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YTBEPXJIAIO

PyxoBoguresns denepanbHOM CITyKObI
[0 HAA30pYy B chepe 3auUThl Mpas
noTpebuTencit 1 6;1aronoJiyaus 4eJIOBEKa,
I'naBHBIN rocy1apCTBEHHbLIN CaHUTAPHBIN
Bpau Poccuiickoil Deaepanuii

I. I'. Ommenko
26 mapta 2010 r.

Jlara BBeiceHUA: C MOMEHTa YTBEPXACHHA

4.1. METOIbl KOHTPOJJIA. XUMHWYECKHUE ®AKTOPHI

Omnpenesienne CTHPOJIA, PeHOJIa 1 HAPTAIIAHA B BO3TyXe
METOJIOM XPOMATO-MACC-CNIEKTPOMETPHH

MeToanayeckne YKa3aHus
MYK 4.1.2594—10

1. O61acTs npAMeHeHAS

1.1. Hacrosmpe MeTOOMYECKHE YKa3aHUA YCTaHABJIUBAlOT METOJHUKY
KOJIMYECTBSHHOIO XUMHWYECKOr0 aHajin3a BO34yXa A ONpPEACIICHMA B HEM
COAEPKAHUA CTHUpONa, PeHoNa H HadTalHHa B JUaNa30HE MACCOBON KOHHEH-
tpamnu (0,001—0,05) Mr/m’.

1.2. HacTosamume MeTOAMYECKHE YKa3aHus pa3paboTtansl ¢ Heablo obec-
IEYEHHA AHATIUTHIECKOr0 KOHTPOJIA COOTBETCTBHA YPOBHA COACPXKAHUA CTH-
pona, ¢eHona n HapTanuHA B BO3AYyXE X I'HFMEHHYECKUM HOpMaTuBaM. Me-
TOJAHK3 METPOJIOTHYECKHA ATTECTOBAHa B YCTAHOBIICHHOM MOPAJIKE.

1.3. Meroauueckue yKaszaHdd NpeaHasHadeHs! U nadopatopuit LeH-
TPOB T'MTHEHBI U IUACMHONOrHM PocnoTpebHan3opa, a Takke MOIyT ObiTh
MCIOJIb30BaHEl CAHWTAPHBIMHM Ja00paTOPMSIMH TNPOMBILUICHHEBIX ITpEAITpPHU-
ATHI, Hay4HO-HCCEI0BAaTEIbCKHX HHCTUTYTOB, pafoTtaiomux B obxacTH
THTAEHBI OKpYXalole# cpelnl, ¥ APYTrMMM 3aHHTEPECOBAHHBIMH OpraHH3a-

[IASIMH.

2. PH3HKO-XHMHYECKHe CBOHCTBA

Crupon; C¢HsCH=CH,; CAS 100-42-5; Mon. Macca 104,15.
Ctuposn (BUHHNOEeH30)1, (PEHWISTWICH, ITEHMWIOEH30]I) — OecluBeTHadA
XHUAKOCTb C PE3KHM XapakTepHbIM 3allaxoM. TeMmmeparypa KMIIEHHS —
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145,2 °C, naotHOCTE — 0,906 r/cM’ (mpu 20 °C), pacTBOPMM B OPraHHYECKHX
PaCTBOPUTENISX U TPYAHO PACTBOPHM B BOJE.

Denon; CcHsOH,; CAS 108-95-2; Mon. macca 94,12.

Denon (ruapoxcunOeH3os, kapboiaoBas KUCIOTa) — OECLBETHOE KpPU-
CTalJIMYECKOE BELIECTBO CO cnenudr4yecKiM 3amaxoMm. leMmreparypa ILUIaB-
neaas - 40,9 °C, rtemneparypa kunenua — 181,75°C; nnoTHOCTh —
1,0576 r/ecr’ (npr 41,0 °C), Ha Bo3myxe (eHOT MOCTENEHHO OKHCIACTCS,
mprobpeTas po30OBYIO MM KpacHyo okpacky. B 100 cM’ Bogsl mpH 15,0 °C
pactBopserca 8,2 r (eHoIa, XOpolIO pacTBOPUM B CIMPTE, XJIOpodopMe,
OUITIUIOBOM 3 HpE, MaCnax ¥ ApYrUux OpraHudeCKUX pacTBOPHUTEIIAX.

Hagranun; CioHg; CAS 91-20-3; Mon. macca 128,17.

Hadtanua (HadTraneH) — GecuBeTHOE KPUCTAJIMYECKOE BEIIECTBO € Xa-
pPaxkTepHBIM PE3KHM 3aNMaxoM; TeMieparypa ruiasjaenus — 80,28 °C, temnepa-
Typa KuneHus — 217,96 °C, Bo3roHsercs HHXXE TEMIESPATypbl IUIABJICHMS;
migTHOCTh — 1,168 r/em® (mipu 22 °C). B 100 cM’ Boms! npu 25,0 °C pactBo-
pa¢rca 3,0 mr HadTasinbda, B ciupre — 4,18 1, XOpoIo pacTBOpMM B OpraHu-
YECKMX PACTBOPUTEIIAX: O€H30i5e, TOJYOJie, AUITHAIIOBOM 3Hpe, YKCYCHOM
KHCIOTE.

