIH |,]-IIMETHITHIPAa3HH KOHIICHTPALUACHI-
Ha TOyeAUTIriHIH rpagyupiik rpaduri 0,1-100 Mr/n KOHIEHTpaMsIap apabIFbIHA ChI3BIKTHI OOJIBIIL,
cyna 1,1-muMeTHITnApa3uHAl CaHABIK aHBIKTayFa MYMKIHIIK Oepeni. Llprapburran spictemMe OOMBIH-
ma 1,1-qumermiruapa3uHasl anpikTay mreri 0,02 Mr/a Kypasl. OicTeMeHiH 0apiiblK KOHICHTpaIHsIIap
aliMarpIHIa KalTanaHy KepceTkimnm 7 %-TaH acmabl, al HaKTBUIBIK KepceTkimi — 15%. HIsrapreimran
ozmicTeMe oTe KapamaibIM, ap3aH, HaKTHl, aBTOMATTAHABIPBUIFAH XOHE 3BIMBIPAH TaCBIMAIIAYIIBLIAP
KyJlaraH OpbIHAapaa SKOJOTUSIIBIK MOHHTOPHHITI OTKI3yMEH ailHaJbICATBIH 3epTXaHajapia CHIi3yre
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YCBIHBITYBI MYMKIH.

Tyiiin ce3nep: 1,1-1uMeTHATHAPA3UH; alIETOH; AllETOH AUMETIIITHPA30HbI; IePUBAaTH3AIINs; KATThI (a-

3aJIbl MUKPOSKCTPAKIIUSA; Ta3/1bl XpOMaTOFpa(I)I/IH; MacCC-CIICKTPOMETpPHA; Cy; TaJ1aay.

Beenenne

1,1-Ammermnruapasus (1,1-IMI’), ucmonb3ye-
MBI{ B KaU€CTBE PAKETHOTO TOILUINBA B PAKETOHOCH-
TEJSIX CPETHETO M TSHKEJIOTO KIIACCOB, MPENICTaBIIS-
€T BBICOKYIO OIACHOCTB ISl OKPY’KaroIlei cpebl
Y 37I0POBBSI YEIOBEKA, TIOCKOJIBKY SIBIIIETCS BEChbMa
TOKCHYHBIM PEaKIMOHHOCIIOCOOHBIM COEIMHEHU-
eM, 00pa3yIoLM erie 00Jiee TOKCHYHBIE TPOTYKTHI
Tpanchopmanmu [1-2]. Jlmsa obecmedeHus HKOI0TH-
YecKkoll 0e30MacHOCTH pPaKeTHO-KOCMHUYECKOH Jie-
ATEIBHOCTH TpeOyeTcsl MPOBEICHHUE ITOCTOSHHOTO
9KOJIOTHYECKOTO MOHUTOPUHTA Ha 0a3e BHICOKOTYB-
CTBUTEJILHBIX METOAOB aHau3a [3].

Mertonuku onpenencHus 1,1-guMeTmruapasu-
Ha B 00BEKTax OKpYXKarollel cpebl OCHOBAaHBI Ha
ra3oBoil [4-5], BbICOKOA(h(HEKTUBHOM KUAKOCTHOMN
[6-7] u nonnoii xpomarorpaduu [8-11] ¢ macc-
CIIEKTPOMETPUYECKHM,  IIaMEHHO-HOHHU3AIOH-
HBIM, a30THO-GOchOpHBIM, CHEKTPOHOTOMETPH-
YECKUM W KOHJIYKTOMETPHUYECKHM JIETEKTOPAMHU.
Ompenenenue 1,1-/IMI" MmeTomamu ra3oBoit u 00-
paieHHO-(ha30BOi KHUIKOCTHON Xpomarorpadun
TpeOyeT JepruBaTU3aliiy, TaK KaKk aHAIUT He oOa-
JIaeT NOCTAaTOYHOM XUMHUYECKOW CTOMKOCTBIO, T'H-
IpohoOHOCTHIO U HE 00ECIIEYHBACT MPUEMIIEMYIO
WHTCHCUBHOCTh CHTHAJIA.

Hcmonp30Banre HOHHONH XpoMaTorpadurcame-
POMETPHUECKUM JTOO Macc-CIIEeKTPOMETPHUYECKUM
JIETeKTHPOBAHNEM TIO3BOJISIET WUCKIFOUNUTH CTaIUI0
JIepUBaTH3aIuU U ONpeneiaTh 1,1-gumernnruapa-
3WH HalpsMYyI0, COKPaTUB MIPHU 3TOM 00IIee BpeMs
ananmza [12]. OgHako aMrIepoMeTpHIecKoe JIeTeK-
TUPOBAaHUE HE TMO3BOJIIET 00ECHEeYUTh CTaOWIIb-
HOCTh CUTHaJIa 0a30BO¥ JINHUH aHAIHMTOB, a TAKIKE
o0ecrneunTh HEOOXOOUMYIO CEJIEKTUBHOCTh OOHa-
pyxenus 1,1-mumernnruapasuna [12]. Hecmotps
Ha OUYEBHJHBIC MPEUMYIIECTBA METOAA, MPHUMEHe-
HUE JKUAKOCTHONH XpoMarorpauu B COYETAHUU C
Macc-CIIeKTPOMETPUYECKIM JETEKTHPOBAaHHEM Ha
JTAHHBIH MOMEHT BEChbMa OTPAHHYEHO JOPOTOBU3-
HOHM M CIOXHOCTBIO 000pymoBaHus. 1'a30BBIE Xpo-
Marorpagbl ¢ Macc-CIIEKTPOMETPUIECCKUM JICTEKTH-
poBanueMm (I'X-MC) meHee noporu u 6051ee IPOCTHI
B HCIIOJBb30BAaHHM, MMOJITOMY 3HAYMTENBLHO Oonee
pactpoCTpaHEeHBI B IKOJIOTHIECKHUX JTA00PATOPHUSIX.

B mnacrosimee Bpems HamOosiee MEPCHEKTHB-
HBIM METOJIOM TOJTOTOBKM MPOO TpH aHaJH3e
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00BEKTOB OKPYXKAIOIICH CPEIbl METOIOM Ta30BOM
xpomarorpaduu SIBISIETCS METoJ| TBepaodasHOn
MukposkcTpakiuu (TOMD) [13]. ['maBHBIMEH 0-
CTOMHCTBAMH JAHHOTO METOJA SIBJISIIOTCS MPOCTO-
Ta, aBTOMAaTH3MPYEMOCTh, HEBBICOKAST CTOMMOCTb,
a TaKXe OTCYTCTBHE HEOOXOTUMOCTH HCIIONH30-
BaHUSl TOKCUYHBIX OPTaHUYECKUX PACTBOPUTEICH.
Merton couetaer B cebe CTaauy dKCTPAKIHH, KOH-
LEHTPUPOBaHUS W OYHMCTKH. B paGorax [14-15]
MoKazaHa BBICOKas d(P(PEKTUBHOCTH METOIAa TBEP-
no(a3sHOW MUKPOIKCTPAKIMK ISl OIPEISIICHUS
npoaykroB Tpanchopmamum 1,1-JIMI" B o6pasmax
MoYBBI U BOoJbl. OiHAKO, MpsiMoe onpeaenenue 1,1-
AMI" metonom TOMD 3aTpyaHEHO BBUY €r0 HU3-
KO# ycToitunBocTH [14].

