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AHHOTALUA

[{esb HACTOAIIETO TOCOOHS MTPEIOCTABUTH CIICIIUATICTAM
KOMIUICKCHYIO METOJIUKY XPOMAaTOTpaduIecKoro U XxpoMaTro-mace-
CHEKTPOMETPUYECKOTO aHAIN3a T10 OMPEACICHUIO AJIKOTOJIsl, HEKOTOPBIX
JETYYHX S70B U HEJIETYUYNX HU3KOMOJICKYJISIPHBIX TOKCUIHBIX BEIIIECTB
(KOMITOHEHTOB aHTU(PHU30B) B OMOJOTHYECKUX OOBEKTaX U
OMOJIOTMUECKUX JKUKOCTSIX OpraHu3Ma dejoBeka. MeToinka OCHOBaHa
Ha HOBOM TIPUHITUTIE XPOMATOTPaPUIECKOTO OMPEACICHUS JICTyUnX
BeniecTs - [Tapogasnom Ananuse be3 TepmocraTupoBanust
aHAIIM3UPYEMBIX MPOO.

[TocoOue mpeaHazHayeHo ISl Bpaueh-HapKOJIOrOB, Bpaue
KJIIMHUYECKOH J1a00paTOpPHON TUArHOCTUKH, Bpauel cyie0Ho-
MEIUIMHCKON HKCIIEPTHUHI.

[Tocobue moarororneno B MMA um. CeuenoBa Munzapasa PO
ct.H.c C.A.CaBuykoM, cT.H.c A.H. BeageHuHbIM 1o pyKOBOJICTBOM
npod. b.H.N30T0Ba

BBEJIEHUE

B Hacrosiiiee Bpemsi co3aercs ceTb JabopaTopuil aHATUTHYECKON
TOKCHUKOJIOTUH, 33J1a4€il KOTOPBIX SBJIAECTCS BBIABICHHUE JIUI] CTPAIAIOIINX
HAPKOTUYECKOM 3aBUCUMOCTBIO, & TAKKE BBISBJIATH CIIy4au aJIKOTOJIBHOTO
OTNbSHEHUS, OJTyPMaHUBAHUS WU HEMPEIHAMEPEHHOTO OTPABICHUS
JIETYYUMU PACTBOPUTEISIMU U HU3KOMOJIEKYJISIPHBIMUA TOKCUYHBIMU
BELIECTBAMU (HEJIETYYMMH PACTBOPUTENSIMHU, AHTUPPU3AMU U TIPOY.).
Jiist 9THX 11e1ei Bce 1abopaToOpUu JOJIKHBI UMETh OJJHOTHITHOE ra3o-
xpomaTtorpaduyeckoe U XpoMaTo-Macc-CleKTPOMETPUUECKOE
000pyI0BaHKE, YTO CO3AAET XOPOIINE MPEANOCHUIKU ISl YHU(PUKAIUN
METOJIMK aHaJlu3a, CO3/1aHus 0011ero 0aHka aHAIUTUYECKON
uH(pOopMaIi, BO3MOXXHOCTH OMIEPATUBHOTO OOMEHA pe3yJibTaTaMu
aHaJIM3a B BUJE KOMIBIOTEPHBIX (DAIIOB AJI MOATBEPKICHUS
paBUWIBLHOCTU UJeHTU(UKAIMU B 0a30B0i1 1aboparopun. [lnanupyercs
TaK>Ke MOCTOSTHHO OOHOBJISATh METOAMKH BBITIOJIHEHUSI U3MEPEHUI,
KOTOpbIE perHOHaNIbHBIE JTA00paTOpuu OYyIyT MOTy4YaTh B BUJIE
KOMITBIOTEPHBIX (PailyioB 1o 37eKTpoHHOM nmoyte. Ha 6aze
yHU(GULIHUPOBAHHBIX METOAMK OyIeT pazpaboTaH TUIIOBOM Kypc 0O0ydeHUs
Bpaveil KIMHUYECKOW JaO0paTOPHON AMATHOCTUKU U HKCIIEPTOB-XUMHUKOB
010pO Cy1e0HO-MEAUIIMHCKOM SKCIIEPTHU3HI.

[Ipennaraemasi K pacCCMOTPEHHUIO METOJMKA SIBJIIETCS MEPBOM U3
psizia METOJIMK, pa3padaThiBa€MbIX JJII CUCTEMBI JIaDOpaTOPHit
aHAIUTUYECKON TOKCUKOJIOTUU U HauboJiee OJHO YYUTHIBACT



KOHKPETHBIE BO3MOKHOCTH aHAITUTUYECKOTO 000PYI0BaHHS. DTO MPEKIEC
Bcero mero Puxcauuu Bpemen Yaepxusanus (PBY), koTopblil
MO03BOJISIET YHU(DUIIMPOBATh METOIUKH aHAJIHN3a, U HOBBI BapUAHT
napodasznoro ananmsa - Anaau3 PapaoBecHoii Ilaposoii ®a3b1 be3
TepMocTaTHpoBaHuMsi, KOTOPBIM MO3BOJIAET MTOIYYaTh PE3YJIbTATHI C
IOBBIIEHHON BOCITIPOM3BOIUMOCTBIO U HAJIEKHOCTBIO 33 CUET
MUHHMMU3ALUU BEPOSATHOCTH MTOIYYEHHUS JIOKHOITOIOKHATEIIBHBIX
pe3yJIbTaTOB.

1. HIOKA3AHUA U ITPOTUBOIIOKA3AHUA K
IHNPUMEHEHHWIO METOJA

I[TOKA3AHUWA:

- TMarHOCTHKA (aKTa yrnoTpeOJIeHUs alIKOT0JIsl U CTEIIEHU
OIIbSIHEHUS

- IMArHOCTHUKA OTPABJICHUSA JIETYYUMHU TOKCUYHBIMU BEILIECTBAMHU,

pPacTBOPUTENSIMU, aHTU(DPUZAMHU
ITPOTUBOIIOKA3AHHMA: oTcyTCTBYIOT

2. OIIMCAHUE METOJA

HacTosmas meToauka yCTaHaBIMBAaeT TIa30XpoMaTorpapuuecKuii
MeTof, ¢ miameHHO-uoHu3anuoHHeIM (I'X-/IUIT) u Macc-cenekTuBHBIM
(I'X-MC) OOHApYyX EHHEM U KOJUYECTBEHHBIM  OMpPEACICHUEM
TEXHUYECKUX  JKMJIKOCTEH  (CIUPTOB,  KOMIIOHEHTOB  JIETY4MX
pacTtBopHTENei, aHTU(PPU30B, MOTOPHBIX TOILJIMB) B KPOBH, MOYE, CIIIOHE,
Oouonornueckux oObekTax. Jlmarnoctuka ¢dakta ymoTpeOreHHs
QJIKOTOJIsl, QJIKOTOJBHOIO ONBSHEHUS WJIM OTPABJICHUS JIETYYUMHU
TOKCUYHBIMU BELIECTBAMU (pacTBOPUTEISIMH ) IPOU3BOIUTCS
XpomarorpaduyecKkum WIH XpPOMaTO-Macc-CIIeKTPOMETPUUECKUM
METOJIOM ITyTEM aHalIM3a PaBHOBECHOW MapoBoOil (pa3wl mpu TemmepaType
OKpY’Karolled  cpeAbl, JOUAarHoCTUKa  OTPABJIEHUN  HEJIETYyYUMU
HU3KOMOJIEKYJISIPHBIMU BELLECTBAMU (rmukonu, KOMIIOHEHTBI
aHTU(PU30B) TPOUZBOJUTCS TMPSAMBIM BBOJAOM OHOXHUAKOCTH B
xpomatorpad rnocae COOTBETCTBYIOIIEH MpOOONIOATOTOBKH.

Meton Ta3oBoil xXpomMarorpaduu OCHOBaH Ha TPHUHIIAIIAX
pa3zeneHysl BEIIECTB Ha XpoMaTorpaduyeckod KOJOHKE, BHYTPEHHSS
NOBEPXHOCTh KOTOPOW TOKpPBITA CJIOEM HENOABW)XHOW  (pazbl -
BSA3KOTEKyuell xuakoctu. [Ipomecc xpomarorpadudeckoro pasaeineHus
OCHOBaH Ha Pa3JIMYHOM CPOJCTBE BEIIECTB - KOMIIOHEHTOB MpPOOBI K
HETIOIBMKHOU daze. KommoHneHTsI aHAIIU3UPYEMOU poObI
NEPEMEILAIOTCS 0 KOJOHKE B IMOTOKE Ia3a-HOCHUTENS Teius WIH a30Ta,
AHAIUTUYECKUM I[apaMeTpOM SIBJIIETCS BpeMs BbIXOJA BEIIECTBA W3
KOJIOHKHU (BpeMs xpomaTorpaduyeckoro yaepxuBanus). [Ipu Berxone us
Xpomatorpaduyeckoil KOJIOHKH BeIIecTBa (B BHIE Y3KUX 30H) MOMATAIOT



B JIETEKTHPYIOLIYI0 CUCTEMY M (DOPMUPYIOT aHAIUTHUYECKHM CUTHAN -
XpoMaTtorpadudecKuii UK. B HECEJIEKTUBHOM IJIAMEHHO-
MOHU3aLOHHOM JIETEKTOPE MOJIEKYJIbI BEIIECTBA CTOPAIOT B BOJOPOAHO-
BO3JYIIHOM IUIAMEHH, HMOHHU3UPYIOTCS, HPU OSTOM  IOBBIIAETCS
IIEKTPUYECKAs] MPOBOJMMOCTD IUIAMEHHU, KOTOpasi PErucTpUpPYETCs Kak
AHAIUTUYECKU CHUTHajl. B CeleKTMBHOM  KBaJApyNOJbHOM Macc-
CHEKTPOMETPUYECKOM JIETEKTOpE (CIMOCOOHOM  WIACHTH(PHUIMPOBATH
HECKOJIBKO BEIIECTB, JIMIOUPYIOMIMXCA OJHUM XpOMaTtorpadudecKum
IMKOM)  MOJIEKYJbl BEIIeCTBAa NOMNAJAal0T B BAaKyyMHYIO  Kamepy,
MOHU3UPYIOTCS AekTpoHamu ¢ sHepruei 70 sB. OO6pa3oBaBirecss HOHBI
(OKYCUPYIOTCSI CUCTEMOM 3JEKTPOMATHUTHBIX JIMH3 U HAIPaBJISIOTCS B
aHAJIM3aTOp - KBAAPYINOJbHBIA (UIBTP Macc, TIe MOJ JAEUCTBUEM
IIEKTPOMArHUTHOr'O MOJI MPOUCXOIUT UX Pa3/iesIEHuE U perucTpauus 1mno
OTHOIIICHUIO Macchl K 3apsny (m/z). Habop monoB, obpasyrommxcs npu
VMOHM3aLMN JETEKTUPYEMOI'O BELIECTBA, PETHMCTPUPYETCS B BUIE Macc-
CHEKTpa - CTPYKTYPHOH XapaKTEpPUCTUKH MPUCYLIEH TOJBKO 3TOMY
BemectBy. [1o cpaBHennto ¢ YO u UK cnektpamu Macc-CekTp siBiseTcs
HauOoJiee XapaKTEPUCTHUYECKUM CTPYKTYPHBIM HapaMeTpoM. XpomarTo-
Macc-CIIeKTPOMETPUUECKHE MPUOOPHI OCHAIIAIOTCS OMOIMOTEeKaMH Macc-
CHEKTpOB, conxepxkaumx 10 500 Twic. Macc-criekTpoB. Maentudukamms
KOMITOHEHTOB UCCJIEyEMOU MPOOBI MOXKET BBINOJIHATHCS 10 COBIAACHUIO
OMOJIMOTEYHOI0 U MOJYYSHHOTO MPHU aHaIu3e Macc-crekTpa (0030pHbIi
aHaJIM3 HEU3BECTHOW MpOoObl) WIM MpPU COBINAJECHUU MAaCC-CIEKTpa M
BPEMEHH  XpOMaTorpapuueckoro  yIEp>KMBaHUS  ONPEACISIEMOTro
BELECTBA U BEILIECTBA CPABHEHUS - KOMIIOHEHTA IPalyupOBOYHON cMecH
(HampaByieHHbIN aHaiu3). Macc-CeKTpOMETPUYECKOE JETEKTUPOBAHUE
BBINIOJIHAETCA B pekuMe nosiHoro ckanupoBanusi (SCAN), mpu 3TOoM
PETUCTPUPYIOTCS  MAacC-CHEKTPBHI, 00  KOTOPBIM  HPOBOAMUTCS
uACHTUGUKAMS — TIO oubnuoreke Macc-criektpoB. Jus  Ooiee
YYBCTBUTEJIBHOTO  AHAJIM3a  HCIOJNB3YIOT  PEXUM  CEJIEKTUBHOMU
peructpaiuu 1o BbeIOpaHHbIM HOHaM (SIM, CenextuBHbI HoHHBII
MOHHMTOPHUHT) TIPU 3TOM HUACHTU(DUKAIMS BEUIECTBA BBIMOIHIECTCA IO
BpPEMEHU YAECPKUBAHUS U OTHOLIEHUIO WHTEHCUBHOCTEN
PErUCTPUPYEMBIX HOHOB.

I[Ipu TI'X-JIUIT u TI'X-MC ananmm3e sl WACHTH(UKAINHA
KOMIIOHEHTOB ~ HMCHOJB3YIOT  nporpammy — @Dukcanum  Bpemen
Vnepxupanus ~ (PBY), Brmovaronyro  OMOIMOTEKY  BpeMEH
YAEPKUBAHUS W MACC-CIIEKTPOB OlpeaeiseMblx BemecTB. [Iporpamma
®BY mno3BonseT peryaupoBaTh MapaMeTpbl XpPOMAaToOrpaduvecKoro
aHamu3a TakuM 00pa3oM, YTO BpEeMEHa YACPKHUBAHHUS HCCIIETyEeMbIX
COEIMHEHHI OCTAI0TCS HEM3MEHHBIMU NP 3aMeHe XpomaTorpaduueckoit
KOJIOHKH, a TaKKe MPU UCIOJIb30BAHUU 3TOM METOJMKH HAa aHAJIOTMYHOM
obopynoBanuu B Jpyrou nabopatopuu. IIporpamma ®BY mno3BoiisieT
YHU(PHUIIIPOBATH MPOIIETYyPhl aHATN3a B PA3IUYHBIX J1A00OPATOPHSIX.