Wcnonp3oBanne metoma TOMD B kauecTBe Me-
TOJa MPOOOTIOATOTOBKY TIpH onpezeneHuu 1,1-am-
METWITUPA3UHA BO3MOXKHO TOJBKO MPHU BBEACHUU
CTa/INY JIepUBaTH3allii. B KauecTBe peareHToB st
nepuBatuzanuu  1,1-IMI" mpumenstor apomaru-
4yecKue ajpaeruianl [6-7], aueron [16], ankuiuzo-
tuonmanarel [17], mmoxkcans [18], 2,3-HadTumam-
kapOokcuanpaerun [19] u apyrue aHaIOTWYHBIE
coenmunenus. Peakmms 1,1-gumeTwnruapasuHa ¢
aJbJIETHIAMHU BEJIET K 00pa30BaHHUIO COOTBETCTBY-
IOIIUX THAPA30HOB, B TO BPEMs KaK B peE3yibTare
peakuuu ¢ alKUIU30THOLMAaHATaMU 00pa3yroTcs
ATKWITHOCEMHUKApOa3UIbI.

Takue (U3NKO-XMMUYCCKUE XapPAKTEPUCTHKH,
Kak TUapo()OoOHOCTD, MOJIIPHOCTH, PACTBOPHUMOCTD
B BOJIC, & TAKXKE CTOMMOCTDH JIEPUBATU3AMOHHOTO
peareHTa, OIpeNestoT BEIOOP TOTO MM UHOTO pea-
TeHTa I AepuBaTu3anui. ONTUMaTBHBIA pearcHT
Uit aepuBaruzanuu npu TOMD nomken obOpaso-
BBIBATH JIETYYHH U TUAPOPOOHBIH MpoayKT. Takxke
00s13aTeNIbHO, YTOOBI TPOYKT JCPUBATU3ALINU ObLIT
bomnee TunpodoOHBIM, YeM peareHT. B mpoTuBHOM
Clly4ae 3KCTPaKIMs MpOoJyKTa JepuBaTu3anuu Oy-
JIET TPAKTUYECKH HEBO3MOYKHA H3-3a HACHIIICHUS
HOKPBITHSL OoJiee THAPOPOOHBIM PEareHTOM, Kak
MIPaBHIIO, TOOABISIEMBIM B U30BITKE.

B cityuae tBepodazHoit MUKpPOIKCTPAKIIMK HarO0-
Jiee OAXOMSIIUM IPOTYKTOM JIEPUBATU3ALINH, IO CPAB-
HEHHIO C IPYTHMH, SBILIETCS TUMETHITHPA30H arleTo-
Ha (JIMI'A). B ommdme ot apyrux peareHToB (Ta0muia
1), IPOMYKT peakiiu areToHa u 1,1 -muMeTuimuapa3iHa
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00N1afiaeT 3HAYUTENHHO MEHBINCH MONSPHOCTBIO, YeM
1,1-mumMeTriTupasH U arleToH, YTo TO3BOJISET CelleK-
THBHO 3KCTParvpoBaTh €r0 COPOIMOHHBIM BOJOKHOM.
MeHblI11asi pacCTBOPUMOCTB B BOJZIC M OOJIbIIICE 3HAYCHUE
KoHCTaHTHI [ eHpH criocoOcTBYeET Ooriee ObICTPOMY Tiepe-
XOIy TMMETHIITHIPa30Ha alleTOHa U3 BOJHOM (ha3bl B ra-

30By10. Takke HeMaNOBKHBIM (DAKTOPOM SIBIISIETCS TO,
4TO0 (pr3MUIECcKHe CBOWCTBA IUMETWITHIPA30HA alleTOHA
OYeHb OJM3KHM K CBOWMCTBAM UMETHITHIpa3oHa (op-
MaJlb/IeTU/Ia, UL KOTOPOTo pa3paboTaHa METOJMKA BbI-
COKOYYBCTBUTE/ILHOTO KOJIUYECTBEHHOIO OIpPEIE/ICHNUs
Ha ocHOBe TOMD-I'X-MC [20].

Taonauna 1 — OU3UKO-XMMUYECKHIE XapaKTePUCTUKHU MPOAYKTOB ACpUBATH3AINH |, | -IuMeTHIruapasnHa

Koncranra
No CoenuHenue Tk, Log Tenpn PactBOpHUMOCTH
- (peareHT/IPOAYKT peaKInu) °C Kow S /M(’)HB B BOJIE, MI'/JI

| AleToH 448 | -0,24 3,50x107 220000
JumeruniirugpazoHaneToHa 99,7 | 1,56 7,80x107 5466

’ OTUIN30THOLAHAT 131,5 | 1,47 4,13x1073 7022
1,1-Jlumetun-4-3TuaTuoceMmuKapoasu 226,7 | -0,44 9,27x10” 92700
n-Hutpobenzanpaerun 2704 | 1,56 5,30x10°® 1422

3 | L1-luvernnrnapason 2997 | 143 | 1.42x10°% 1152
I-HUTPOOEH3aJIbIET U 1a
CalMuuIoBbIAAIBAET U 239,41 1,81 1,76x10°¢ 10700

4 | LI-uvernaruapason 2718 | 2,14 | 3,74x10°'° 3435
TUIPOKCUOCH3abIeT 1A

Lenpto nmanHOW paboThl OBLTO pa3paboTarh
METOJIMKY JKCIpPEeCCHOro ompeaeneHus 1,1-gume-
TWITHApPA3WHA B 00pa3iax BOIbI HA OCHOBE TBEp-
no(hazHOW MHKPOIKCTPAKIUH C MpeIBapUTEIbHOM
JlepuBaTU3aIuen.

IKCHepUMEHT

Mamepuansl u peazenmol:

1,1-Aumerunrunpaszun (98%, Sigma-Aldrich,
I'epmanus), ameton (x4, JlaGxmmmpom, Kazax-
CTaH), coyisiHas kuciorta (uma, Peaxum, Poccus),
rugpokcua kanms (uga, Peakrtus, Pocewnst), ykcyc-
Hasl KHCJOTa (JeasHas, x4, Poccus), nucTunupo-
BaHHAs BOJA.

Cranpmaptueiii pactBop 1,1-auMermnrunpasu-
Ha B Bojie ¢ KoHIleHTpanuei 1,00 Mr/mi roToBuiy,
BHOCS 64 mxn (50 mr) 1,1-mumermnruapasuHa B
MEpHYIO KOJIOy BMECTUMOCTBIO 50 MII, comepika-
mryo 10 M1 gucTripoBanHO#i Bombl. Comepxku-
MO€ KOJIOBI MEepPeMENIUBAIIU, JOBOIWIA OOBEM JIO
METKH JUCTUUIMPOBAHHOW BOJIOM, IUIOTHO 3aKphbI-
BaJIM IJIACTUKOBOW MPOOKOW M XpaHWIHM B XOJO-
nunbHUKe npu 2-5 °C.

JlepuBaTu3aiuio MPOBOAIINA B MPEABAPUTEITH-
HO KOHJHWIIMOHMPOBAHHBIX BHalax oObemMoMm 20
MJI C MATHUTHBIMU KPBIIIKAMHU ¥ TIPOKJIAIKaMU U3
tedona/cumkona (CTCAnalytics, IlIBeitmapust),
BBO/IA M30BITOK aleTOHA B CTAaHJAPTHBIA PacTBOP

I,1-qmumerunruapa3una, ¢ MOCIEAYIOUIUM Tepe-
MEIIMBaHWEM Ha MarHuTHoi Memanke [13-6100
(Poccwmst) B Teuenune BRIOpaHHOTO BpeMeHH. Jlaree B
ra3oByto (aszy HaJ 0Opa3oM MpU MOMOLIH PyYHO-
ro gepxarens BojokHa (Supelco, CIIIA) BBoammu
BBIOpaHHOE IKCTPAKIIMOHHOE IMOKPBITHE. 3aTeM TI0-
KpBITHE OOHAXKaJHM U BBIACPKUBAJIN B TEUCHHE BbI-
OpaHHOTO BPEMCHH YKCTPAKITHH.

Iloce 3aBepiieHHsT SKCTPAKIHUM TMOKPBITHE
yOupanu B 3alIUTHYIO WINy, U3BJIECKAJIU U3 BUAJIBI
W BBOJWJIM B YCTPOMCTBO JAJIsi BBOJA MPOOBI ra3o-
BOro xpomarorpaga ¢ Macc-CIeKTPOMETPHUYECKUM
nerekropoMm 6890N/5973N (Agilent, CLIHA) npu
temneparype 220 °C 6e3 neneHus motoka. Paznene-
Hue npoBonuian Ha kKoigonke DB-WAXetr (Agilent,
CIIA) nymHO# 60 M, BHYTpeHHHM JuaMeTpoM 250
MKM ¥ TONIIAHOHN TUTeHKH 0,5 MKM, TIPH TTOCTOSH-
HOM TIOTOKe renusi Mapku «A» (OpenOypr, Poccust)
1,0 m/munH. TemmepaTypy TepMocTaTa KOJOHKH
nporpammupoBasin oT 40 °C (Bbraepxkka 10 MuH)
o 100 °C (Beimepkka 5 MHH) MPU CKOPOCTH Ha-
rpeBa 10 °C/muH. JleTeKTHpOBaHHE MPOBOIMIU B
pe’KuMe MOHMUTOpHMHTA BbIOpaHHOro noHa (SIM) c
MaccoBbIM uuciioM m/z 100 (MoneKyasIpHBIA HOH
JUMETWITHIPA30Ha aueToHa). Temmeparypsl HH-
Tepdeiica, ncToyHNKa MOHOB M KBajapymnoias MCJ]
coctasisuiu 240, 230 1 150 °C, coOOTBETCTBEHHO.

B xome pa3paboTku METOMUKH OBIITH ONITUMHU3H-
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poBaHbI cienyrouue napamerpel TOMDO:

- COCTaB DKCTPAKIIMOHHOTO TIOKPBITHSI;

- KOHLGHTpaUus JepUBaTU3aMOHHOIO pearcH-
Ta;

- BpeMmsl JIcpUBaTH3alINH;

- BpeMs IKCTPAKIINY;

- 1o0aBKa KHCJIOT U IIeJIoueH;

- no0aBIIeHUE COMH.

Bb10op onTUMAaNBHOIO

IKCTPAKIMOHHOTO MOKPHITHS

g onpeneneHusl BIUSHUS COCTaBa IKCTPAK-
IIMOHHOTO TOKpBITUA obOpazen 1,1-AMI" koHIeH-
tparuenr 100 mr/im u oosemom 5,00 M1 momemaim
B TPU MPEABAPUTEIBHO KOHIWIMOHUPOBAHHbIE
BHAJIbI, TOCIE Yero BHOCWIM 50 MK alleToHa, rep-
METHYHO 3aKpBIBAIM KPBIIIKAMH, COICPKHUMOE
MepeMelIBalii Ha MAarHUTHON MeIIajke B Teue-
HUe 15 MHUH W 3KCTparupoBald MPU KOMHATHOU
TEeMIepaType B Te4eHHue 1 MUH MPHU MOMOIIH Tpex
pa3nuuHbIX MOKpbITHI: 100 MKM MONMAMMETUIICH-
mokcas (IIIMC), 85 mxm Kapooxkcen/IIAMC (Kap/
NAMC) u NAMC/ausuaunoenzon (IIAMC/IBB)
(Supelco, CIIIA).

OnrTumMu3zanus

KOHI[EHTPALMHU ALeTOHA

Jl1s mpoBeIeHNsT DKCTIEPUMEHTA B BOCEMb BHAI
BHOCHH 5,00 Mt pactBopa 1,1-JIMI" ¢ koHtIeHTpa-
e 100 mr/n. Jlanee B KaXIyr0 BHaly BHOCHIIH
3,2-633 MKJI ameToHa, 9TO COOTBETCTBYET €T0 KOH-
uenTparuu 0,5-100 mr/Mi. 3aTeM Bce BUAIIBI TepMe-
TUYHO 3aKPBIBAJIH, COACPKIMOE TIepEMEIINBAIH Ha
MarHUTHOW MeENIaJIKe B Te€UeHHe 15 MUH U dKCTpa-
THPOBAJIM MIPH KOMHATHOM TeMIeparype B TeYeHUE
1 My npu nomoury nmokpeITust 100 mxm TTJIMC.

OnTuMu3anus BpeMeHH peakiuu

B nare Buan Baocunu mo 5,00 mur pactBopa
1,1-IMI" xormentpanuer 100 Mr/m. 3atem B mep-
BYyI0 Buaity BHocwid 190 MK aneToHa, Buaiy rep-
METHYHO 3aKPBIBAJM KPBIIIKOH U TepeMeIInBain
Ha MAarHUTHOM MeIllaJIke B TeUeHHE | MHUH MPH KOM-
HATHOM TeMIiepaType ¢ TOCIeAYIOel IKCTPAKIIU-
et 100 mxm [TAMC B Teuenue 1 mun. Jlanmee mpo-
Leypy MOBTOPSUIM IIPH BpeMeHaX IepeMelIBaHUS
5, 10, 30 u 60 mMuH.