Jliis oOHapyKeHUS U KOJTMYECTBEHHOTO OIMPENEICHUS JIETYINX
TOKCHUYHBIX BEUIECTB B OMOJIOTHYECKUX 00BEKTax pa3paboTaH HOBBIN
BapuaHT napodaznoro ananuza: Ananus PaBHoBecHol [lapoBoit ®a3bl
be3 TepmocTaTnpoBaHusi, KOTOPBIM NO3BOJISAET MOJIY4aTh PE3YyJIbTATHI C
HOBBIILIEHHON BOCIIPOU3BOIUMOCTBIO H OTCYTCTBUEM
JI0’KHOIIOJIOKUTENIbHBIX PE3YIbTaTOB.

B oTinume ot TpaAWLIMOHHOTO METO/Aa nmapodasHoro aHanmsa, A
KOTOPOTO HWCHOJB3YIOT CTaTUYeCKUH mapoda3Hbelii 1poOOOTOOPHUK
(CTOMMOCTh  KOTOPOI'O  COCTaBJsIET 1O IIOJOBUHBI OT CTOMMOCTH
xpomarorpada) ¢ HeoOXOTUMOCTHIO TEPMOCTATUPOBAHMS KaK ()IaKOHA C
uccienyeMoil mpoOoW, Tak M NOporpeBa BCEX  TPAHCHOPTHBIX
KOMMYHUKALIMM  JUIsl  IPEeJAOTBpAlleHUs  COpPOLMHM  ONpeleisieMbIX
KOMIIOHEHTOB, Uil HOBOM Metonukn AnHanusa PaBHoBecHou I[laposoit
da3bl bez TepmocratupoBanus UCIIOIB3YIOT  CTaHJAPTHBIN
ABTOUHXEKTOpP, B KOTOPOM OOBIUHBIM XpOMaTOTrpaUueCKHil IIPHIL
3aMEHSIOT Ha ra30IUIOTHBIN. AHAIN3 MPOBOAT B CTAHAAPTHBIX (IaKOHAX
BMECTUMOCTBIO 2 MJ. @DIakoHbl YKYNOPUBAIOT CTaHAAPTHBIMHU
METAJUIMYECKUMH  KpBIIIKaMU € TE(QIIOHHUPOBAHHOM  MEMOpPaHOM.
OTcyTcTBHE CHCTEMBI KOMMYHHKAIMi (0T mpoOOOTOOpHHMKA K
xpomatorpady) Mo3BOJSET BBOAUTH MPOOYy B MHKEKTOpP Xpomarorpada
0e3 morepp W NOJyYaTb  YJIY4YLIEHHbIE  METPOJIOTMYECKHE
xapakrtepuctuku. [IpoBepeHo, 4Tto Meroauka aHanusa PaBHOBeECHOMN
[TapoBoii ®a3wer bez TepmoctatupoBanus paboTaeT BOCIPOU3BOIUMO B
TEMIIepaTypHOM JHaa3oHe MoMelIeHns Jabopatopun ot +15 1o +35° C.
CpaBHUBAJIM  YYBCTBUTEJIBHOCTH  OINPEICICHUS METOJUK  aHalIu3a
paBHOBECHOUN MmapoBoil (a3el  0€3 TEepMOCTATHPOBAHUS M aHAIU3a
paBHOBECHON mapoBod (a3l ¢ TepMocTaTupoBaHueM. Ilpu Harpese
BHUAJIBI ¢ MPOoOOHl 110 80°C YyBCTBUTEJIBHOCTh OMpeiesieHus (B BapuaHTE
I'X-IUII) no sranony u 1,2-nuxnopaTaHy yBenuuuBaiack B 1,5 pasa.
[TpumeHeHue XpoMaTo-Macc-CIIEKTPOMETPUUECKOr0 JETEKTUPOBAHUS B
coyetaHnu ¢ Metoaukoud ananusza PaBHoBecHou IlapoBont ®aszer bes
TepmocTtaTupoBaHUsi ~ MO3BOJIMJIO  TOBBICUTH  YYBCTBHUTEJIBHOCTh
onpenenenus 1o 1,2-guxnoparany B 340 pa3 no CpaBHEHHUIO C MIAMEHHO-
WOHU3AaLUOHHBIM  JE€TEKTUPOBAHUEM. UccnenoBanve  BAUSHUSA
TEMIIEPaTypHbIX (AKTOPOB M OLEHKAa METPOJIOTMYECKMX IapamMeTpOB
MeToaukd  aHaim3a  PaBHoBecHou — IlapoBoir  ®Dasbl bes
TepmocTtaTtupoBanus AaHbel B ctathe [1,2,3,4]. TpaauimoHHbie METObI
napodazHoro npob6ooTOopa u MHOTOKOMITOHEHTHOTO
XpoMaTorpauueckoro aHajan3a OMHCAaHBl B paboTax [5-9], mpuHIHMBI
MeToga (UKCAallMd BPEMEH YICPKUBAaHUS B COYETAaHUU C TpUEMaMU
O6pasuosoii JTaboparopuoit [Ipaktuku nansl B padorax [2,15-17].

2.1. POPMYJIA METOJA



Meronuka Ananuza PaBaoBecHoii [1apoBoit da3kl 6e3
TepMocTatupoBaHus OT CyIIECTBYIOIMIMX METOAMK Mapoa3HOTO aHaln3a
otimyaetcs cienytomum. [lo pazpaboTaHHON METOIMKE aJIKOr0JIb B
OMOJIOTMUYECKUX O0OBEKTax OMpenesstoT 0e3 MpeABapUTEIHHOTO
NOJIyYEHHS AJIKWIHUTPUTHBIX MPOU3BOJHBIX, UTO JEJIAET aHAIU3 Oojee
BOCIIPOU3BOJIUMBIM (OTCYTCTBYET COCTABJISAOIIAs IOIPEIIHOCTH,
CBSA3aHHAs C BO3MOXXHOW HEIMOJIHOTOM epuBaTu3anum). Takxke
OTCYTCTBYET HEOOXOIUMOCTh PAaOOThI C TOKCUYHBIMH JI€PUBATU3YIOILIUMHU
areHraMy. B kauecTBe BHYTPEHHEI0 CTaHAapTa IPU ONPEAECICHUH
QJIKOTOJIS B OMOJIOTHIECKUX 00BEKTaX (B3ATHIX OT JKUBBIX JIFOJCH )
UCIOJIB3YIOT MPONAaHOJI-1, a HE M30IPOIAHO, YTO IMOBBIIIAET
HagexxHOCTh aHanu3a. (IIlpumeuvanue: 1o 20% u3onponaHosia B BOAHBIX
pacTBOpax OKUCIAETCSA 10 alleTOHA B TEYEHHE 3-X JTaKe THEN IpU
XpaHEHHH pacTBOpPa B XONOAWIbHUKE). OT CYyHIECTBYIOUIUX METOIUK
napodazHoro mpo6o0TOOpa HACTOSIIASI METOUKA OTIMYACTCS TEM, YTO
HE TpeOyeT IOPOTrOCTOSIIIEr0 CTATUUECKOro napoga3zHoro
po600TOOPHHKA, BMECTO KOTOPOTO UCTIOIB3YIOT CTaHJAPTHBIH
ABTOMH>KEKTOP C Ta30IIOTHBIM IIITPULEM, YTO MO3BOJISIET YIYUIIUTh
BOCIIPOU3BOJMMOCTb W IPEIOTBPATUTh MNOJYyUYECHHUE
JIO’KHOMOJIOKUTENIBHBIX U JIO)KHOOTPULIATEIBHBIX PE3YJIbTATOB 3 CUET
MUHUMH3AIUN T€OMETPUIECKIX Pa3MEPOB MPOOOOTOOPHUKA U
UCKJIIOUEHHUsI COPOLMOHHBIX NOTEph ONpeeIsieMbIX BelecTs. B
OTJIMYME OT CYIIECTBYIOIINX, pa3paboTaHHas METOIMKa Oa3upyeTcs Ha
HOBBIX MPUHIUIAX XPOMATOrpaUIECcCKOro aHaan3a - MporpaMme
dukcanuu Bpemen Y nepxuBanus, KOTOpas MO3BOJISIET
CTaHAAPTU3UPOBATH METOAMKY MO YCIOBHSIM aHAJIM3A U MOIY4YaTh
OJIMHAKOBBIC BPEMEHA yACPKUBAHUSI B KaXI0U 13 TabopaTopuii. B
OTJIMYME OT CYLIECTBYIOIINX, pa3paboTaHHasi METOIMKA MO3BOJIAET
OPUMEHSTH AJI UASHTU(UKAMU U KOJIMYECTBEHHOIO aHaIM3a Macc-
CEJIEKTUBHBIN JIETEKTOP, YTO NOBBIIIAET YYBCTBUTEIBHOCTh aHAIN3a U
HAJEKHOCTh UACHTU(UKALUY.

2.2. TEOPETUYECKHE OCHOBBI METOJIA

2.2.1. O0mue cBegeHUs 0 MapopasHOM XpoMaTOrpadpuiecKoM
anasam3e. [Tapodaszubiii xpomarorpaduueckuii aHajau3 OCHOBaH Ha
COYETaHUU Ta30BOM IKCTPAKIIUHU (€€ pa3HOOOPA3HBIX CTATUYECKUX U
JTUHAMHYECKHUX BapUAHTOB ¢ XpomaTorpadueit. TeopeTrndeckrne 0CHOBBI
MeTO/Ia U3JI0KEHBI B KJJacCUUeCKuX MoHorpadusx [5,6] u 063ope [7].

2.2.2. TepMuHBI U ONpeaeTeHUS

T'azoeaa Ixkcmpaxkyusa [7]— n3BnedeHre ra3om JETyUUX BEIIECTB U3
KOH/ICHCHPOBAHHOM (ha3bl

Ananuz Pasnoeecnoi Ilapoeoit @azwt (Ilapogaznwvtii ananus,
Head Space Analysis) [7] — COBOKYITHOCTb METOJI0B U TEXHUUECKHUX



IPUEMOB MOJTyYeHUS HHPOPMAIIUU O PUPOJIC, COCTABE WIIN COCTOSTHUH
KUJKAX ¥ TBEPIBIX TEJ MyTEeM aHajn3a KOHTAKTHPYIOMEH ¢ HUMHU
ra3oBoit ¢asbl. [lompaznensiercss Ha CTaTUYECKUA U TUHAMUYECKUAN
[Tapoda3zHblii aHanu3.

Ananuz Pasnoeecnoi Ilapoeoit @azvt de3
Tepmocmamuposanusa[3] — Ilapoda3Hbiii aHamu3 Mpu KOTOPOM
paBHOBeCHas razoBas (pa3za oTOMpaeTCs B Ta30TUIOTHBIN MITIPUI] TIPH
TEeMIIepaType OKPYKAIOIIeH Cpelibl M BBOAUTCS B XpomaTorpad B
aBTOMATHYECKOM PEKUME

2.2.3. Du3uKo-xuMHYEeCKHEe 0CHOBLI MeT01a. HeoOxoanMbIM
TpeOOBaHWEM PaBHOBECHOT'O PACIIPEICIICHUS BEIIECTBA MEKITY
COCYIIIECTBYIOIUMH (hpa3aMH SBIISICTCS PAaBEHCTBO XUMHUCCKUX
MOTEHIIUAJIOB |1 KaXKJOTO i-20 KOMIIOHEHTA B KaJ0W U3 PAaBHOBECHBIX

ba3:

i

= ==,

Tak kak XUMUUECKUI MOTEHIIMAI KOMIIOHEHTA i (C MOJISIPHOM JT071ei
x' 1 KO3 uIIMeHTa aAKTUBHOCTH ¥ ) B JaHHOM (ha3e sBisieTcs: pyHKIHen
ero akTMBHOCTH (x')

i i
w=po + RTIn(x'p),
TO UL CUCTEMBI KOHACHCHUPOBaHHAs q)a3a-ra3 MOKHO 3aIluCcarh:
i i i i
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X6/ RT RT

In

rjae uHaeke "L"” o6o3HayaeT nmapaMeTphl KOHACHCHPOBAHHOU (a3bl, a
unaekc "G" - razoBoil assbl; Ly - CTaHAAPTHOE 3HAYEHUE XUMHUECKOTO
noteHnuana; 7' - remneparypa; R - yHUBepcajibHasi ra30Basi OCTOSIHHAS.

3anucaHHas B IpaBoy 4acTu ypaBHeHHUs (1) pa3HOCTb CTaHIAPTHBIX
3HAYEHUN XUMUYECKHUX MOTEHIINAJIOB i-20 KOMIIOHEHTa B ra3oBoil (L og)
¥ KOHJGHCHPOBaHHOH (|1 o) hazax (A’) sBiseTcs MOCTOSHHOIM
BEJTMYMHON B U30TEPMUYECKUX YCIOBUSAX, PU HEU3MEHHBIX JaBICHUH U
crroco6e BIOOpa CTaHIAPTHOTO cOCTOSTHUS. OTHOIICHHE aKTUBHOCTEH
KOMITOHEHTA B Pa3HBIX (ha3ax TakKe JOJKHO ObITh KOHCTAHTOM

xiLﬂ}L
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CrnepnoBarenbHO, OTHOIIEHUE MOJISIPHBIX J0JI€H i-20 KOMIIOHEHTA B
KOHJIEHCUPOBAHHOMW U ra30Bo# (azax OyJeT MOCTOSHHBIM IIPU
HEU3MEHHOCTU KO3 PUIIMEHTOB aKTUBHOCTU. OAHAKO, TAKOU BBIBOJ
IPAaBOMEPEH UCKIIFOUUTEIBHO MPU BBIITOJIHEHUH YCIOBHS OCTOSHCTBA
JABJICHUS] COCYUIECTBYIOIINX (Pa3, KOTOPOE peann3yeTcs TOIbKO IpH
(UKCHUPOBaHHON MOJIAPHOU 101€ x';. B MpaKTUKe Mapoga3HOro aHaau3a
U3MEPEHUIO MOJUIeKAT Pa3IN4HbIE COCTABbl PACTBOPOB, AJI KOTOPBIX
k03 HUIMEHT pacipeeneHus apiserca dyukiueit x';. [TostoMy Ui
(U3HKO-XMMHUYECKOTO ONTMCAHUsI OCHOB Mapo(a3HOro aHaiu3a
NEPBOCTENEHHOE 3HAUEHUE UMEET KOHLEHTPAMOHHAs 3aBUCUMOCTb
kod(ppunuenta pacnpenenenus. [lokazano [7], 4To 4YMCIOBOE 3HAUCHUE
KOHLIEHTPALIMOHHON 3aBUCUMOCTH K's UJICATbHOW CUCTEME U3 j-
KOMITOHEHTOB, HE3aBUCHUMO OT CI10c00a BhIpakeHUs! KOHIeHTpauuit C; U
Cg, HO OIMHAKOBOTO Uit 00eux (a3, noJuuHsAeTcs: 001EMy YPaBHEHHUIO:

K=——=3%a; C} )
C's

KoHcTaHTBI a; IpH pa3HbIX CIOCO0axX BbIpaKe€HHs cOCTaBa (a3
UMEIOT Pa3nYHbIC 3HAUCHHUS, ONpeAesieMble (PU3UKO-XUMHUUYECKUMHU
CBOMCTBaMHU KOMIIOHEHTOB. COrjacHO ypaBHEHUIO (2) HE3aBUCHUMO OT
croco0a BBIPaKEHHUSI COCTAaBOB PAaBHOBECHBIX (pa3 KOdPPHUIECHT
pacmpeaeneHus KaXaI0ro KOMIOHEHTA SIBISIETCA aJIUTUBHON BETUYMHON
, BKJIIFOYAIOIIEH BKJIAJbl OT BCEX COCTABISIOLIUX PACTBOP KOMIIOHEHTOB.
[TocTostHHOE, HE3aBUCUMOE OT KOHLEHTPAIMU B PACTBOPE i-20
KOMIIOHEHTA 3Ha4eHHEe KOA(PUIIMEHTa paCIpeICIICHUs PeaTu3yeTCs
TOJIBKO TIPH MaJbIX KOHIEHTparuax C';, KOria UX 3HaueHHs
npeHeOpeKUMO Majlbl B CPABHEHUU C KOHIICHTPAIEH PaCTBOPUTENS U
JIpyTruX KOMIOHEHTOB. B HenaeanbHbIx cuctemax Qopma
KOHIICHTPAIMOHHOHN 3aBUCUMOCTU KOA((HUIIMEHTOB pacipe/iesieHus,
onpezensemMasl ypaBHEHHEM (2), COXpaHAETCs B IOCTATOYHO IIUPOKOM
JUISL IPAKTHYECKUX TieJIell HHTepBalie KoHIenTparmii (x';=0,6-0,7 [7]), HO
3HaU€HMs KOHCTAHT @;; OTJINYAIOTCS OT UACAIbHBIX U IPHOOPETAIOT
CMBICJ SMITUPUYECKHUX TOCTOSHHBIX, U3MEPSAEMBIX IKCIIEPUMEHTAIBHO.
Takum 00pa3oM, 3aKOH paclpeaesieHNs, BBIPAXKEHHbBIN Yepe3
MOJIEKYJISIPHBIE JIOJTU PacHpeesieMOro KOMIOHEHTa

XiL
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0€3 KOHIICHTPAIMOHHBIX OrPaHUYEHUN MPUMEHUM TOJIBKO K
IIpeeTbHO pa3GaBICHHBIM PacTBOpPaM, T.¢. IpH ¥ = const. B cirydae
peaTbHBIX pacTBOPOB K03 HIMeHT K' DYHKIMOHAIBHO CBSI3aH C
BEJIMUMHOM X', ¥ BO N30€KAHHE CePhE3HBIX IIOTPEITHOCTEH, NMEIOIIHX
CHUCTEMATHUYECKUN XapakTep, 3Ty 3aBUCUMOCTh CIEAYET YUYUTHIBATh MPU
aHaJIM3€ PAaBHOBECHOTO Mapa. 3aKoH pacnpeaesieHus (3) NpUMEHUTENbHO
K pa30aBJIEHHBIM pacTBOPAM MOKHO MPeoOpa3oBaTh B COOTHOIIICHHE:

. CL
K= 4
Co

3/1ech paBHOBECHBIE KOHIIEHTPALMK pacipeaessieMoro Bemectsa Cy
u Cg MOTYT ObITh IIPEACTABIICHBI B JIIOOBIX YJIOOHBIX JJIs pacuera
eaunuax. [Tockonbky k03QdUUMEHT pacnpeaeeHus 3aBUCUT OT
croco0a BbIpayKE€HUs KOHLIEHTpalui, To B napogaznom ananuze C, u Cg
NPUHSATO BBIPAXKATh B €AMHMIAX MACCOBOI KOHLEHTPAIMK (MI/JI, T/M° 1
T.J.), TaK KaK 3TH €IMHULBI CYIIECTBEHHO YNPOIIAIOT PacyeThl, B
KOTOPBIX HE TpeOyeTCsl UCIOJIb30BaTh MOJIEKYJISIPHbIE MAaCChI HJIU
IUIOTHOCTH >KUJKUX cpea. [loaTomy B mapoda3zHom aHanu3e B OCHOBHOM
UCIIONB3YIOTCSl Oe3pa3MepHble 3HaueHUs KO PUITMEHTOB
pacnpeneneHus, IpeICTaBIAIoIINe cOO0 COOTHONIEHUE MAaCCOBBIX
KOHLEHTpaluil. M310xkeHHble PU3NKO-XUMUYECKHE OCHOBBI METOAA
KacaroTCsl MOJIENM CTaTUYECKOro Napo(a3HOro aHaJIn3a.

2.2.4. Bausinue YJKCIIEPUMEHTAJIbHBIX (PAKTOPOB HA
YYBCTBUTEJIBHOCTh M TOYHOCTH KOJIHYECTBEHHOI0 Napo(a3HOro
aHaJIN3a

2.2.4.1. Bnusanue memnepamyput. YyBCTBUTEILHOCTh U TOYHOCTh
napodazHoro aHanusa JUMUTHPYIOTCS MPEX/IE BCEr0 MPOLECCOM ra30Bon
ACTPAKILUHU, KOTOPBII UMEET psAll ocoOeHHOCTel. B nepByto ouepenb 310
ra3oo0pa3Hoe COCTOSIHUE IKCTpareHTa. B oTiaudne oT reTeporeHHbIX
CUCTEM, BKJIIOYAIOIIMX TOJbKO KOHJIEHCUPOBAHHbIE (Da3bl, KOHCTAHTA
pacnpeneneHus BelecTBa MeX Ay KOHJIEHCUPOBAaHHOM U ra3oBoi dazamu
OYEHb UYBCTBUTEIBHA K TEMIIEpATypE. Y CTAHOBIJIEHO [7], 4TO AJIA
GONBIINHCTBA OPraHNYECKUX BELIECTB H3MEHeH e TemnepaTypsl Ha 10°C
MPUBOJUT K U3MEHEHUIO 3HAaUeHU K03 dulireHTa pacnpeaeieHus Ha 3-
8%. IIpu aHanu3e BOAHBIX PACTBOPOB MOBbIIICHHE TeMmepaTypsl Ha 60°C
MOXET IPUBECTH K YBEIUYEHUIO YyBCTBUTENBHOCTH B 10-20 pas [7].
Jpyroy Ba)XHbIM aCEKT BIMSAHUSA TEMIIEPATYPhI 3aKJIFOYAECTCSA B
TEPMOCTATUPOBAHUU MTPOOBI, T.€. TO3BOJISIET MPOBOAUTH AHAJIU3 B
CTaHAAPTHBIX YCIOBHSX, YTO 00ECIIEUMBAET MPUEMIIEMYIO TIOTPEIIHOCTh



ONpeICJICHHUS.

2.2.4.2. Bausanue gvicanugarouiezo azenmal8,9].
UyBCTBUTENIBHOCTH aHAIM3a Mapo(a3zHOTro aHalIn3a MOKHO MOBBICUTh
100aBJICHUEM B aHATM3UPYEMYIO MPOOY BHICAIUBAIOIIETO areHTa.
BricaniuBanue - BeIZieICHUE OPEIEIIIEMOr0 BEIlleCTBa U3 PacTBOpa B
npyryto ¢azy (ra3oByr0) IMyTeM BBEJICHUS B PACTBOP JAPYIroro BelecTna -
BBICAJIMBATEIIS, KaK IMPABUIJIO XOPOIIO PaCTBOPUMOTO B (pa3e u3 KOTopoi
MPOBOJIAT BhICAIMBaHKe. B ciiyuae ra3oBoii SKCTpaKIIMK UMEET MECTO
BBICAJIUBAHME BEIECTB HEAJICKTPOJIUTOB IO/ JICHCTBHEM BEIIECTB
AJICKTPOJIMTOB M3 BOJIHBIX PACTBOPOB K KOTOPBHIM MOKHO OTHECTHU U
ounosorudeckue xujakoct. K Hanbosee 4acTo UCIoab3yeMbIM
BBICAJIMBAIOIIUM areHTaM IMpU aHaJIM3e OMOJIOTMYECKUX 0OBEKTOB Ha
JIETy4He BEIIECTBA MOYKHO OTHECTH CYJIb(haThl aMMOHUS M HATPHS, a
Takke xjopua HaTpus. [Ipoliecc BrIcaIMBaHUsI MaIOPaCTBOPUMBIX
HEDJICKTPOJIMTOR O/ ICUCTBUEM DJICKTPOIUTOB IIPH HEBBICOKHUX
KOHIICHTPAIUSAX BBICAJTMBAOIIETO areHTa OMUCHIBACTCS SMITUPUICCKUM
ypaBHeHneMm CeueHoBa:

IOg CO/C = KSCS,

rae C’ u C - pacTBOPUMOCTB (B MOJIB/T) HEIICKTPOINTA
COOTBETCTBEHHO B YHCTOM PAaCTBOpHUTEIIEC (B HAILIEM CIIy4ae B BOJAHON
daze) u B pacTBOpe coiiu ¢ KoHneHTpamueidn Cgs(B Mob/1), K-
kod(ppunnenT BeicanuBanus (ko3 duiment CeueHona). [Ipomecc
BBICAJTUBAHUS TAKKE XOPOIIIO OMUCHIBACTCS MOAU(DHUIIMPOBAHHBIM
ypaBHeHueM Jlebast:

C’/C=1-K,Cs+ ACs 4/3

rae Kp u A noctossHHbIE KO3 PUIIMEHTHI. DTO YpaBHEHHE OCHOBAHO
Ha MPEACTABICHUH O TOM, YTO MOJIEKYJIbI BBICATMBAEMOTO HEAJIEKTPOIUTA
AIEKTPOCTATUYECKU BBITAIKUBAIOTCS U3 OKOJIOMOHHBIX o0JacTeil bonee
TOJISIPHBIMU MOJIEKYJIaMU PACTBOPUTEIISL.

2.2.4.3. Konuuecmeennwtit napogazuwtii anaau3s. 110cKoabKy
OOJBIIMHCTBO O0BEKTOB Mapoda3HOro aHaaM3a MPeCTaBIsIeT COO0H
CUCTEMBI C HEU3BECTHBIMH MapaMeTpamu (a30BOro pacrpeaesieHus
KOJIMYECTBEHHOM Mapoga3HOM aHaIN3€e MPEeBATUPYET HANPABICHUE,
peanu3yromiee MeTO/Ibl Ta30BOM AKCTPAKIIMK C YACTUYHBIM HU3BJICUEHUEM
OTPEIEISIEMOr0 BEIIECTBA U3 UCCIIEAYEMOTo 00beKTa. DTOT MOAXO0
TaK)Ke CIIPaBEUIMB U JIJIsl ONPEICTICHUS JIETYUHX BEIECTB B
OMOJIOTUYECKUX KUJKOCTSIX, MOCKOJBKY M3 3a 3HAYUTEIbHBIX KOJeOaHU
MUHEPaJIBHOI'O COCTaBa aHAIU3UPYEMOr0 00bEKTa UTHOPUPOBATD



Bapuanuu koddunuenta pacupeaenenus K negomycrumo, a
MCIIOJIB30BaTh €r0 MOCTOSHHOE 3HAYEHUE ISl BCEX CIIy4aeB HEBO3MOKHO.
[ToaTOMY B COBpEMEHHOM CTAaTUYECKOM Napo(azHOM aHAIHU3E B
HACTOSAIIEE BPEMsI IPUMEHSIOT TOAXO0/ COUYETAOIIMN OAHOKPATHYIO
ra3oBYyIO SKCTPAKILHIO B 3aMKHYTOM 00bEME C UCIIOJIb30BAHUEM
IpaJlyupOBOYHON XapaKTEPUCTUKHU ISl MOTYUYEHHUSI KOJTUUECTBEHHBIX
pe3yJIbTaTOB.

2.2.4.4. Oyenka eo3zmoxncnocmeii memooa Ilapoghaznozo Ananusza
0e3 Tepmocmamuposanus 0na onpeodeeHus J1emyuux 6eu,ecmae 6
Ouonozuueckux 00vekmax. AHaJIN3 TEOPETUUECKUX OCHOB METO/1a
ra30BOM DKCTPAKIIUN B CTATUICCKUX YCIOBHUSAX MOKa3ajl, YTO OCHOBHBIMHU
dakTopamu, BIHUSIONIMMHA Ha YyBCTBUTEILHOCTh M MPABHIILHOCTh
aHayM3a SBJISETCS TepMOCTaTUpoBaHue oOpa3ua. B ciayuae npumeHeHus
HoBoro Mmetojia [Tapodasznoro Ananuza 6e3 TepMocTaTUpOBaHUS MOXKHO
OBLIIO 0XKHMJIATh PE3KOTO CHIKCHHSI UyBCTBUTEILHOCTH M ITOBBITIICHUS
3HAYEHUH TTOTPEITHOCTH PE3YIHTATOB IPH CPABHEHUU UX C PE3YJIbTaTaAMH
aHaJIu3a TeX xe Mpobd MeTo1I0M napoda3HOTO aHaM3a C
TepMocTaTupoBanueM. [Iporiecc BIUSHUS TeMIlepaTyphl Ha
MeTpoJornyeckue xapakrepuctuku [lapodasnoro Ananusa 6e3
TepmocraTupoBaHus IpoBejieH B padore [1].