H3yuyenune BIUAHUA 100aBOK

KHCJIOT U 1ie104ei
B yetsipe Buanel BHOcUaU no 5,00 mi pacTBo-
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pa 1,1-AIMI" xonuentpanuer 100 mr/a u 190 mMxa
areToHa. 3areM B TIEPBYIO BHATy BHOCWIH 10 MK
IM consiHON KHUCHOTHI, BO BTopyto —10 mMxi1 1M yk-
CYCHOH KUCIOTHI, a B TpeTbto — 10 mxan 1M KOH. B
YeTBEPTYIO BUAITYy J0OOABOK HE BHOCWIIN (KOHTPOJIb-
HBId 00pasen). [lomyueHnble 00pa3mbl mepemMenIn-
BaJM Ha MarHUTHOM Memranke B TedeHue 10 MuH
IIpU KOMHAaTHOM TeMmmepaType, MOocjae Yero IKCTpa-
rupoBasn 100 mxm [IJIMC B Teuenue 1 MuH.

OnTumu3anus 100aBKH COJIH

B mects Buan BHocuiu 5,00 M pactsopa 1,1-
JMI xornenTpanumeit 100 mr/m u 190 MKt arteToHa.
Buanel repMeTHUHO 3aKpBIBAN KPBIIITKAMU U IIepe-
MCIINBAJIM Ha MarHUTHOW MeIIajke B TeUyeHHe 15
MUH TIpU KOMHAaTHOHW Temrieparype. llepen mpose-
JICHUEM DKCTPAKIUHU B BUAJbl BHOCUIU PA3IUYHOE
koimuectBo NaCl: 0,15; 0,35; 0,75; 1.25u 1,75 .
CopaepxumMoe BUAJIbI BCTPSXUBAIH JI0 TTOTHOTO pac-
TBOpEeHUS cor 1 dKcTparupoBanu 100 mxm [TJIMC
B TeueHue 1 MuH.

OnTuMu3anus BpeMeHu IKCTPAKIUU

B 12 Buan Baocunu no 5,00 mn pacrtsopa 1,1-
JIMI konnentpanueit 100 mr/im u 190 M1 arieToHa.
CozaepxumMoe BUaj NMEPEMEIINBAIN Ha MarHUTHOU
MeIlIaJIKe B TeUeHue 15 MUH, TOCIIe Yero CoaepKu-
MO€ MEPBBIX MIECTU BUaJ dKcTparupoBain 100 MM
IIJIMC B teuenue 30; 60; 120; 180; 300 u 600 ce-
KyHJ. B ocTtaBmmecs mects Buaja BHOCHIH 1o 1,75
r NaCl, mocrie 4ero coiepKuMoe 3KCTparupoBajin B
tegerne 30; 60; 120; 180; 300 u 600 cexyH.

Pacuer npenena odoHapy:keHus

W MOTPeHOCTH

IIpenen obmapyxenmst 1,1-JIMI" mo pa3pabo-
TaHHOW METOJUKE OMNpEeNesuId IO pe3ylbTaraM
aHajuM3a KaJuOpOBOYHOIO pacTBOpa ¢ MUHUMAIIb-
HoU koHueHTpanueit 1,1-IMI" (0,1 mr/n) ¢ ucronb-
30BaHMEM OTHOILICHMS CUTHAJIIYM, KOTOpPOE CO-
craBwiio 25:1. [Ist JaHHON METOIUKU MPUEMIIEMOE
COOTHOLIEHUE CUTHAJL:LIIYM COCTaBisieT 5:1, 94To co-
OTBETCTBYET npenery ooHapyxkerust 0,02 mr/im.

Onpenenenne mnokasareiaeil BOCIPOU3BOAMMO-
CTM M TOYHOCTH Pa3pabOTaHHOM METOOUKH IIPO-
BOJIWJIM COIIaCHO CTaHJapTHOMY merony [21], uc-
HoJb3yst 00pasupl A oueHuBanua. OOpas3ubl is
OIICHMBAaHUSl TOTOBMJIM HEMOCPEACTBEHHO Mepes
aHanau3aMu, pactBopsisi udcteii 1,1-IMIT B aumc-
TWIIMpoBaHHOU Bojie. IlorpemHocTs KOHIEHTpa-
Uil 00pa3loB sl OLCHUBAHMS PACCUUTHIBAIIM,
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ucnoinb3yst uucrory 1,1-JIMI,, norpemHocTy Beeit
HCIIOJIB30BAHHONM MEpHOHM mnocyasl U BecoB. Kon-
LEHTpaury 00pa3LoB AJIsl OLCHUBAHHS COCTABIISIIHN
0,472+0,011; 4,72+0,11 u 51,5+1,2 mr/m.

Pe3ynbTaTthl u 00cyKaeHne

Bvibop onmumanvno2o >3KCmMpakyuoHHo2o no-
Kpblmus

CormacHO MOJTy4eHHBIM JJaHHBIM (PUCYHOK 1),
nokpeiTrie 100 mxm I1/IMC obecneunBaer Ham-
Oonbinyto 3¢ dexruBHOCTh SKCTpakiuu JIMI'A. D1o

1,4
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MOYKHO OOBSCHUTH MEHBIIIUM CPOJICTBOM ITOKPBITHS
Ha ocaoBe [IJIMC k armerony 3a cueT 6ojiee BBICO-
KO TUAPOPOOHOCTH JaHHOTO BOJIOKHA. [TOKpHITHS
ancopommonnoro Tuna (Kap/ITIJIMC u I1IMC/
JIBB) ObICTpO HACBIIIAIOTCS aleTOHOM, KOHIICH-
TpaIuyd KOTOPOTO B 00pasme W Ta3oBoi (aze Haj
HUM OY€Hb BEJIHKH, YTO MPEISATCTBYET IKCTPAKIINU
npoaykra aepusaruzauuu. BomokHo u3 100 Mxm
[IIMC siBnsieTcss HauMEHEEe CEJICKTHBHBIM IO OT-
HOIIIEHUIO K alleTOHY, YTO SIBIISIETCS HEOOXOIMMBIM
KPUTEPUEM IPH BHIOOPE ONTHMAILHOIO BOJIOKHA.

T
NAMC 100 mkm

Kap/MaMC

T
NnamMc/aes

CocTaB aKCTPakKLUMOHHOMO BOMOKHA

Bpewmst peaknun 15 MuH, BpeMs okcTpakimu | muH, Temneparypa 25 °C

Pucynok 1 — Brusiare cocTaBa SKCTPaKIIMOHHOTO TOKPHITHS HA OTKIHK JIMI'A

Takum 00pa3zom, Mo pesynbTaraM AaHHOTO JKC-
[IEPUMEHTA YCTAHOBJIEHO, YTO MOKpbITHE 100 MKM
NAMC sBnsiercst HauOosiee 3((HEKTUBHBIM ISt
TBepaodazHoi MuUKposKkcTpakuuu JJMIA.

Onmumuzayus KOHYeHmpayuu ayemona

Jliist mocTrykeHust HanOOJbIIel YyBCTBUTEIBHO-
CTH, TIPEIM3NOHHOCTH M TOYHOCTH METOIUKH peax-
us JepUBaTH3AlMU JO0JDKHA MPOTEKaTh HauOoee
noiHo. Peakmus B3ammopeiicTeus 1,1-mumernnru-
Jpa3vHa C aneToHoM obpatuMas (pucyHok 2). Ee

H,C CH,
/
>:O + H2N—N\
H,;C CH,

HCO6XOI[I/IMO IMPOBOAMTL B BOAC, KOTOPAs ABJISACTCA
OJTHMM M3 TMPOAYKTOB PEAKIMU. ITO MOXKET MpUBeE-
CTH K YBEJIHYCHHIO CKOPOCTH OOpAaTHOM peakiuu
W yYMEHBIIUTH BBIXOJ IEJIeBOTO mpoaykra. Cme-
CTUTb PaBHOBECHEC BIIPAaBO BO3MOXXHO YBCIMYCHU-
€M KOHIIEHTpanuu arneToHa. OIHAKO yBeIHUYEHHE
KOHIIEHTPAIUN alleTOHA MPUBOAUT K YMCHBIICHUIO
MOJIIPHOCTH PAaCcTBOPA, MOXKET YBEJIIMYUTH PACTBO-
PUMOCTB MPOIYKTa PEaKIIUU U CHU3UTE d(PPEKTHB-
HOCTh TOMD.

\
H,C

Pucynok 2 — Peakuus 1,1-nuMeTwiiryapasyuta ¢ alileTOHOM
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Lenbro 1aHHOTO SKCTIEpUMEHTa OBIIIO YCTAaHOBUTH
BIIMSIHUE KOHIICHTPAIINH arleToHa Ha oTKIMK JJIMIA.

ConnacHo TOMYYEeHHBIM JIaHHBIM (PUCYHOK 3),
miomaab nuka JIMI'A Bo3pacTaer ¢ yBeIuYeHUEM
KOHIICHTPALIUK alleTOHA, TMPOXOAsl 4Yepe3 MAaKCH-
MyM Tipu 30 MI/MJI C TIOCIIETYIOIINM CHIYKCHHUEM.
VYMmenbiienne otkinka JIMIA MOXHO 0OBSICHUTH
Kak yBenuueHueM pactBopumoctd JMI'A, Ttak u
HACBIIICHUEM TTOKPBITHS areToHoM. Ha ocHOBaHuM
PE3YIBTATOB HKCIIEPUMEHTA OB CJIeNIaH BBIBOJ, YTO
ONTUMAaJIbHASI KOHIIEHTPAITHUS alleTOHA MIPHU OTpeie-
nenuu 1,1-JIMI" B Boe metogom TOMD cocrapns-
et 30 Mr/mi, 9To COOTBETCTBYeT HobaBke 190 Mx
areToHa K 5 mu1 o0pasiia BOJibI.

4,0

1.0

Mnowapas nuka AMrA, y.e., x10°
.
(=]
L

0,54

0.0

T T T T T T T 1

T T T
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KoHueHTpauus aueToHa, mr/mn

Bpewms peaxmuu 15 mun, nokpertue 100 mxm ITJIMC,
BpeMmst 9KcTpakimu | MuH, Temmeparypa 25 °C

Pucynok 3 — 3aBucumocts otkiuka JMI'A
OT KOHLEHTPAINHU alleTOHa B pacTBOPE

OnTuMH3anus BpeMeHH PeaKInu

OIHMM M3 BOKHBIX MMApaMETPOB PEaKIUH JICPH-
BaTH3aIMH SIBJISICTCS BpEMS IOCTHKEHHUS PAaBHOBECHSI.
C yBenm4ueHneM BpeMeHH PeaKIiH, KaK MPaBIIIO, BbI-
X071 TIpoyKTa Bo3pactaeT. OfHAKO MPH BBICOKOH pe-
aKIMOHHON CIOCOOHOCTH TIPOAYKTA JIePHBATH3AINI
BO3MOYKHO ITPOTEKAHUE MOCIIEA0BATENbHBIX PEAKIHH,
TIPUBOISIINX K YMEHBIIICHHIO KOHIIGHTPAIIUH JISPUBa-
Tu3ara. JI7s HaIe)KHOCTH pa3pabaTbIBaeMOi METOIH-
K{ KOHIIGHTPALIUs TIPOIYKTa JIPUBATH3AIMHA JIOJDKHA
OBITH CTAOMIILHOM TTOCIIE TOCTHYKESHISI PABHOBECHSI.

Lenpto nanHoro srama paboTel ObLIO Ompese-
JUTHh BIWSHUE BPEMEHH PEaKIWU JepUBATU3AINN
Ha oTkiuk JJMI'A.

CormacHO TOYYeHHBIM JaHHBIM (PHCYHOK 4),
OTKJIMK JAMMETHITHUAPA30HA AlleTOHA MPH KOHIICH-
Tparnuu aneroHa 30 Mr/mMi MpakTUYECKH HE 3aBH-
CUT OT MPOJNODKUTEILHOCTH PEaKIUK B H3y4eH-
HOM BpeMEHHOM MHTepBasie. HeGonpimoil nogbem
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OTKIIMKa HaOmomaeTcss B mpoMexkyTtke 1-10 muH.
ITomy4ueHHbIe PE3yabTATHl CBUAETEIBCTBYIOT O TOM,
YTO peakuus ACpUBATU3ALMMU IPOTEKAET BECbMa
OBICTPO, a 0OpAa3YIOMIUICS MPOMYKT OOJIATaeT M0-
CTAaTOYHOM CTOMKOCTBIO. J[JI1 AOCTMKEHUS MaKCH-
MaJIbHO TOYHBIX PE3YJIbTATOB MUHUMAJIBHOE BpEMs
peaKIuu T0KHO COCTaBIATh 10 MuUH.