2.2.4.5. Memponozuueckue xapaxmepucmuku onpeoeneHus 1emyqux
seutecme memooom Ilapogpaznozo Ananusza oes
Tepmocmamuposanusafl]. ViccienoBanue mpoOBOAWIM C
UCIIOJIb30BAaHUEM TIPOO CIIIOHBI C U3BECTHBIM BBEACHHBIM COACPIKAHUEM
ONpENEIIEMbIX KOMIIOHEHTOB: allETOHA, METAHOJIA U ATAHOJIA.
OmnpezensieMble BelllecTBa BBOJAUIU B MPoOBI B KOHIIeHTpanusx 0,02%,
0,05%, 0,1%. CornacHo METOUKE B MPOOBI BBOUIN BHYTPEHHUN
CTaHAapT - MponaHoJi-1, BO Bcex Tpex mpodax ero KOHIEHTPALHs
coctasisia 0,05%. Pe3ynbTaThl aHanM3a v CTaTUCTHYECKAs OLIEHKA
MOTPENIHOCTU omnpeeneHus npuseaeHa B otyere GLP (cM.npunoxenue
2). JlumutHupyromiei cTaauei, BIUSIONICH Ha TOTPENTHOCTh OTIPEACIICHUS
Cily4aiiHasi OTPEIIHOCTh, CBA3aHHAs C Bapualeil o0bemMa napora3zoBoi
poObl, BBeICHHOM B KOJOHKY. M3 oTueta GLP (cMm.mpunoxenue 2).
BUJIHO, YTO 3HAYEHUSI OTHOCUTEIBHOIO CTAHAAPTHOIO KBAIPATUYHOIO
otkioHeHus (CKO ;) ipu ob6cuere pe3yiabTaToB IO METOY
BHYTPEHHETO CTaHJapTa, He npeBbiany 1,6% npu aHanu3ze METOI0M
napoda3Horo BBojia mpoOsl 0€3 TePMOCTATUPOBAHUS, TIPU ITOM
makcumasibHoe 3Hauenue (CKO ;) He T0KHO npeBbIiaTh 5%.
2.2.4.6. Hccneoosanue euanus memnepamypusl OKpysHcaroueil
cpeovl Ha npasunbHOcmb onpedenenusall]. ViccienoBanvue BIUSHUS
TEMIIEPATYyPhl OKPY>KAIOIIEH Cpeibl Ha pe3ybTaThl Napoda3Horo aHaau3a
MPOBOJIWIIA C UCTIOJIb30BAHUEM O0Pa3IlOB MOUYU C BBEJICHHBIM
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conepxkanrem kommoHeHToB 0,05% 006. (cM. Tab. 3).

Buaner ¢ mnpoboii  BeiaepxuBanud 30 MUH INpU  pa3IMyHOU
temneparype: +5°C  (BblaepxuBann B xonomunbHuke), +15°C (B
XUMHUYECKOM CTaKaHE C MPOTOYHOM BOJONPOBOJHON BOJION), +21°C (B
NOMEIICHUH naboparopun). Temneparypy KOHTPOJIUPOBAIIN
TEPMOMETpPAaMHU, KOTOpbIE NMOMEUIAIM B TE€ K€ YCIOBHUS, YTO U MPOOYy.
Pe3ynbpraTel uccienoBaHuil MMOKa3aiHd, YTO B AUANa30HE TEMIEpATyp OT
+5°C 1o +21°C norpemnocts ananu3a He npesbimaet 1,6-5%.

Dddext "XxumMuueckol maMaTH" aHATUTHYECKOW CUCTEMBI
WCCJIeIOBAJIN TIOCTIe BBOJIa 00pa3IioB ¢ coaepkanuemM kommoHeHToB 0,1%
00. Mcrionb30Banu J1Be MpOLEAYyPhl IPOMBIBKY HINPHUILIA: "BO3TYyXOM HaJ
BOJIOH" ¥ BO3yXOM JIa0OpaTOpuu. Y CJIOBUS IPOMBIBKH - 5 POKaUYeK
HINPULIA O aHATIM3A U 5 MPOKayeK Mocie aHanu3a. Pe3ynpTaTel aHamu3a
MOKa3aIu OTCYTCTBUE 3(PQeKTa maMaTy MPH UCIIOJIb30BAHUN 00enX
IpOLEAYDP.

Crnenyer OTMETUTh, UTO B CPABHEHUH C TPAJULMOHHBIM BAPUAHTOM
napo¢a3HOTo aHaM3a ¢ UCTOIb30BAaHIUEM CTaTHYECKOT0 Mapoda3sHoro
1po600TOOpHUKA ¢ OOJIBIIUMU T€OMETPUUECKUMU pa3MepaMu
KOMMYHMKAILIMM, IPearacMblii BAPUAHT rOpa3i0 MEHEE MOABEPKEH
BIUSHUIO d(PPeKTa «XUMHIESCKOU MaMATH» OT MPEABITYIIHNX PO0,
MOCKOJIbKY B KOHCTPYKIIMH OTCYTCTBYIOT CHCTEMBI TPYOOIPOBOIOB,
neTesb, KpaHOB, HA BHYTPEHHUX MOBEPXHOCTIX KOTOPBIX MOTYT
copOMpPOBATHCS BEUIECTBA U MEPEXOAUTD B PUOOP € apaMHu
TIOCIICTYFOIICH TIPOOHI.

2.2.4.7. Hccneoosanue eruanua memnepamypsl npoosl Ha
yyecmeumenvHocmey ananusafl]. iccnenoBanue BIUSHUS TEMIIEPATYPbI
OKpY>Karolen cpeibl YyBCTBUTEIBHOCTh aHAJIU3a MPOBOIUIIU C
UCIIOJIb30BaHUEM 00Pa3ll0B MOYH C BBEACHHBIM COJICPKAHUEM
koMrioHeHTOB 0,05% 00. (cM. Tabm. 3). [IpoOsl ¢ 0IMHAKOBBIM
coJiepKaHNEeM KOMIIOHEHTOB aHAM3UpoBaiu 6e3 TepMocTaTupoBaHUS U
¢ npeaBapurenbHbM HarpeBoM 10 80°C. Buany ¢ mpo6oii moMerai B
HarpeBaTeIbHOE YCTPOUCTBO, BBIICPKUBAIA 15 MUH U IEPEHOCUIIU B
ABTOMHIKEKTOp 1Sl aHanu3a. CpaBHUBAIM ILUIONIAAN TTUKOB
COOTBETCTBYIOIIUX KOMIIOHEHTOB MPHU aHaJN3€e 0€3 HarpeBa u ¢
peIBapUTEIHLHBIM HArPEBOM BHUAJIBI ¢ TPO00ii. Pe3ynbrarel mokasanmu,
YTO HarpeB MPOOBI MO3BOJSET YBEIMUNTh YYBCTBUTEIHLHOCTD aHamu3a 0e3
neperpy3Kku KoJioHkH B 8-10 pa3. OnHako, NoTepu YyBCTBUTEIBHOCTH
BapuaHTa Ta30BOM SKCTPAKINK 0€3 TEPMOCTATUPOBAHUS YCIICIITHO
KOMIIEHCUPOBAIUCH YYBCTBUTEIIBHOCTBIO UCIIOIb3YEMbBIX
XpoMaTtorpaduyueckux AeTeKTOpOB. B cioyuasx peanbHbIX UCCIEI0BAHUIMI
OBLIM MOJTYYEHbI COMIOCTOBUMBIE PE3YJIbTaThI 10 WACHTHPUKAINA 1,2-
JTUXJIOPATaHa, alleTOHA, TOJIYyO0Ja, METUIATHI U METWINPOIUIKETOHOB B
KPOBHU U MOUYE€ TOKCUKOJIOTUYECKUX OOJBHBIX MPHU CpaBHUTEIbHOM [ X-
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JIUII ananu3e ¢ HCTIOIB30BAHUEM CTATUYECKOTO MapodazHOTo
npo6ooTOpHIKa (¢ HarpeBoM mpodsI 10 80°C) B cpaBHEHHH ¢ 0TGOPOM
npoOBI Ta30IMJIOTHRIM HITIPpHIIEM 0e3 TepMocTatupoBanus. [Ipu
UCII0JIb30BAaHUHU MACC-CHEKTPOMETPUYECKOTO AETEKTOPA
9yBCTBUTEIHHOCTh METO/Ia Mapoda3zHoro anaignza 0e3
TEPMOCTATHPOBAHU MPOOBI, OIIEHEHHAS 110 1,2-TuXI0pITaHy,
yBennuusaercs B 350 pas.

3. METOA AHAJIN3A

3.1.Cymnocth MeToaa. [Ipo0y 6MoIOrudecKom KUIKOCTU C
BBEJICHHBIM BHYTPEHHUM CTAHIaPTOM IMOMEUIAIOT B CTEKJISTHHYIO
BUany((yiakoH), IUIOTHO YKYTIOPUBAIOT KPBIIIKOHN C MOJIUMEPHOM
MeMOpaHOW. AHaIM3y MOJIBEPraloT BO3IYIIHO-NAPOBYIO a3y u3
ra3oBOT0 MPOCTPAHCTBA aMITyJIbl HaJl MOBEPXHOCTHIO MpoObl. OTOOP
PaBHOBECHOM NapoBoOi (ha3bl MPOU3BOIAT IMYyTEM MPOKATIbIBAHUS
HIMPULIEM [TOJTUMEPHON MeMOpaHbl (MCHOIB3YIOT ra30IMI0THBIN
xpomaTtorpaduyecKuid WIpuil ¢ Te(PIOHOBBIM YIIIOTHEHUEM MOPIIIHS).
OT60p IPOOKI MPOBOAST NMPU KOMHATHOM TeMIeparype (B IMana3oHe
Temmeparyp ot +15 10 35 ° C) B aBromMarmueckoM pexume. [lapo-
ra3oBy10 Ipo0y aHATM3UPYIOT METOAOM XpoMaTorpaduu ¢ rmiaMeHHo-
nonuzaruoHHbIM (I'X-JIWUIT) mim macc-cenexktuBHbiM (I'X-MCJI)
JNETEKTUPOBAHUEM U OTIPEEIISIIOT BEUIECTBA NIEpeUrcIeHHbIE B Ta0d.1 u
2.

[Ipu BBIOpaHHBIX YCIOBUSX aHAIN3a MOKHO TaK>Ke MIPOBOIUTH
aHaJIM3 MOYH MPSIMBIM BBOJOM XKUAKOHM dpakuuu (mocie
HeHTpUyTrupoBaHusi) B ucnapuresb xpomarorpada. [Ipu stom
ONPEEISIOT MAJIOJIETyurne KOMIIOHEHTHI, IEPEYUCICHHbIX B Ta01. 1
PUIIOKEHUS.

B metone I'X-JIUIT o6HapykeHHE KOMIIOHEHTOB TEXHUUECKUX
YKUJKOCTEU BBIMOJHSIOT IO BPEMEHAM YJIEPKUBAHUS CTAHIAPTHBIX
COEIMHEHUI MepEeYUCIICHHbIX B Ta0M. 1, 2 u Tabu. 1 npunoxenus. s
KOJIMYECTBEHHOT0 aHaym3a B metojie ['X-JINII nmpumenstor
IpalyipOBOYHBIE CMECHU, KOTOPBIE PUTOTABIMBAIOT COTJIACHO 11.4.1.

O6HapyXeHHUEe KOMIIOHEHTOB TEXHUYECKUX JKUJIKOCTEH B METO/IE
I'X-MC/] BBINOJIHAIOT IO MACC-CHEKTPAM U BpEMEHAM YIeP>KUBAHUS
KOMIIOHEHTOB I'PalyUPOBOYHBIX CMECEU, KOTOPBIE U3TOTABINBAOT
corsacHo 1. 4.1. Eciiu B npoOe 00HapyKUBAIOT COSAMHEHUS HE
BKJIIOUEHHBIE B TIEPEUCHb OIpeaesieMbIXx cM. Tab. 1. 2 u tab. 1
IPWIOKEHUS, 1J1s1 UACHTU(DUKALIMKI UCTIOIb3YIOT CTaHJapPTHHIC
oubnuoreku macc-criektpoB Pfleger, NIST, Wiley.
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[Tpu I'X-AUIT u I'’X-MC ananu3ze 115 uaeHTuQUKaIun
KOMIIOHEHTOB UCITOJIB3YIOT nporpammy Pukcanuu Bpemen
Vnepxupanus (OBY).

MHOrOKOMITOHEHTHBIN ra30xpoMaTorpaduyeckuii 1 XpoMaTro-macc-
CHEKTPOMETPUUYECKUI aHAN3 OMOKUAKOCTENH METOJaMH Tapo(azHOTo
aHaJIM3a U MPSAMOro BBoJa poObl NpoBoAAT Ha KosioHke HP-FFAP cwm. 1.
3.2.1., nepeueHb onpeaensieMbIX BEUIECTB MpuBeAeH B Ta0a.1 u tadi.1
[Ipunoxenus.

DkcrpeccHoe razoxpoMarorpaduyeckoe onpeaencHue (BpemMs
aHayn3a 2,2-5,5 MUH) CIUPTOB U HEKOTOPBIX COMYTCTBYIOIINX
COCAMHEHNH BBINOJIHAIOT HAa yKopoueHHOU KosoHke HP-B ALC cwm. .
3.2.2., nepeyeHb OnpeeasieMbIX BEIIECTB MPUBEICH B Ta0.2.

Pa3zpaboTan Habop MeToauK XpoMaTorpaduueckoro aHaamsa ¢
IUIAMEHHO-NOHU3ALMOHHBIM U MacC-CIIEKTPOMETPUUECKUM
JNETEKTUPOBAHUEM JJI1 OOHAPYKEHUS U KOJIMUYECTBEHHOI'O OIIPEIEICHUS
QJIKOT0JISI © KOMIIOHEHTOB TEXHHUUYECKHUX KUIKOCTEN B OMOJIOTHYECKUX
0o0BeKTax: KpoBU, Moue, citoHe. [Ipu nernonb3oBaHny METOAa XpOMAaTO-
macc-criektpomerpun  (I'X-MCJI) nuamna3zon usmepsieMbIx
KOHIICHTPAIMI COCTaBIsIET B pexuMe nojHoro ckanupoBanus (SCAN)
0.05 — 10000 mkr/mi1, B peskuMe CeIeKTUBHOTO MOHUTOPUHTA
BEIOpaHHbIX HOHOB (SIM) 0.005 — 10000 Mxr/mi. [Tpu mramMmeHHO-
noHu3auroHHoM nerektupoBanuu (I'X-/IUIT) ananazon namepseMbIx
koHIeHTpanuii coctasisiet 1,0 — 10000 mxr/mu. [penen onpenenenus
mutst aTanona u Mmetanona - 0,007 % 006. mys areTona, aleTOHUTPUIIA,
NUPUIMHA U XJIOPOPTaHUICHCKUX COeNMHEHUH 1-3 MKr/Mi, 1uist
apOMaTUYECKUX YTJIEBOJOPOJIOB: OEH30I1a, TOIy0JIa, U30MEPOB KCUJIOJIA,
ctuposna 0,5 MKr/mit.

[Morpemnocts (CKO,,y ) onipesiesieHuss METOAUKN AHanu3a
PasnogecHoii [TapoBoit ®a3el bez TepmocrarupoBanus 0,4%.