4,0

3 //f "

3,04

MNnowane nuka AMrA, y.e., x10°

0-“ T T T T T T T T T T T T 1
0 5 10 15 20 25 30 35 40 45 50 55 60 65

Bpemsi peakumu, MuH

Konnenrpanus anerona 30 mr/mii, copOLMOHHOE
BosiokHO [IJIMC 100 MKM, BpeMst SKCTpakiuu 1 MuH,
Temmeparypa 25 °C

PucyHok 4 — 3aBUCUMOCTb OTKJIMKA
TUMETIITHIPa30Ha alleTOHA OT BPEMEHHU PEaKITIH
1,1-nuMeTunruapasuHa u aleToHa

H3yuyenne BausiHUA 100aABOK

KHUCJIOT U 1IeJio4eit

3nayeHue pH sBusieTcss OIHUM U3 ONpeaess-
IONINX MapaMeTpoB NpU MPOBEACHUH MHOTHX pe-
aKIMM KaKk HEOPraHWYECKUX, TAaK U OPTraHMYECKUX
coequHeHuit. ITpu sToM peareHThl, UCIIOJIb3yeMble
B KaueCTBE peryiaropa 3HaueHus pH, He HOIKHBI
BCTYIIaTh B PEAKIIHIO C OTPEIEIISIeMbIM BEIIIECTBOM
BO W30€XKaHWE WCKAKEHHS PE3ylbTaToOB aHaJH3a.
CoracHO YpaBHEHHUIO DPEAKUUU B3aUMOJCHCTBUSA
1,1-IMI ¢ amleToHOM, KOHIIEHTPAIHSI HOHOB BOJIO-
polla HEe JOJKHA OKa3bIBaTh MPSMOIO BIUSHUS Ha
peaknmro. Ognako 1,1-/IMI" oGmamaeT 0CHOBHBIMH
CBO¥CTBaMH, a ero popMa B pacTBOPE 3aBUCUT OT
pH cpensbl. B xucio# cpeie oH HaX0UTCS B IPOTO-
HUPOBaHHON HOHHOW opMe, a B IIIEJIOYHOH — B MO-
nexynspHoi. Kak cienyer u3 ypaBHeHHs pPeaKIluu,
UMEHHO MoJekynspHas ¢opma 1,1-JIMI" pearupy-
€T C allETOHOM, OJTHAKO TOYHBIA MEXaHU3M JaHHOU
peaxium Bce erie He ycTraHosleH. Llenpio mranHoro
JKCIEPUMEHTA OBLJIO YCTAHOBHUTH BIIUSHUE JI0OABOK
KHUCJIOT U Ienodeii Ha oTkiauk JIMTA.
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CormnacHO TOJNyYEHHBIM pe3yibTaraMm (pucy-
HOK 5), moOaBiieHHE BCEX H3y4YEHHBIX PEareHTOB
MIPUBEIO K PE3KOMY CHUXEHUIO OoTkiauka JJMIA.
Ho6asnenne KOH mpuBeno kK yMEHBIIEHHIO OT-
kinuka [IMI'A noutu B JBa pa3a MO CpaBHEHMIO C
KOHTPOJBHBIM 00pa3iioM. JloOaBieHNE CONISTHON W
YKCYCHOM KHCIJIOT TIPUBEJIO K ele OoJbIleMy CHHU-
»keHuto otkiauka JIMI'A.

CHmxenne otkiimka JIMIA moxer ObITh BbI-
3BaHO xumuueckou aecrpykuueit 1,1-IMI" B xozxe
MPOTEKaHUsI KOHKYPHUPYIOIIUX PEaKIHi, a Takxke
3aMeJVIEHUEM PEaKliiu €ro B3auMOAEHCTBUS C alle-
TOHOM, BBI3BaHHBIM NpoTOHUpOBaHueM 1,1-JIMI" u
MEPEX0IOM €T0 B HOHHYIO opMy.

4,5
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Konnenrpanus anerona 30 Mr/mii, BpeMsi peakiuu
10 muH, nokpeitue 100 mxm ITIIMC,
BpeMs OKCTpakiuu | MuH, Temneparypa 25 °C

Pucynok 5 — Binstnue 100aBKH KUCIIOT U IIesI04eit
Ha oTkiuk JIMI'A

Takum oOpaszom, mobOaBlIeHWE CHIBHBIX U
CIa0BbIX KUCIOT M IIEJIOYeH MPUBOIUT K CHIKE-
HUIO oTKJIIMKa JIMI'A, 9TO MOKET OBITh BBI3BAHO
kak npectpykuuei 1,1-JAMI, Tak U CHUKEHHEM
CKOPOCTH peaxknuu nepuBatuzanuu. JloOasie-
HHE KHUCJIOT U OCHOBAHUH IIpyu nNpoBE€ACHUU [C-
puBatuzanuu 1,l-IuMeTUATHAPA3HHA alleTOHOM
ABJISACTCA HCXKCIIATCIIbHBIM.

OnTumusanus 100aBKHU COJIH

Kaxk n3BectHoO, no0aBieHre CUIILHOTO 3JIEKTPO-
auTa K oOpasily BOIBI IO3BOJSET CYIIECTBEHHO
yBennuuTh dppexTuBHocT TOMD. Haubomnbie-
ro a¢ddexra BO3SMOXKHO TOOUTHCS IS TOJSPHBIX
BEIIECTB, 0Opa3yIolIUX C BOAOH CHIIBHBIC BOJO-
ponHbIe CBsI3H. B KauecTBe 100aBIsieMOi COH, KakK
MPaBUIIO, UCTIONIB3YIOT XJIOPH] HATPHSL.

CornacHO TOJyYEHHBIM JaHHBIM (PHCYHOK 6),
nobasienue 1,2-1,75 r NaCl npuBesio K HOYTH TIST-
HAALIATUKPATHOMY YBeIMUYeHHIO OTKiInka JIMIA
[I0 CPAaBHEHMIO C KOHTPOJBHBIM oOpasuom. Ilpu
nobasneHnn conu B konmuectBe 0,75 T U MEHbLIe
yBEJIMYEHHE OTKJIMKA HaXOAWIOCh B IIpefesax Io-
TPEIIHOCTH METO/A.

Takum oOpa3zom, Ho pe3ynbraraM AaHHOTO
JKCIIEpUMEHTA OBbUI CJeJIaH BBIBOJ O TOM, YTO
s yBenuueHus s¢ppextuBHoctn TOMD k 06-
pasily mocie JepuBaTH3alUu HEOOXOIUMO J0-
6aBnate 1,75 r NaCl, 9To cooTBeTcTByeT pac-
TBOPUMOCTH JIaHHOW COJIHU.
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Konnentpanus anerona 30 mr/mi, Bpems peakuuu 10
MuH, copobrronnoe nmokperrre 100 mxm ITIMC, Bpems
skcTpakiuu | MuH, Temneparypa 25 °C; conb NaCl

Pucynok 6 — Bnusane no6aBkuconu Ha otk JJMTA

OnTuMH3aIUs BpeMEHH IKCTPAKIUH

CornacHo MOJTyYEHHBIM pe3yibraTaM (PUCYHOK
7), yBeNIM4eHNE BPEMEHH SKCTPAKIMH 13 00pa3IoB
0e3 100aBKU COJIM MPUBEJIO K YBEIUUYCHUIO OTKIIHKA
JAMI'A B niepbie 120 ¢, mocie 4ero HaGIIOIATOCH
HE3HAYUTEIPHOE CHIDKCHHE OTKJIMKA aHamnuTa (B
npenesax MmorpenrHoCcTH).