3.1.1.MATEPUAJ/IBHO-TEXHUYECKOE OBECIIEYEHHE

METOIA

HopMmaTuBHBIE CCHLIIKH

I. |T'OCT P 8.563-96 MeToauKy BBITTOJTHEHUS
U3MEPEHUN

2. |T'OCT 12.1.005-88 CCBT. OO61ue canuTapHo-

TUTHCHUYECKHE TPEOOBaHUS K
BO3JIyXYy pa0oyeil 30HbI

3. |T'OCT 12.1.019-79 CCBT. DnekTpobezomacHoCcTh. O0IIHe
TpeOOBaHMS K HOMCHKJIATYypPE
BHUJIOB 3aIUTHI
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4. |T'OCT 3022-80 Bonopon
Texunyeckuu. Texauuyeckue
YCIIOBUSA

5. |I'OCT 6709-72 Boaa auctunnupoBaHHas.
TexHudyeckne ycaoBus

6. [I'OCT 9293-74

7. | A30T ra3000pa3Hblii U KUAKUNA | TeXHHUUECKHE YCIOBUS

8. [I'OCT 17433-80 [IpombInuieHHas YUCTOTA.
Cskarsiid Bo3ayx. Kimacesl
3arpsi3HEHHOCTH

9. |T'OCT 24104-88 Becwi mabopatopHbie 00111ero

Ha3Ha4YCHUA U 06p3.3HOBLI€.
O6HII/I€ TCXHUYCCKUC YCIIOBUA

10. |T'OCT 25366-82 ITocyna m obopymoBaHue
1a00paTOpHBIC CTCKIISTHHBIC.
Turmbl, OCHOBHBIC TApAMETPHI U
pasMepsl

11. [TOCT 24898-90 TepmMoMeTpBI JKUIKOCTHBIE
cTeKJsiHHbIe. O0ume
TEXHUYECKUE TPEOOBAHUS.
MeTo1bl HCTIBITAHU

12. |[TOCT 29227-91 [Tocyna nabopaTopnas
CTeKJIAHHAs. [Iunerku
rpangyupoBansbie. YacTs 1.
O6mue TpeboBaHus

13. |MunucrtepctBo 3apaBooxpanenuss CCCP. Xumuko-
TOKCUKOJIOTUYECKUN aHAJIN3 BEIIECTB, BBI3bIBAIOIINX
oaypMmaHuBaHue. Meroauueckue ykazanusa. Mocksa - 1989 r.

14. |Epemun C.K., U30t0B b.H., Becenosckas H.B. Ananus
HapKOTH4YeCKUX cpencts. M.Masicip 1993.

Anmapartypa, MaTepuajJbl 1 peakTUBBI. [ a30BbIc XpoMaTorpadsl
Agilent 6890N umu Agilent 6850 ¢ aBToumxkekTopoMm Agilent 7683,
TIO3BOJISIONIUM PETYJIUPOBATH MOTPYKEHUS UIIIbl XpOMATOrpaduIecKoro
mmpuna B BUany.  Xpomartorpadpl  cHaOXKeHBI  IJITAMEHHO-
VMOHM3AIMOHHBIM JIETEKTOPOM WIIM MAacCC-CENIEKTUBHBIM  JIETEKTOPOM
Agilent  5973N u  kononkamu  HP-FFAP  (19091F-115)
50m;0.32mMm;0.50mxkm (mis IT'X-JAIUII) wu  HP-FFAP  (19091F-
115E)50m;0.2mMMm;0.3mMxkM (st 'X-MC), u nporpammort ®BY nmns
KOHTPOJII H (UKCAIMM BPEMEH YICp)KUBaHUS. (PerucTpamuoHHOe
yaocroepenue M3 P® No........ )

JIJIsT  KCTIPEeCCHOTO OMpEACNICHUs aJKOTONs B OWOJIOTHYECKUX
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KUAKOCTSAX (KPOBHM, MOYE, CIIOHE) MPUMEHSIOT KANWUIIPHYIO KOJIOHKY
HP-B ALC (19091S5-510) 7m;0,32MM;20 MKM.

["a3-HOCHUTEND — renuii cxkathlil Mapku "A" B OajioHe
Asot cxartsiii B 6amwtone mo 'OCT 9293 unu a30T 0c000i  YUCTOTHI
o I'OCT 9293.
Bona nuctunnuposannas o 'OCT 6709
ALIETOH 4.11.a.
Meranon 4.1.a.
N3onponanoi u.x.a.
DTaHOI 4.11.a.
[Iponanoun 4.x.a.
Xnopodopm, u.j.a.
YeThIpeXXJIOPUCTBIN YIIepOoa 4.1.4.
XnopucThlil OyTHII 4.1.a.
1,2-TuxsopaTan 4.1.a.
N3onponanod, v.x.a.
Auneronutpuit jyist BOXX, u.z.a.
benzon u.n.a.
Tonyou u.x.a.
o-Kcunoin u.n.a.
p-Kcwton 4. 1.a.
AHWIVH 4.]1..
JIMMeTUIaHWINH 4.]1.a.
MOHO3TUIOBBIN 3(hUP FTUICHIIIUKOIIS Y.11.2.
JlumeTunoBbli 3(UPITUIICHIJIMKOIIA Y./1.2.
byTnnnenno30isB 4.1.a.
1,4-J/InokcaH 4.1.a.
JusTunoBsii 2gup 4.1.a.
JluuzonponuioBeIil 3gup 4.1.a.
['excan u.x.a.
['enran 4.1.a.
ALICTOHUTPUII Y.J1.4.

ABTOMarnyeckue nuneTku BMectTuMocTbro 200-1000 Mk
Muxkpommpuibl  XpoMaTorpapuueckue BMECTUMOCThIO 10 MK

Hamilton.

Mukponmpuiibl XxpoMaTorpapudecKrue ra3orIoTHEIE BMECTUMOCTHIO
100 mxn Hamilton (a1 paGoThI ¢ aBTOMHKEKTOPOM )

[Tpobupka ¢ mpurepTol MPOOKOI BMECTUMOCTBIO 15 Mt
Buanbl cTeKsiHHBIE C TIACTMACCOBOM 3aBUHYMBAIOIICHCS MPOOKOH
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(WM ¢ METaJUTMYECKOW MPOOKOH, YIJIOTHSIEMOW 00KaTHEM B KpUMIIEPE)
U Te()JIOHUPOBAHHONW IOJIUMEPHOM MEMOpPAHON BMECTHUMOCTBIO 2 MII
tuna Agilent Technologies 518207-14

KapTpumkn wim  maTpoHbl JUIS  TBEpAO(a3HOW  SKCTPAKIUU
AccuBond II SFE, Agilent Technologies p/nl88-29 20 ¢
OKTaJICIIMILHBIMU TPYIIITAMH.

Xumudeckas mocyjia 00111ero Ha3HaueHust
Becwl ananutnueckue 2 Kjiacca TOYHOCTH

Jlomyckaercss  MCHOJIB30BaTh ~ OOOpYNOBaHHME, MaTepuaibl U
pPEaKTUBBI C TEXHUYECKUMH XapaKTEPUCTUKAMU HE HUKE YKA3aHHbIX.

3.1.2.YCJIOBUSA ITPOBEJAEHUA METOA

3.1.2.1. TpeOoBaHus Kk padboueMy MecCTy

HccnenoBanne 6MOIOTHYECKHUX KUAKOCTEH HAa HAJTHMUNE aJIKOTOJIS U
JIETY4HX BEIIECTB MPOBOISAT B YCIOBUAX XUMUYECKOW Jaboparopuu,
OCHALIEHHOM BBITSKHOM BeHTWIsiLuen. [loMenmenre B KOTOpOM NpOBOIAT
XpomatorpaduyecKkuil aHaIu3 JOIKHO OBITh OTJEICHO OT MOMEIICHHI B
KOTOPBIX MPOBOJST MOArOTOBKY ITPOOBI K aHAIM3Y BO U30€KaHue
NEPEKPECTHBIX 3arPA3HEHUN TPOOBI IIEIEBHIMU KOMIIOHEHTAMH.

3.1.2.2. TpeOoBaHMs K Bpayy KJIMHHYECKOH J1a0OpaTOPHOH
AUATHOCTHKHU. Bpau kamHu4ecKkoil 1abopaTopHON JUArHOCTUKH
IPOBOJISLIMI UCCIEIOBAHUA JOJIKEH POUTH KypC OOyUEHHsI IO METOLY
razoxpomaTorpauyeckoro aHajan3a, MMeTh HaBbIKU 10 HACTPOMKE,
rpalyupoBKe U 0OCIYy>KMBaHHIO HpUOOpa (B 00beMe ONepaTopCKOro
TPEHUHTA), @ TAKXKE YMETh OLEHUTh NPABUIBHOCTD MOYyYaeMbIX
pe3yabTaToOB ( BBISBIATH JIOKHOIOJIOKHUTEIIbHBIE U
JIO’)KHOOTpHULIATEIbHBIE PE3ybTaThl). Bce paboThI 110 MOATOTOBKE U
aHaJIM3y MpoObI JOJHKHBI TPOBOJIUTHCA B 3AIMTHBIX MepyYaTKax U XajaTe.

IIpr BBIIOMHEHUM HW3MEPEHUN C HCIOJIB30BAHUEM YKA3aHHOIO
BBIILIE o0opy0oBaHus clenyeT coOI01aTh npaBuia
anekTpobesonacHocty B cootrBerctBuM ¢ ['OCT 12.1.019 wu
MHCTPYKIUSAMU O 3KCIUTyaTaluy MpUOOpPOB.

[Ipy BBINOJHEHUUM U3MEPEHUN C MCHOJb30BAHUEM Ta30BbIX
xpoMarorpaoB M XpoMaTo-Macc-CIEKTPOMETPOB, CIEAYyET COOJII0NaTh
yTBepxkaeHHble ['ocroprexnamszopom CCCP “IIpaBwiia ycTpoicTBa M
0€30macHOM AKCIUTyaTallMu COCY/I0B, pa0OTaIoMIUX MOJ AaBieHUEM  OT
27.11.87.

[Tpu paboTe ¢ YUCTHIMU BELIECTBAMU M PACTBOPUTEISIMHU CIEAYET
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BBITIOJIHATh TpeOOBaHMsI OE30MAaCHOCTH, YCTAHOBJICHHBIC ISl paboT C
TOKCUYHBIMH, CIKHMH M JIETKOBOCIUIAMCHSIOIIMMUCS BEIICCTBAMHU TIO
['OCT 12.1.005.

3.1.2.3.TpedoBaHus K TeCTUPYEeMOMY
OCHOBHBIM TpeOOBaHUEM K UCIIBITYEMOMY SIBISIETCSl TpeOOBaHUE
OTCYTCTBUSA (panbcuduranuu OUOJIOTUUECKOM TPOOHI.

3.1.2.4. OTO0p U XpaHeHHe MPOO

OT60p PO6 OMOTOTUYECKUX KUAKOCTEH MPOU3BOJUTCS COTIACHO
JNEHUCTBYIOLIUM METOJUYECKUM yKa3aHusM (cM. .HopMaTuBHbBIE CCBUTKH.
[12,13]). Hmns kakmoro o0ciaeayeMoro Heo0XoIuMo yKa3bIBaTh: BO3PAacT,
I10JI, UCII0JIb30BaHUE KAaKUX-THOO0 JIEKapCTB, B TOM YHCIIE JIEKAPCTB,
coJiep KalluX dTUIOBBIA CIUPT.

Haubosnee pacnpocTpaHeHHbIM OHOJIOTMYECKUM O0BEKTOM IIPH
TOKCHUKO-XMMHUYECKOM HCClIeIoBaHuU siBIsieTcss Moya. [Ipouienypa orbopa
OMOJIOTUYECKON TPOOBI MOYM U CIIFOHBI JOJIKHA MPOU3BOIUTHCS TO]]
HaAOJII0ICHHEM Bpaya BO U30eKaHUe 3aMEHbI U IIOPYH MPOOHI.
Heo6xonumo yuuTheIBaTh, 4TO Mpobda MOKET OBITh 3aMEHEHa 00pas3IioM B
3apaHee MPUHECEHHOM KOHTEHepe, UcnopyeHa 100aBjIeHUEM BOJIBbI,
otrOenuBaTeseil u Ip. XMMUYECKUX peareHToB. Moua otOupaeTcs B
Pa30BbIN TUIACTUKOBBIN UM CTEKJISTHHBIN (PIIAKOH B KOJIMYECTBE HE MEHEE
150-200 mn. ®ukcupyercs pH u remneparypa moun. [1poda nenurcs
nonojam Ha npoOsl A u b, anukBoTa mpoObl A mocTynaeT Ha aHalu3,
npoOa b onedarbiBaeTcs ¥ XpaHUTCS B 3aMOPOKEHHOM COCTOSIHUU B
TE€YEHUH BPEMEHU OTOBOPEHHOM JCHCTBYIOIIMMH HOPMATUBHBIMU
nokymeHTamu. [IpoObl CItOHBI OTOMPAIOT C MOMOIIBIO BATHOT'O TAMIIOHA,
TaMIIOH ¢ OTOOpaHHOM MPOOOH IEHTPUDYTUPYIOT, OTOUPAIOT 3 MII
CJIFOHBI, JIEJISIT MOIO0JIaM, aTMKBOTHI MPOOBI A MOCTYMAIOT Ha aHAJIU3,
npoOy b oneuaTsiBaoT U XpaHAT 3aMOPOKEHHOM.

[TpoObI KPOBH OTOUPAIOT C UCIOIB30BAHUEM PA30BBIX CTEPUIIBLHBIX
HIITPUIOB, 00beM MPOOKI KpoBHU cocTasisieT 1 mi. B mpoOy nobassior
AHTUKOATYJISTHT, IESAT Ipo0y MomoiaM, ajakBoTa IpoOkl A MOCTyNaeT Ha
aHainu3, npoody b oneyaTsiBarOT, 3aMOPAKMUBAIOT U XPAHST B
COOTBETCTBHE C JIEHCTBYIOIIMMU HOPMATUBHBIMH JIOKYMEHTAMHU.

4. TIOAI'OTOBKA K UBMEPEHUSAM
4.1. IlpuroroBJjieHHe CTAHAAPTHBIX PACTBOPOB
Jlnst onpenieneHrs 3TaHoJIa, METaHOoJa, alleTOHA U M30IIPONaHoIa,

0’KHJIa€MbI€ KOHIIEHTPALIMH KOTOPBIX B UCCIEAYEMbIX OMO00BEKTAX
Haxoxarcsa B quana3zone oT 0,03 1o 1,2 % 00. TOTOBSIT BOJHBIC
PacTBOPHI EPEUUCIECHHBIX BEIECTB, KOHLIEHTPAIUs KOTOPBIX BbIpaKeHa
B 00b€MHBIX %0, IPUATOM PE3YJIbTAT ONPEICICHUSI MOXKET BbIIaBaThCS B
% 110 00bemMy uiu %0.
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JIns onpeneneHus Apyrux COEAMHEHNM, ONPEAEIIEMBIX B HU3KHX
KOHIICHTPAITUSIX M TEePEUYUCICHHBIX B Ta0:.1,2 u Tabm. 1 mpuioxxeHus
rpagyupoOBKY IPOBOASAT BOJAHBIMU WA BOJHOCIIUPTOBBIMU PACTBOPAMU
BEIIECTB, KOHIIEHTPAIINS KOTOPHIX BRIpaKeHA B MKT/MII. Pe3ynbrarh
OTIPEJICTICHUS TAKXKE BHIIAOTCS B MKI/MIJI.

4.1.1. IlpuroroBjiecHHe PpacTBOpa BHYTPEHHEro CTaHAapTa
npomnanoJia-1 I KOJMYECTBEHHOI0  OMNpeAeJeHHs  JTAHOJIA,
METAaHO/Ia, AaNeTOHAa, H30IpPONMAHOJA M JAPYIrHX OIpeaejsieMbIX
KOMIIOHEHTOB B KPOBHU, MOYe H CJIIOHE.

B mepnyro kondy (1 kmacca Ttounoctu) BMecTUMOCThIO 100 mi
BHOCAT 50 M gucTwimpoBaHHOM — Boubl, 10 mur mponanona-1 wu
N00aBIAIOT IUCTUIUIMPOBaHHYI0 Boay 110 MeTku 100 mu. KoHuentpanus
nponaHoja-1 B BogHoM pactBope coctasisieT 10% mo o0bemy.

4.1.1.2. Ilponanon-1 Mo)eT OBITh HCIIOJIIB30BAaH KaK BHYTPEHHUU
crangapt B Mmetone Duxcauuu Bpemen VYnepxkupanus (OPBY) nns
COCAMHEHUI MepeUncleHHbIX B Ta0n.1 u 2.

4.1.2. IlpuroroBjiecHHe PpacTBOpa BHYTPEHHEro CTaHAapTa
HHUKJIOTeKCAHO0JIA JAJIs1 KOJIMYECTBEHHOI0 OIpe/ieIeHUsi KOMIIOHEHTOB
TEXHUYECKHUX KHMIKOCTell ompenesieMbIX NPAMBIM BBOJAOM MOYH ,
nepeyncjeHHbIXx B Tadia.l  mpuioxkeHusi  (ITHICHIJIMKOJb,
AMAITUJIEHTJINKOJb U BellleCTBA OJIM3KHE UM 10 JIeTy4eCTH)

B kayecTBe BHYTPEHHETO CTaHIapTa MPU ONPEAEIICHUH HEJETYUNX
STUJICHTJIUKOJISL, TUATHIICHTITUKOIS U OJM3KUX UM 10 JIETy4eCTH
KOMITOHEHTOB, MEPEYUCICHHBIX B Ta0. 1 u Tabin.1 [punoxenus
UCIIOIb3YIOT UKIIOTE€KCAHOIL.

B mepnyto konly (1 kmacca TouHoctd) BmecTUMocThio 1000 mu
BHocAT 300 mia »TaHoOna, 1 M UUKIOreKcaHojia W J00aBIIAIOT
JUCTWUIMPOBaHHYI0 Boay 1o wmetku 1000 wmu.  Konuentpanus
nporanona-1 B BogHoMm pactBope coctanisieT 0,1% mo o0bemy.

4.1.3. IlukmorexkcaHoja MOXET OBbITh MCIOJIb30BaH KaK BHYTPEHHUM
crangapt B Metone Duxcanmm Bpemen VYnepxkupanus (®PBY) nns
COCJIMHEHU I OIM3KHX 50 JIETY4YECTH ATHJICHTJIMKOJIIO "
JTUATUJICHTJIMKOJIIO U MePEeYrCIeHHbBIX B Ta0I..1 [Ipunoxenus.

4.2. IlpuroroByieHne rpagyupoOBOYHBIX PACTBOPOB (CMeceil)

4.2.1. IlpuroroB/jieHHe rPaAyHPOBOYHBIX PACTBOPOB ITAHO.1A,
METaHO0J1a, ALEeTOHA, H30IPONAHO0JIA

IIpuroroBienne pacrBopa A. B wmepnyro konby (1 xmacca
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TOYHOCTH) BMecTUMOCThIO 100 Ma BHOcAT 50 M1 AMCTHIIMPOBAHHOM
BOJABL, MO |MJI KaXJOro BellecTBa M J0O0ABIAIOT JUCTUILIMPOBAHHYIO
Bony n0 Merku 100 mn. KoHmeHTpanmus CTaHAAPTHBIX BEIIECTB B
pactBope A coctasiusier 10 % 00.

IIpuroroBieHne rpagyupPoOBOYHBIX PACTBOPOB 3TAHOJIA,
METaHO0J/1a, AeTOHA, H30MPOoNaHoJia KoHueHrpauusamu 0,02; 0,05; 0,1;
1,0;2,0 % 00.

['panynpoBOYHBIE pACTBOPHI TOTOBST C UCIOJIB30BAHUEM
OMOXUIKOCTEN KPOBH, MOYH WJIM CITIOHBI HE COJIEPIKAIIUX OMPEACIIIEMbIX
BEILIECTB. BBIMOJIHSIIOT TpU IpaiyupOBKH AJIsl aHAIN3a KOJIMYECTBEHHOTO
aHaJM3a KpoBH, MOYH U CIItOHBL. K mpobaM KpoBU MpeaBapUTEILHO
no6aisroT 10% BoanbIi pacTBop nutpata (100 Mk pactBopa Ha 1 mi
1enbHOM KpoBH). K Tpem allukBOTHBIM 00beMaMm (1 Mir) OHOKUIKOCTH
nobainsaoT 2, 5,10,100 u 200 Mk pacTBopa A, mpu 3TOM KOHIICHTPAIIHSI
onpenaensemMbix BemectB coctaBut 0,02; 0,05; 0,1; 1,0;2,0 % 06.,
COOTBETCTBEHHO.

K kaxmomy rpaayrpoBOYHOMY H0O0ABISIOT 5 MKI BHYTPEHHETO
crangapra nponanona-1 u noasepratot I'X-JAUIT nnu I'X-MC ananuzy
no 1.5. Konnenrpamuss BC mnponanona-1 B rpamyupoBOYHON cMecH
coctaBseT 0,05%.

KosnuecTBeHHBI pacyeT NOPOBOAST IO METOAY BHYTPEHHETO
CTaHJapTa COTIACHO MHCTPYKIIUU K PUOOpY.

4.2.2. IIpuroros.ieHue rpaayMpoOBOYHBIX pacTBopoB
(XJIOpopraHn4YecKux coeMHEeHUi, APpOMATHYECKHUX JIETYYHX BelleCTB,
ITWJIEHIJIUKOJS, AMITUJIEHIJIUKOJS, a TaKMe JAPYruX BellecTB
nepevyucjaeHHbIx B Tada. 1 m 2 um Tadua.l npuinoxeHuss (Kpome
nepeyncaeHHbIX B 1. 4.2.1.)

4.2.2.1. IIpurorosJienue rpagyMpoBOYHBIX pacrBopoB
KOHHeHTpauusaMu 500 Mxr/mu

Ha yaimky aHalnuTH4eCKUX BECOB, MTO3BOJISIIOIIMX B3BemuBaTh OT 0,1
Mr g0 150 Mr mnomemarT MEpHBIN HMWIMHIAP BMEeCTUMOCThIO 20 mil, B
muIMHAP 100aBistoT 10 MJI MOYHM, 3aMHMCHIBAIOT MAcCy WIH TapUPYIOT
BECBI.

K 10 mn moum goGapmsitor 10 Mk BemiecTBa, GUKCUPYIOT Maccy
BBEJICHHOTO BEIECTBa W J00aBistoT Mouy g0 metku 20 mi. Koneunas
KOHIleHTparusi  pactBopa  coctraBmsger  0,05% 00, maccoByro
KOHIIEHTPAIUIO BEIYHUCIIAIOT IO (hopmyrie:

Xer = (mr/ mi ),
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B cnywyae mnpurotoBieHUss cMeceid U3 BEUIECTB, PacTBOPUMOCTH
KOTOpeIX B Boje cocraBiasier meHee 0,1 % , 10 mxn mpoOw
IpeBapUTEIbHO BHOCIT B 1 MJI 3TaHONa U 100ABIISIOT Mouy 10 20 M.

4.2.2.2. IIpurorosJienue rpagyMpoOBOYHBIX pacrBopoB
KOHIeHTpauusaiMu 50 MKr/mJ

B mepnyto ko010y BMectrmMocThio 100 mir BBoasaT 10 mir pactBopa,
IPUTOTOBJICHHOTO 1Mo 1. 4.2.2.1 u 100aBiasft0T MOUy (HE COACPIKAIIYIO
ompeensieMbIX BeecTB) 10 oobema 100 mt.

4.2.2.3. IIpurorosJienue rpaayMpoOBOYHBIX pPacTBopoB
KOHI[EHTPAUMSAMHU 5 MKI/MJI

B mepnyro kon0y Bmectumoctbio 100 mi BBoasT 10 mi pactBopa,
MPUTOTOBJICHHOTO 110 1. 4.2.2.2 1 100aBIIsItOT MOYy J10 o0bema 100 mut.

st ananuza otOupatot 1 M1 pacTBOPOB MPUTOTOBJIIEHHBIX COTJIACHO
n.4.2.2.1-4.2.2.3, BBOAAT 5 MKJ pacTBOpa BHYTPEHHEIro CTaHJapTa
npomnanojia-1, mpuroroBieHHoOro corjlacHo 1. 4.1.1 mus onpeneneHus
JIETYYuX KOMIIOHEHTOB MepevyrciieHHbIX B Tabn.1 u 2 (konuentpamus BC
npornanona-1 B rpagyupoBouHoit cmecu coctasiser 0,05% 006.) wmm 1
MKJT pacTBopa BHYTPEHHETO cTaHjapra UKJIOTeKCaHoJa
MPUTOTOBJICHHOTO cOoracHo 1.4.1.2 mpu omnpeAesreHu:d STUIICHTIIUKOJI,
JTUATWICHIJIMKOJST M BEHIECTB  OJNM3KUX UM 1O  JIETy4ecTH
npeacraBieHHbIX B Tabim.l  mpunoxenus.  Kouuentpamuss BC
[UKJIOT€KCaHOJIa B TPalyUpOBOYHOM CMECH COCTaBJISET 2,8 MKI/MII.

KosmuecTBEHHBI pacyer pe3ysibTaTOB  HPOBOLAT IO METOLY
BHYTPEHHETO CTaH/apTa COTJIaCHO MHCTPYKIIUHU K MIPUOOPY.

5. MPOBEJIEHUE U3MEPEHUM

5.1. Xpomarorpadpuueckyrw cucremy BKJIKYAIOT H
HACTPAaMBAKOT B COOTBETCTBHM C MHCTPYKIHMEH MO IKCIJIyaTAlMU H
YCTAHABJMBAIOT MapaMeTpbl XpomaTorpadgupoBanuss M Macc-
CIIEKTPOMETPHYECKOI0 1eTEKTHPOBAHUS.

5.2. IloaroroBka npod K aHaJaIu3y.
[Ipu mpoBeneHrny aHalIn3a HEMOCPEACTBEHHO MOcje oToopa mpoOHI,
aHAIM3UPYIOT ATMKBOTHBIA 00beM MpoObI A. IT0CKOIBKY alnKoroib u
JIETYy4Yue COEIMHEHUS ONPENEIAI0T METOAOM Mapo¢a3HOro aHaau3a npu
KOMHATHOH TeMIeparype TeMreparypa B IOMEUIEHUH J1abopaTopuu
nomKkHa 61Tk B nipesenax ot +15°C o +35°C. TIpu noBTOpHOM aHaM3e
B ClIyyae Korja rmpo0a 3aMOpoKeHa, TPOBOAT Pa3MOpPaKUBaHUE MPOOBI
(10 TOJTHOTO UCYE3HOBEHUSI KPUCTAJUIOB JIbJa) PU KOMHATHOMN
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TEeMIIepaType WU OMeNIasi EMKOCTh C MPOo00il B BOJY TeMIIEpaTypon OT
0 0

+157C no +35°C. Tlocne pa3mopakuBaHus U OTOOPA aAIMKBOTHI MPOOY

BBIICP)KUBAIOT TIPU TEMITEpaType MOMENICHHsI Ta0OpaTOpuH B TeUeHue 3

MUH.

5.2.1. Or0op aauMkBOT MNPO0 KPOBH, MOYHM M CJIIOHBI M BBOJ
BHYTpeHHero cranaapra. [IpoObl KpoBU, MOYM M CIIIOHBI OTOMpPAIOT U
XpaHsT coraacHo 1.3.1. AJMKBOTHbIE 0OBEMbBI MOYM U CIIOHBI OTOUPAIOT
u3 npodbl A (wm b mnpu NOBTOpPHOM aHanM3e) aBTOMATHUYECKOU
NUINETKOM € pa3oBbIM HakoHeYHMKOM. /[l mapodasHoro ananusa
oTouparoT 1 mi moun win ciatoHbl. K kaxaol npoOe 100aBiIsOT 5 MK
BOAHOTO pacTBopa BHYyTpeHHero cranaapta (BC) npormnaxnonia-1,
npurotosiieHHoro no m.4.1.1.1 u moxgseprator I'X-JAUII mmu ['X-MC
aHaJIM3y M ONpENENSAI0T BellecTBa IepeuucieHHble B Tabnl m 2.
Konnentparust BC nponanona-1 B mpo6e coctasiusier 0,05% 00.