YBenu4eHne BpEeMEHHU IKCTPaKIMU U3 00pas-
OB C J00ABKOW COJM TPHUBEJIO K YBEIUYCHHIO
otkinka JIMI'A B nepsbie 120 c, mociie yero Ha-
omoganock cHmkeHue otkinka JIMI'A 1 BeIxoa Ha
maTo npu BpemeHu skctpakuuu 180 c¢. CHukeHue
orknuka JIMI'A MOXHO OOBSCHUTH YCHUJICHUEM
KOHKYPEHLUU 32 MECTO B MOKPBITUU C allETOHOM,
KOHIICHTpAIHsI KOTOPOTO B Ta30BOH (haze mocie
JI0OABIICHHUSI COJIM TaKXKE PE3KO yBenuumiack. He-
Oompitoe cHIkKeHHE oTKiInka JIMI'A mpu yBenu-
YeHHH BpeMeHH dKcTpakiuu >180 ¢ B obpasuax
06e3 100aBKU CONM TaKKe€ MOXKET OBITh BBI3BAHO
koHKypenuuei IMI'A u anerona.
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Konuenrpanus anerona 30 Mr/mii, Bpemsi peakiunu
10 MuH, COpPOITOHHOE TTOKPBITHE
100 mxm ITJIMC, Temneparypa 25 °C;
1 — ¢ nooasnenuem NaCl; 2 — 6e3 mobasienust NaCl

Pucynok 7 — Pe3ynbrarsl S5KCiepuMeHTa
OTIPEICTICHUIO ONITUMAIBHOTO BPEMEHH
9KCTPaKINU

Taxum 00pazoM, ONTHMaIbLHOE BPEMs IKCTpaK-
unn JIMI'A o pesynbraTam 3KCIIEpUMEHTa COCTa-
BrjI0 2 MuH. OfHaKO HEOOXOAMMO YYHUTHIBATh, YTO
koHKypeHts [IMI'A u ameTroHa 3a MECTO B JKC-
TPAKIIMOHHOM TMOKPBITUM MOXET HETraTUBHO CKa-
3aThCsl HA TOYHOCTH U MIPEIIM3HOHHOCTH METOIUKH.

[Tonyuenue rpaayupoBOYHBIX I'pa(UKOB 3aBH-
CUMOCTH OTKJIMKA JUMETWITHAPA30HA alleTOHa OT
KOHIIeHTpanuu 1,1-guMerunruapazuna

Hns xonmuuectBeHHoro onpeaencuus 1,1-AMIT
MetonoM TOMDO-I'X-MC 06wt BEIOpaH Hambosee
MIPOCTON METOJ] BHEIIHETO cTaHnapra. JJanueiii me-
TOm TpeOyeT MONMydYeHHUs ITUHEHHBIX KaauOpOBOY-
HBIX 3aBUCHUMOCTEH IJIOMIAIN MHUKA OT KOHIECHTpa-
IIUU aHAJNTA.

CornacHo TOTy4YEHHBIM JaHHBIM (PUCYHOK 8),
npu 100aBKe COJIM B aHAJU3UPyeMble KaauOpoBOU-
Hble 00pa3Iibl IMHEWHOCTh KaTMOPOBKH HE HAOIIO-
nanack. CorlacHO NOJYYEHHOM 3aBUCHMOCTH, C
yMeHblIeHueM KoHueHTpauuu JIMI'A cHuxkanace
3 PEKTUBHOCTD €r0 IKCTPAKIIUU. ITO MOXKET OBITh
BBI3BAHO YCHJICHWEM KOHKYPEHIIHH 33 MECTO B TIO-
KPBITHH MEXIY alleTOHOM U MPOIYKTOM JI€PUBATH-
3anuu JIMI'A, olHaKo To4YHas MPUYMHA JIAHHOTO
SIBJICHUS] HEN3BECTHA.

KanmubpoBodHasi 3aBUCHMOCTh TUTIOMIAIU TTHKA
JIMTIA ot xonuenrpanuu 1,1-JIMI" 6e3 mobasie-
HUsL conu (pUCYHOK 9) o0nasaeT OTIUYHON JTHHEH-
HOCTBIO (Tabmmia 3 2) 1 MOXKET OBITh UCTIONB30BaHa
JUIS1 KOM4ecTBeHHOro onpeaenenus 1,1-JAMI.
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Pacuer npenesia o0Hapy:keHus

U MOTPENIHOCTH

[Ipenen obnapyxenust 1,1-/IMI" mo paspabo-
TaHHOW METOTUKE OTpPENesUIM IO pe3ylbTaraM
aHaJM3a KaauOpOBOYHOTO PacTBOpa ¢ MUHHMAIlb-
HO# KoHTIeHTpanuei 1,1-JAMI (0,1 Mr/ir) ¢ ucmosnb-
30BaHHEM OTHOIIEHHUS CUTHALIIYM, KOTOpPOE CO-
craBuiio 25:1. JIns naHHON METOIUKU MPUEMIIEMOE
COOTHOIIIEHHE CUTHAJI:IITYM cOCTaBiseT 5:1, 4To co-
OTBETCTBYET rnpejneiny ooHapykeHwust 0,02 mr/i.
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Taoauna 2 — XapakTepuCcTUKA KATHOPOBOYHOW 3aBUCUMOCTH Intomany muka JIMI'A ot xoHtenTpanuu 1,1-1ume-

TUITHAPA3UHA B 00pa3iie BOIbI

[TapameTp 3HaueHune
Kooduuuent annpokcumaryu R? 0,9994
TaHreHc yria HakJoOHa, J1/MT 0,3977+0,0024
Jlnana3oH KOHUEHTpaLUl, MI/J 0,1-100
Yucno napasieabHbIX U3MEPEHU 3

Omnpenenenue nokasareieil BOCIpPOU3BOIUMO-
CTH W TOYHOCTH pa3pabOTaHHOW METONWKH TpO-
BOAWJIM COTJIACHO CTaHAapTHOMY MeTony [21], uc-
MOJIB3ys 00pasIel TS oneHUBaHus. OOpasbl s
OIIGHWBAHUS TOTOBMUJIM HEMOCPEACTBEHHO TMepes
aHanm3aMmu, pactBopsisi uucteid 1,1-JIMI" B nuc-
TWITMpOBaHHOM Boze. IlorpemHocTs KOHIIEHTpa-
uuii 00pas3loB A OLECHUBAHMS PACCUUTHIBAIIY,
ucnoas3ys uuctory 1,1-JIMI,, morpemHocTu Bcei

HCIOJIb30BAHHOM MepHOW mocyasl U BecoB. KoH-
[EHTPAIMU 00Pa3IoB ISl OIIEHUBAHUS COCTABIISLTH
0,472+0,011; 4,72+0,11 u 51,5+1,2 mr/m.