5.2.2. Or6op npod MouM sl ONpedeIeHHS] MAaJIOJIETy4YHuX
coeIMHEeHU M (rIMKoJIed) ¥ BBOJI BHYTPEHHEr0 CTAHIapTa.

Manoneryune COEIWHEHUS OTUICHIIUKONb, TUITHICHIJIINKOIb U
ONMM3KKMe MM TIO JIETY4YEeCTH, MEePEeYUCICHHbIE B TaOy.l TpuiIoxeHus,
AHATM3UPYIOT TPSIMBIM BBOJIOM OHMOXHUIKOCTH B Xpomatorpad. Mouy
NpenBapuTeNbHO  UEHTPUYTHPYIOT, U1 aHajuu3a  OTOMparoT
HAJ0CaJOUHBIA ciiod TpoObl. [l mpoBeacHUs 0O30pHOrO aHaau3a
orOuparoT anukBoTHBIH 00beM Mmouum 800 mxi. K 800 Mk mouum
N00aBIAIOT 3 MKJI BOAHOITAHOJIBHOTO PACTBOPA BHYTPEHHEIO CTaHIapTa
- [UKJIOTEKCaHOJIa U 200 Mk aTaHoNa  JUIS  YJIYYIICHUS
XpoMaTtorpaduuecknux CBOMCTB aHanu3upyemon npoOsl. KoHueHntparus
BC nmknorekcanona B mpobe cocrapiser 2,8 Mkr/miL. [Ipu npssmom BBOjIE
MOYH B XpoMaTorpad 3TaHOJ KOJTUYECTBEHHO HE OMPEIeIIseTCS.
[Tpu HampaBeHHOM aHANKM3€ HA ATUJICHTJIMKOIb U JUITHIICHTJIMKOIIb
nociie NeHTpudyrupoBanus 3 MJI MOYH MPOIMYCKAIOT Yepe3 MaTpoH s
tBeprodaznoi skcrpakiuu Evidex SPE Cg, KOTOPBIH BHITIOIHSET POJIb
¢bunbTpa. [laTpoH npeaBapuTEeIbHO AKTUBUPYIOT MPOITYCKAaHUEM 3 MJT
MeTtaHosa 1 10 M1 TUCTUIUTMPOBAHHOM BOABI J1Jis aHamM3a UCTIONB3YIOT
MOYy TIPOIYIICHHYIO Yepe3 MaTPOH, KOTOPHIN 3aePKUBACT KOMIIOHEHTHI
MOYM OPTraHUYECKON U HEOPTaHUYECKOU IPUPOAbI OTPULIATEIBHO
BIIUSIIOIIME HA BPEMS )KU3HU KOJIOHKU. JTUJICHTIIUKOIb U
JTUATUIICHTJIMKOJIb HA MTaTPOHE IS TBEPA0(a3HOM SKCTPAKITNH HE
copbupyrorcs. Jnsa ananuza oréuparot 800 MKJI MOYH TTPOMYIIIECHHOM
4yepe3 maTpoH i TBepAo(a3HOI IKCTPAKIIMU, BBOJSAT BHYTPEHHHM
CTaHJAPT IUKIIOreKcaHo, 7o0aBisitoT 200 MKJI 3TaHOJIA U AaHATU3UPYIOT
MPSIMBIM BBOJIOM B XpoMartorpad.

[Ipumeyanue: BemiecTBa, cOpOUPOBAHHBIE HA MTATPOHE MOYKHO

AIIFOUPOBATH METAHOJIOM IOCJIE MPEABAPUTEIILHON TPOMBIBKH MaTPOHA
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I[HCTHHHHpOBaHHOﬁ BOI[Oﬁ M AaHAJIM3UPOBATL 3JIF0OAT HA HAJIMYIUC
HAapKOTHUYCCKUX HUIIN CHHBHO,HGI)'ICTBYIOH_IHX BCIICCTB.

5.3. YcaoBusi xpomMaTorpauueckoro aHajamsa.

5.3.1.YciaoBuss xpomarorpagpuyeckoro aHajau3a AJsi KOJOHKHU
HP-FFAP
Temmnepatypa tepmoctara kosonok 60°C (Smun.), 10°C/mun, 190°C
(25MuH.). AHanM3 B peXXUME MTOCTOSTHHOTO JIABJICHUS T'a3a- HOCUTENS
(Constant Pressure). B kauectBe raza Hocutens B metozae I X-MCJ]
UCIIONBL3YIOT TeJIMi, pacxo raza nocurens npu 60°C - 1 mir/MuH,
JUHEWHAast CKOpOCTh raza-Hocutens 28,3-34,0cm/c. dnsa ['X-JIUIT ananuza
UCIIOL3YIOT T'a3-HOCUTENb a30T, pacxo/ rasa nocurens npu 60°C - 1
MJI/MUH, TMHEWHAsi CKOPOCTh Ta3za-Hocurens 19,8-22.2 cm/c.
Temneparypa ucnapuress xpomatorpada cocrasisier 180°C
Temmnepatypa miaMmeHHO-HOHH3aOHHOTO eTekTopa 210°C. Box
poObl OCYIIECTBIIAIOT B peKUME C AesieHneM noToka (split) 1/3 nns
napodazHoro aHanusza u Npu JejeHuu noroka 1/15 npu npsmom BBojie
pOOKI.

OO0bem BBOAMMON MpoObI Mpu napodazHom anamuze 50 MKI, MpU
BBOJIE B XpomaTorpad xKHUAKON mpoObl ee 00beM COCTABIISIET 1 MKJI.

[Ipy  HampaBlieHHOM  ONpENENIEHHH  3TaHONa,  METaHoJa,
U30IPOINAHOJa U alleTOHA B KPOBHU, MOYE WM CJIIOHE BpeMs aHalIu3a
coctaBisier 6,5 wmuH. Ilocnme kaxnapix 50 aHamm30B KenaTeIbHO
KOHJUIIMOHUPOBATH NpUOOpP B TEUYEHHE dYaca MpU TeMIepaType
TepMocTaTa konoHok 210°C.

Bpemena yaepuBaHUSI ONpEAENEMbIX COCIWHEHUH IS KOJOHKU
HP-FFAP 50m;0.32MMm;0.50MKkM (Ta3-HOCUTENH a30T) MPEJCTABICHHbBIC B
Tabn.l m 2 nmonywator no merony Pukcauuu Bpemen VY nepkuBaHus
(®BY). KanubpoBky Mo JaBieHUI0 Ta3a-Hocutenss B mertojge PBY
BBITMIOJHSIOT COTJIACHO WHCTPYKIMH, MpHJIaraeMod K Mpudopam Iio
BHYTPEHHUM CTaHJapTaMm: MpomnaHoiy-1 (BemectBa cMm. Tabi.l) u mo
UKJIOreKcaHoly (BemiecTBa CM. Ta0ia.l TpuiokeHus), BpeMeHa
yAEP)KUBAHUSI KOTOPBIX B BRIOPAHHBIX YCIOBHIX XpoMaTorpagupoBaHUs
cocTaBysitOT 6.318 muH (npomanon-1) u 12.380 (1ukiiorekcaHodm).

I'panynpoBky mnpubOpoB jid MNPOBEACHUS KOJIMYECTBEHHOIO
aHaJlM3a U BBIIOJIHAIOT 110 METOJy BHYTPEHHETO CTaHIApTa COIVIACHO
UHCTPYKIMH K pubopy. s rpaiyupoBKy HCMOIB3YIOT CMECH BELIECTB,
IIPUTOTOBJICHHBIE 110 I1.4.

5.3.1.YcaoBus xpomarorpapuueckoro (I'X-AHII) ananuza nist
kos0Hku HP-B ALC
Temmneparypa tepmoctara komonok 120°C (1mun.), 25°C/mun, 165°C
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(1muH.). AHaIU3 B peKUME MOCTOSIHHOTO JIaBJICHUS ra3a-HOCUTEIIA
(Constant Pressure). ['a3-HocuTenb — a30T, 1aBIC€HUE KOTOPOTO
cocraBysieT 7.62 p.s.i., ckopocth motoka mpu 120°C cocrasiseT 3 Mi
/mun. Temnieparypa ucnapurens xpomarorpada 180°C, temmneparypa
IIaMEHHO-HOHHU3AMOHHOT0 geTekTopa 250°C mpu pacxoe
noJIIyBOYHOIO Tra3a (a3ot) 20 mu/mMuH. Pacxona Bozayxa u Bogopoaa s
MUTAHUS TUIAMEHHO-HOHU3AMOHHOTO fAeTekTopa 300mi/mMua u 30
MJI/MHH, COOTBETCTBEHHO. BBOA MPOOBI OCYIIIECTBIIAIOT B PEXKUME C
nenenreM motoka (split) 1/10 amsa mapodaznoro ananmza. Oobem
BBOANMOM NIpoOBI ipu napodazHom aHanmze S0 MKIL.

[Ipu HaIPaBJICHHOM onpeIeICHUH 3TaHOJIAa, METaHOJIa,
M30MpOINaHoa U aleToHa B KPOBHM, MOYE WJIM CJIIOHE BpEMsl aHalu3a
cocraBiager 3.8 wmuH. Ilocie xaxapix 50 aHaaM30B HEOOXOIMMO
KOHJIUIIMOHUPOBATh TPHOOpP B TEUYCHHWE dYaca TMPU TEMIepaType
TepmocTara KoioHok 270°C.

Bpemena ynepkuBaHUs ONPENEIAEMBIX COCIUHEHHU I KOJOHKHU
HP-B ALC, nipesacraBienbie B Ta0J1.2, MOTy4aroT 1Mo Metony dukcanuu
Bpemen VYaepxuanus (®BY). KanuOpoBky 10 JaBieHUIO rasa-
HocuTenss B Merone DBY  BBINOMHAIOT COTJJACHO HWHCTPYKIMH,
npujaraeéMoil Kk mpubopam Mo BHYTPEHEMY CTaHIAApTy - MpomaHomy-1,
BpEMEHA  yAECpPKUBAHUSA KOTOpPOrO B  BBIOPAHHBIX  YCIIOBHUSX
XpomatorpadupoBaHus coctaBimsaloT 2.137  MuH. I'panynpoBky
npuOOPOB ISl MPOBEIEHUSI KOJIMYECTBEHHOIO aHAJIM3a U BBIIOJHAIOT 110
METO/ly BHYTPEHHEIr0 CTaHAAapTa COrJaCHO MHCTPYKLMUH K mpuoopy. s
IrPagyHpOBKH UCIIOIB3YIOT CMECH BEIIECTB, IPUTOTOBICHHBIE 110 11.4.

5.4. YciioBusi MacC-ClIeKTPOMETPHUYECKOI0 IeTEKTUPOBAHUS.

5.4.1. AHanu3 B pexxuMe CKaHUPOBAHMSI IO TTOJIHOMY MOHHOMY TOKY
(SCAN)

Temneparypa anamutuyeckoro uHTepdeiica (xpomartorpad/macc-
criekrpomerp) 180°C.

Temneparypa ucrounuka nouos 230°C

TemmepaTypa KBaapynonbHoro ¢uibstpa Mace 150°C

Junamazon macc m/z 29-300 a.e.m.

Hanpspkenue Ha yMHOXWTENE: pe3yJbTaT, MOJYYEHHBIH Npu
aBTOMATUYECKOW HACTPOWKH MO mnepPTOpOyTHIAMHUHY B PEXKHUM
LOWMASSTUNE.

Temmeparypa  uHTepbeiica Mmacc-crextpomerpa 180° C  (wis
kononku HP-FFAP)

5.4.2. AHanu3 B pPEXHMME€ MOHUTOPHHIA IO BBIOPAHHBIM HOHAaM
(SIM)
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XapakTepuCTUUYHbIE HOHBI (HE MEHee TpeX) I ONpeNesieMbIX
BEIIECTB MpeACTaBieHbl B TaOm.l.mpunoxenus 1. B kauecTBe
XapaKTePUCTUYHBIX MOTYT OBITh BHIOpaHBI 0A30BBIH HOH MacC-CIEKTpa U
MOJIEKYJISIPHBIM HMOH OIpelenseMoro coeauHenus. Ilpm orcyrcrBum B
MacC-CIIEKTPE HMHTEHCHBHOIO  MOJIEKYJSIDHOIO HMOHA B  KayeCTBE
JIOTIOJIHATENBHOTO K ©0a30BOMYy 17l CEJIEKTUBHOTO MOHHUTOPHHTA
BBIOMpAIOT (hparMeHTapHbI HOH HAaUOONbIIEH HHTEHCUBHOCTH, KOTOPBIH
BBIITOJIHSIET POJIb IMMOATBEPKIAAIOILIETO.

6. YOOEKTUBHOCTbH UCITOJIB30OBAHUSA METOJA

6.1. OnepaTuBHBIi KOHTPOJIb KadecTBa wusMepenmiui. Ilepen
aHAJIM30M HCCIEAYEMbIX IPO0 aHAIM3UPYIOT 00pa3el] OMOKHUAKOCTH C
BBEJACHHBIM  M3BECTHBIM  COJEPKAHUEM  LEJIEBBIX  ONPEAEISIEMBIX
KoMIioHeHTOB. CojiepaHue KOMIIOHEHTOB BBIOMPAIOT KaK yTPOEHHYIO
npenenpHo  omnpeaenseMyro  koHmeHTpauuto.  [TPO  (mpenensl
onpeJeeHus) eJeBbIX KOMIIOHEHTOB npuBeneHbl B Tabu.1 u 2. Ilocne
aHaimM3a O0pa3loB OMOXKUAKOCTEH C BBEACHHBIM COJIEP)KAHHEM
ONpENEISIEMBbIX BEIIECTB AHAJIU3UPYIOT OHOJOTUYECKYIO >KUIKOCTh
3aBEJOMO HE  COAEPJKAIIYI0  LEJNEBBIX KOMIIOHEHTOB.  AHanu3
KOHTPOJIBHBIX TOJOKUTEIBHBIX W OTPULIATEIBHBIX MPOO MMO3BOJSET
OLICHUTh YyBCTBUTEIBHOCTD U CEJIEKTUBHOCTh AHAIIMTUYECKON CUCTEMBI U
OTCYTCTBUE  JIOKHOIOJIOKUTEIbHBIX  PE3YJbTATOB, CBS3aHHBIX C
NEPEKPECTHBIMUA  3arpsA3HEHUSIMU [P TMOJATOTOBKE NPOOBI WU
XUMUYECKON "MaMAThI0" CUCTEMBI OT MPEABIAYIINX BBOIOB. Pe3ynbTaThl
aHaM3a KOHTPOJBHBIX TMOJOXKUTEIBHBIX M OTPHUIATENBHBIX MPOO
JOKYMEHTHPYIOTCSI U XpPaHATCSA B apXUBE BMECTE C pe3yJIbTaTaMU aHaJIu3a
uccienyemMbix mnpo0. JlaTel aHamm3a KOHTPOJIBHBIX M MCCIIEyeMbIX MTPOO
JOJIKHBI COBIA/IaTh. AHAJIN3 KOHTPOJIBHBIX MPOO MPOBOIUTCS €XKEITHEBHO
nepes HayajioM aHajiu3a uccieayeMbix oopasioB. [Ipu HeoOxomumocTu
pe3yJbTaTbl  KOHTPOJIBHBIX  AHAJIM30B  MPEACTABISIOT BMECTE C
pe3ynbTaTaMu SKCIEPTU3bl B CyACOHBIE WM WHBIE KOHTPOJIUPYIOIIHE
OpraHbl JUIsl OATBEPKACHUS HAJEKHOCTU U MPABWIBHOCTH PE3YJIbTATOB
DKCHEPTU3BI.

6.2. ocroBepHocthb Metona. Iloka3arenum NPaBUIBLHOCTH
METOIMKH BbINOJHEeHUs Hu3MepeHuil. OOHapy>KeHHE OIpeaesIIeMbIX
COEAMHEHUN NTPOBOMAAT IO BpEMEHAM YJIEpKUBAaHUS (MOJTYUYECHHBIM IIO
Merony ®BY) um macc-cnexktpaM (B METOJI€ IMOJHOTO CKaHUPOBAHUS
SCAN) u cOOTHONIEHUST MHTEHCHUBHOCTEH IETEKTUPYEMbIX HOHOB (B
METO/IE MOHHUTOpPHHTA 1O BbeIOpaHHBIM uoHam SIM). BrisBrenue
XxpoMarorpa@uueckux W  MacC-CIIEKTPOMETPHUUYECKUX  HAJOKEHUU
OPOBOJSAT TIO COBIAJICHWIO BEpPIIMH TMKOB HWOHOB (0a3oBOro u
MOJITBEPKIAIOIIIHX ).

ITorpemuocty onpexaenenus mist meroga ['X-MCJl He poikHa
npeBbimiath 10% u 5% Ha ypoBHe onpeaensembix kKoHieHTpauui 0,005-
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0,5 m 0,5 —1000 wmr/mn, coorBercrBenHo. Jlus wmeroma I'X-JIUII
NOTPENIHOCTh ONpeaeNeHuss He AopkHa mnpeBbimarb 10% u 5% Ha
ypoBHE ompeaenseMblx KoumeHtparuit 0,5-5 uw 5 —1000 wmr/mo,
COOTBETCTBEHHO.

Pe3ynbpraTsl U3MEPEHHUS OTHOCUTEJIBHOTO CTaHAAPTHOTO
kBagpatuyHoro otkioHeHus: (CKO ., ) pe3yiabTaTOB CPaBHUTEIBLHOTO
razoxpomatorpadudeckoro (I'X-ITHN]1) onpenenenns 1eTyqux BEIICCTB B
cmone Ha kojonkax HP-Blood Alc. HP-FFAP wmeromom anammsa
paBHOBECHON mapoBod (a3pl mpu KOMHATHOW TemIepaTrype U
aBTOMAaTUYECKOM BBOJIE MTPOOBI JaHO B Ta0:1.3.
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KoMIoHeHThI TEXHHYECKHUX KUAKOCTEH onpeaeseMble B KPOBH,
CJIIOHE M MOYe METOAOM AaHAJHM3a PABHOBECHON mapoBoi ¢a3bl npu
KOMHATHOM Temneparype Ha KoJioHke HP-FFAP

Tabnuna 1.
Onpenensemoe Bpemsa [Ipenen [Ipumeuanus
BEILIECTBO yACPKUBAHUS, | OTIPEICTICHUS,
vuH ['X-JIUIT | TTPO, Mxr/mi
1.| AnsTunoBsiit 23¢dup 2.873 2
2.| XJ0pucCThIf OyTHI 3.826 1,5
3| AuileToH 3.861 1,5
4. Yersipexxsopuctoii  |4.188 5
yIJIepos
5.|Metanon 4.348 56 MKr/mMa
(0,007%)
6.| MeTHIATHIKETOH 4.456 3,0
7. 3onponanon 4.626 56 MKr/mi
(0,007%)
8.| lumetunossiii a¢up |4.698 3,0
OTHJICHTITUKOJISI
9.|9Tanon 4.736 56 MKr/mi
(0,007%)
1( MetunenxJyiopu 4.736 1,5
1] benzon 5.014 1
17 {nbyTtunoseiii apup | 5.084 1
13 Metunu3zo0yTuikeToH | 5.925 3
14 AueToHUTpUI 6.035 3
11 Xmopodopm 6.125 1,5
1{IIponanon (BC 1) 6.320 70 MKr/mi BuyTpenHuit
(0,007%) cranaapt(BC)
TUTST
napo¢azHoOTo
aHaJIM3a
1] Tonyon 6.586 |
1§ 1,4-JTuokcan 6.978 2
191,2-Iuxnopatan 7.000 1,5
2(MeTnsI0y THIIKETOH 7.205
2] p-Kcunon 8.273 0,25
27 [Tupuanu 9.173 2
23MonosTminoBbi# 3¢up |9.630 3
ATHJICHTJTUKOJISI
24 Ctupon 10.373 0,25
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23 Aumerun popmamug | 11.703 2,0 IIpsimoit BBOA
2( {uxsorexcanod ( 12.382 2,5 BC nnsa
BC 2) aHajau3a

METOA0M
IpsIMOTO
BBOJIA

273,5-JIlumerunnupuaut | 12.842 2,5

24 lmmetuncynbdokcua | 15.165 2,0 [Ipsimoit BBOA

24 AHUIMH 17.04 2,0 [Tpsimoi1 BBOJ
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IMPUJIOKEHHUE 1

KoMIoHeHTHhI TEXHMYECKHUX JKUIKOCTE onpeae/sieMble B MOYe METOAOM MPSIMOr0 BBO/A
Ta6auna 1

Ycaosusa metoaa I'X-AUII-®BY
Koaonka
IIporpamma

HOCUTEJb a30T , aHaau3 B pexkume Ilocrosinnoro /laBiaenus (Consiant Pressure) 6,0

HPFFAP 25 m x 0,32mMm; 0,52 mm.
45 C(2 mun); 10rpaa/mun;190 C

BHYTPeHHMIl cTaHIApT - HUKJIorekcano, RT 11.52 mun ras-

Bemectso Moil. | Bpems MACC-CIIEKTP KOY (I'X-
Macc | ymepKuBaHHSA | (B CKOOKax JINIT)
a RT, mun HMHTEHCUBHOCTH B % OT
a.e.M 0a30BOro MMUKa), YCIOBUS
. aHajusa cMm. I1. 5.3.
1. Aneranpaerus, 44,0 |1.96 44(81),29(100) 2,7
2. | AumermnaneTanb 76 2.09 75(44),45(100) 2,8
dopmanpaeruia
3. Metundopmuar 60 2.23 61(100),60(75),45(47)
4. |Auneron 58 2.60 58(7,7),43(100) 2,6
5. | Orundopmuar 74,8 |2.67 74(1,1),56(0,5),45(33),31 (1,8
(100)
6. | Merunanerar 74,8 |2.67 75(8),74(8),47(3),44(13), (1,7
43(100)
7. AxponenH 2.94
8. H-MacisHbIN anbIeru 72,1 |3.13 73(20),72(25,7),57(31),43 | 2,8
1 (100)
9. | Ormmanerar 88,1 |3.25 89(4,7),88(1,2),73(1,2),70 | 2,0
(4,2),61(9,5),45(12),43(1
00)
10. [ Meranou / 3.35 2,3
M30MPONUIIALETAT
11. | MeTHIITHIIKETOH 72,1 |3.41 73(17),72(14),57(7,6),43( | 1,5
100)
12. | U30-BanepuaHoBbIit 86,1 |3.61 87(5,2),69(19,3),58(36,1), | 1,6
aJbAeTH]T 41(100)
13. | [Ipornmnamerat 102, [3.68 89(7,3),59(3,7),57(5,6),55 | 1,8
1 (2,3),47(16),44(13),43(40
),42(100)
14. | AumeTmnoBerii 3¢up 90 3.70 91(5,4),69(5,0),58(22),45 | 3,4
ATHJICHTJIUKOJIS (100)
15. | DraHon 3.87
16. |4-mMeTHII-TICHTaHOH-2 100, [4.92 101(12),85(12),58(18),43 | 1,2
(Metnnm3obyTtmikeToHn) |16 (100)
17. | Brop-Oyranon 74,1 |5.18 75(1,3),73(1,8),63(1,6),59 | 1,4
(12,9),57(26,4),47(35)
18. | Mpomanon-1 60 5.44 61(8,5),59(28,8),57(4,1),4 | 1,4
9(4,9),47(54,8),45(97),43
(100),42(60)
19. | Tomyon 92,1 |5.51 93(7,6),92(82),91(100) 1,2
4
20. | KpoToHOBBIH anbaeru 70,1 |5.58 71(6,7),70(11,6),69(9,5),4 | 1,1
8(100)
21. | Byrunanerat 116, |5.97 116(0,2),73(11),61(10),56 | 1,1
2 (39),43(100)
22. | MeTrnOyTHIIKETOH 100 |6.18 101(35),85(9,3),58(25),43 | 1,5

(100)

.S.d.
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23. | U300yTaHon 74,1 [6.31 73(4,9),59(3,8),57(90),47 | 1,4
(17),45(25),43(59),41(10
0)
24. | IIunakommnoBslii ciupt | 102, [6.77 101(2),87(13),85(100),69 | 1,2
18 (29),57(58),43(31),41(98)
25. | U30amunanerar 130, | 6.86 131(4,2),70(25,9),61(5,7), | 1,8
2 55(23),43(100)
26. | byranoa-1 74,1 |7.20 73(2,0),56(62),45(18,5),4 | 1,4
3(36,2),41(100)
27. | Amunanerar 130, |7.73 131(7),70(15),61(34),55( [1,9
19 14),43(100)
28. | MeTuikanpoHar 130 |7.98 131(81),99(19,8),87(16,2) | 1,2
,74(51),59(25),43(100)
29. | Jlumonen 136 |8.04 136(6,2),121(8),107(11),9
3(37),79(32),67(71),53(2
1)45(100)
30. | [Mupuaun 79,1 [8.11 80(100),79(66),52(57) 1,7
31. [ H30aMUIIOBBIHA CITUPT 88 8.35 87(0,89),71(38,2),55(77), | 1,2
45(22,7),41(100)
32. | MoHo>THII0BBIH 3hHp 90 8.59 91(39),73(62),59(48),45( |2,7
STHIICHTJIUKOJIS 100),43(50)
33. | H--AMMJIOBBIIi CIUPT 88,1 |8.97 87(0,2),70(24,7),55(81,1), | 1,4
5 41(100)
34. | I'ekcaHoJ 102, |10.61 85(20,9),69(34,5),56(100) | 1,6
2 43(59),41(92)
35. | IukmorexcaHom 100, [11.52 99(2,6),82(42,7),73(16,2), | 1,0
1 67(48,8),57(100),41(46,3)
36. | OTwiokraHoAT 172 | 11.89
37. |T'entanou-1 116, | 12.15 115(0,8),99(9),97(11),83( | 1,7
2 7),57(97),43(40),41(100)
38. | YkcycHas k-Ta 60,0 [12.25 60(19,6),45(71),43(100) |4,6
5
39. | ®ypdypon 96,0 [12.69 96(100),95(98),67(12,8),5 | 1,5
9 1(9,7),41(11,7)
40. |3,7-Humernin-1,3,7,- 136 |13.41 136(2,3),121(8,6),107(4),
OKTaTpHUCH 105(5),93(37,5),81(19,3),
71(49,9),55(51,3),43(100)
41. | I[IpommoHoBas K-Ta 74,8 |13.45 74(59),57(52),45(100) 2,6
42. | 2,3-ByTUIEHTINKOIb 90 13.47 91(7,5),73(70),55(12,3),4 |2,7
5(100),43(26)
43. | Okranoa-1 130, [13.65 83(21),69(40),56(65),41( | 1,0
2 100)
44. | beHzampIerum 106, |13.64 105(100),77(90),51(63) 1,0
1
45. | M30-macnsHas K-Ta 88,1 |13.82 89(62),73(29),71(43),45( |2,9
31),43(96),41(100)
46. | 1,2-ByTUJIEHITIHKOIb 90 13.97 91(9,3),73(100),55(13),45
(69)
47. | 1,2-IIponMiIeHTTUKOIb 76 14.21 77(5,5),59(42),45(100)43 | 3,6
(28)
48. | DOrminexanoar 200 |14.73
49. |2-Merun-2,4-nearanauon | 118 | 14.64 119(2,3),101(21,8),83(16, | 2,0
5),59(69,5),43(100)
50. |Macnsuas k-Ta 88,1 | 14.66 89(17,8),73(35,6),60(100) | 2,8
,55(21),45(47)
51. | DTUAEHTTUKOIIb 62 14.74 63(58),45(100) 4,0
52. | HonanoJ-1 144, | 14.99 127(1),97(18),83(31),69( [1,9
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3 58),56(69),55(69),41(100
)
53. | U3o-BanepuanoBas k-ta | 102, | 15.19 103(56),85(71),74(18),69 |3,2
14 (12),60(72),57(30),41(10
0)
54. | BamepuaHoBas K-Ta 102, |16.07 103(7,6),85(11,7),73(36,4 | 4,1
1 ),60(100),55(25),45(42)
55. | 1,3-0yTHIIEHTITUKOIH 90 16.18 91(18),72(10),55(37),43( |4,5
100)
56. | dexanona-1 158, [16.29 97(14,2),83(29),69(38,4), (1,2
3 55(63),41(100)
57. | Aaunun 93,1 |16.61 93(100),66(58) 7,8
58. | DrtunponexaHoar 228 [17.27
59. | 1,3-mpOonIeHIIMKOb 76 16.76 77(44),57(100),43(44) 5,1
60. [2-Denunanerar 164 [17.39
61. | YagexanoJ-1 172, | 17.62 126(2),111(7),97(33),83( | 1,0
3 37),69(57),55(67),41(100
)
62. | 1,4-ByTuneHrmmkons 90 18.67 91(37),73(87),71(38),57( |4,6
23),55(73),92(100)
63. |2-®enmmTunossiit cnupt | 122, | 18.82 122(20),105(10),91(100), | 1,2
2 77(6),65(29)
64. | DuantoBas k-ta CJOOH | 130, |19.03 131(40),113(25),101(10), |3,0
2 87(21),73(46),60(100)
65. | JomenuiioBblii cimpT 186, |19.17 111(15),97(26,7),83(38,6) | 3,2
3 ,69(53),55(64,3),41(100)
66. |beta-MoHoH 192, |119.28 193(10),177(81),105(11), |2,6
3 91(17),43(100)
67. | ®enon, 2-MeO, 4-Me 138 [19.60
68. | JIMPTHIICHTIINKOIb 106 |[19.72 107(3),89(5),75(6),45(10 9,7
0)
69. | denou, 2-MeO, 4-Et- 152 120.96
70. | Denon 94,1 |20.37 94(100),66(47) 1,3
71. | KopuuHslii anbaerua 132, |21.62 131(100),103(48),78(37), |2,2
2 63(13),51(43)
72. | ®enon, 2-MeO, 4-Pr- 166 |22.71
73. | Tumon 1507 |24.39 0,8
74. | o-Banwnmun 152, |24.82 153(11),152(100),151(96)
5 ,137(61),123(16),109(26),
81(30)
75. | OtmirekcagexaHoat 284 126.09
MNPUJIOKEHUE 2
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