CoracHO TIONMYYeHHBIM JaHHBIM (Tabnwma 3),
MOKa3areidh BOCIPOU3BOAUMOCTA METOAWKH BO
BCEM [[MAla30HE KOHIIEHTPAllMid HE MPEeBBIIIACT
7%, a TokazaTenb TOYHOCTH — 15%, uTo sBIISeTCS
OTJIMYHBIM TIOKa3aTelieM TPU OIMPEICIICHUU Majlo-
ycroiuusoro 1,1-JIMI.

Taoauna 3 — ITokazaTenu BOCIPON3BOAMMOCTH ¥ TOYHOCTH pa3padOTaHHON METOANKA aHalu3a

IMoxmanason C (00), [Tokazaresnpb [Tokazaresnpb
KoHIeHTpaIHi, M/ e/ BOCTIPOU3BOJIUMOCTH METOJIUKU | TOUHOCTH METOJIUKH
’ ananuza B Buje CKO, ar (%) aHanu3a, A (%)
0,10-1,00 0,472 0,032 (6,9) 0,068 (14,4)
1,00-10,0 4,720 0,123 (2,6) 0,286 (6,1)
10,0-100 51,5 1,520 (2,9) 3,4 (6,6)

Anpodauus U aBTOMATU3ALUSI METOTUKHU

Mertonuka Obljia YCIIENTHO anpoOupoBaHa Ha Ta-
30BOM Xpomarorpade ¢ Macc-CreKTPOMETPUICCKUM
nerekropom 6890N/5975C (Agilent, CIIA), ocHa-
mennoM asrocamriepom HT280T (HTA, Urtanus),
pacnonoxxeHHOM B MIHCTUTYTE CyneOHOM SKCTIepTH-
3l IO T. AsMarbl. B MONMHOCTBIO aBTOMAaTHYE€CKOM
peKHMME TOJydeHa JMHEWHash KaauOpOBOYHAs 3a-
BHCHMOCTh C KOA(D(PHUIIMEHTOM aIpOKCHMAIIHH
0,9995. EnuncTBeHHOM cTanuel, KoTopast He Oblia
aBTOMATU3WPOBaHa, SIBISIETCS T00ABICHNE alleTOHA.
OjiHaKo aBTOMATHU3aIUs JAHHON CTa MK TaKkKe BO3-
MOJKHA C MCIIOJIb30BAHUEM COBPEMEHHBIX aBTOCaM-
rwiepoB tuna Gerstel MPS Dual Head (I'epmanus).

3akiIroueHue

Takum 00pa3zoM, B pe3yiabraTe MPOBEICHHBIX
JKCIIEPUMEHTOB YCTAHOBJICHO CJIEAYIOLIEE:

1) sxcrpakumonHoe nokpeitre 100 mxm [TAMC
oOecrieunBaeT Harbosee YPPEKTUBHYIO IKCTPAKITHIO
JIMTI'A 13 00pas1ioB BOJIbI [TOCTIC JCPUBATH3AIINY;

2) yBenu4YeHUE KOHLEHTPALUHU aleToHa B AWa-
nazone 0,5-30 Mr/MJ IPUBOAUT K YBEJINYCHUIO OT-

kiuka JIMI'A. OntuManbsHas KOHIIGHTPAIUS aleTo-
Ha cocrasisieT 30 Mr/mi;

3) onTuManbHOE BpeMs peakiuu 1,1-mumeTn-
TUApPa3UHA C alleTOHOM cocTaBiseT 10 MuH;

4) nmoOaBieHHE CWIBHBIX M CIA0BIX KHCIOT H
1Ieouei MPUBOJUT K CHIDKEHHUIO oTKiINKa JJMIA,
YTO MOKET OBITh BBI3BAHO Kak mecTpykiueit 1,1-
JMI, Tak U CHUKEHHEM CKOPOCTU PEAKLUU JAEepU-
BaTU3aLUN;

5) onTUMaNTbHOE BpEeMsI DKCTPAKITUH JUMETHII-
TUAPA30HA alleTOHA COCTABIISIET 2 MUH;

6) 100aBKa COJNY MO3BOJISICT YBEINYUTH OTKIINK
JNUMETWITUIpa30Ha alleTOHA, OIHAKO JIeIaeT HEBO3-
MOJKHBIM KOJTMYECTBEHHOE omnpeaenenue 1,1-amme-
TUIATUPA3UHA U3-32 YBEIUUCHUS NaBICHUS MapoB
aIleToHa B Ta30BOM (pa3e Hax 00pas3oM;

7) TpaayupoBOYHbBIN TpaduK 3aBUCUMOCTH OT-
KJIMKa JUMETWITHIAPA30HA alETOHA OT KOHIICH-
Tparmu 1,1-muMeTHATHIpasuHA TPU ONTUMHU3H-
POBaHHBIX MapaMeTpax JUHEHHBIA B OuanazoHe
konuentpauuid 0,1-100 Mr/nm U Moxer ObITh HC-
MOJI30BaH I KOJUYECTBEHHOTO ONPEACICHUS
1,1-qumeruirupa3una B BOJIE;
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8) mpenen obnapyxkenus 1,1-JIMI’ cormacHo
pa3paboranHoii Metonuke coctamiser 0,02 mr/i,
YTO COOTBETCTBYET COOTHOIICHUIO CUTHAL:IIYM 5: 1
JUTSL TIMKA IUMETHITHAPA30Ha alleTOHA;

9) nmokasarenb BOCIPOU3BOAUMOCTH METOJUKH
BO BCEM JMalla30HE KOHLEHTPALUi HE MPEBbIIIAET
7%, a mokasareyb TOYHOCTH — 15%.

PaspaOoranHas MeToaMKa sIBISETCS OYEHb MPO-
CTOM, HEIOPOroi, TOYHOW, aBTOMATU3HPYEMOU H
MOXET OBITh PEKOMEHI0BaHA AJIsl BHEIPEHUS B Jia-
0opaTopusX, OCYIICCTBISIIONIMX AKOJIOTHYECKUH
MOHHUTOPUHT B pallOHaX MaJeHUs PaKeT-HOCUTEINEH.

baarogapHocTn

Paboma svinonnena 6 pamrax npoexma «Paspa-
OOMKA MEmoOuYecKuUx OCHO8 KOHMPOIs Opeanude-
cKkux axomokcuxanmog 6 Pecnybnuxe Kazaxcman c
npUMeHeHUueM Memoo08 3e1eHOU AHATUMUYECKOU XU-
muuy u Ph.D. npoexma Abuneéa M.B. npu noooepoic-
ke Munucmepcemea obpazosanust u nayku Pecnyonu-
xu Kasaxcman. Aemopwt onacodapsm nabopamopuro
XumMuyeckux u Ouonocuyeckux ucciedoganuil Mn-
cmumyma cyoeoHoU 9Kcnepmusvl no 2. Aimamol 3a
ROMOWb C Opeanu3ayuell IKCnepumenma no anpooa-
yuu u agmomamusayuy pazpadomanHo MemoouKu.
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