3. ToxkcaxkoJiorgueckKoe NeiucTreue

CTHpOJ — 1 OOMETOKCHYECKOTO ACHCTBUA; OKA3bIBACT pa3ipakarouice,
ajvieprudeckoe geficteue; obiianaer KOXKHOPE30opOTHBHLIM >PdeKTOM; ITPH
XPOHUYECKOA MHTOKCHKALMM IIOPAXAEeT LUCHTPANbHYIO H INepHPEPHUYECKYIO
HEpBHBIE CUCTEMbI, KPOBEHOCHbLIE COCYBL, IEUCHb.

DeHoT IBAAETCA CUNBHLIM HEPBHBIM sAJ0M, 00ganacT obuieTokcHye-
CKHM, pa3jipaxarolliM K NPYKUraoliiM AeHCTBHEM, CIIOCOOEH BCaChiBATLECA
qyepe3 KOXKy.

Hagranuue — BemecTso, obnaaaoumee olbPakTOPHBIM U 00LIETOKCHYC-
CKUM JEeHUCTBMEM; MOPaXacT HEPBHYIO CHCTEMY, XENXYIOYHO-KHUIICYHBIH
TPAKT, MOYKH; BHI3LIBAET OTPABJICHUE NMPH BAbIXaHUM NApOB M NbLIH, NPOHH-
Ka€eT 4EPe3 KOXY.

HMcnosbp3yioTes NpelNeibHO AOMYCTHMBIE KOHUEHTPALMH CTHPONa, (e-
Hojla M HadTanuHa B aTMOCPepHOM BO3AyXe H BO3Ayxe pabodeii 30HBI
(Tabn. 1).
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Tabnuua 1

IIpeaensHo AoNyCTUMbBbIE KOHUEHTPALMH CTUPOA, PeHoIa 1 HADTAAHHA
B aTMocdepHoM BO3ayXxe

ey - L e T T R by

[lpencnsHO nOoMyCTHMas KOHUCHTpALMA, MI/M
MaKCHMAaJILHO pa30Bas CpeAHeCYyTO4HAS
0,04

r 0,002
0,01

0,007

4. Meroa m3mepennii

Himepenne xkoBUEeHTpauMii cTHpona, PeHona u HadTaduHa B BO3JAYXE
BEITIOJIHSAIOT METOAOM XPOMATO-MAacC-CICKTPOMETPHH.

Meroa ocHOBAaH Ha KOHUCHTPHPOBAHUH ARHAIHIUPYEMBIX BELHISCTB M3
BO30yXa Ha TBEPAbIH COpOEHT, nmocieayromeH TepMoaecopbidy, razoxpoma-
TOrpapUIECKOM pasfEleHuH Ha KBapUEeBOH KanmWUIAPHONW KONOHKE, HACHTH-
¢uKanEH MO0 MACcC-CTIEKTPaM H KOJWMYECTBECHHOM OIIPEENEHHH TIO XapaKTe-
PHCTHYECKHM MOJICKYJIAPHBIM HOHAM.

Hwxauit nOpegen n3MepeHus B aHAUIM3MPYEMOM o0beme 1Ipobnl —
0,001 Mxr.

Onpenenesnio He MEMAKT OpPraHiyeCKUe KUCIOTHI, CIIMPTHI, YIJIEBOIO-
POABI, 3QHPHI.

I1pos0JOKHTEABHOCTD NPOBEACHHA TEpPMOAecOpOLMM M XpOMaTO-Macc-
CIIEKTPOMETPHUYECKOTO aHanu3a 20 MuH.

Knacc
ONaCHOCTHU

CoeuuecHue

e

S. CpeacrBa H3MepeHHH, BCIOMOraTejibHbie YCTPOHCTBA,
MATEPHAJIbI, PEAKTHBbI

[Ipn BRINIONHEHHY H3MEpPEHMI MPHUMEHSIOT CICAYIONIHEe CPeACTBA U3ME-
PEHHUI, BCIIOMOTATE/IBHBIE YCTPOHCTBA, MATEPHANL H PCAKTHBEL.

5.1. Cpeocmea usmepenui

I"azoBelit xpomarorpag Focus GC ¢pupmbr
«Thermo Electron Corporation» (CHI1A)
Macc-cnexktpomeTp Focus DSQ ¢upMeL
«Thermo Electron Corporation» (CIIIA) ¢
IIPOrpaMMHSLIM 00€CTICYEeHNEM CHCTEMEE cOOpa
1 oOpaborku nanssiX Xcalibur 1.4 ¢pupmer
«Thermo Finnigan» (CIHIA)

(wnn nopoOHBIN, uMeromMi cepTudnkaT
lNoccranpapra Poccu, 3aperucTpupoOBaHHbIH
B [ '0CynapCcTBEHHOM peecTpe CPENICTB
U3MEPCHHUIA)
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bubnunorexa macc-cnextpos NIST 02 winn
NIST’05 HaunmoHasHOTO MHCTHTYTA
CraHaapToB 4 TexHonoruu CLIA
Tepmonecopbep Unity pupmbr «Markes»

(RemuxobpuTanvs)

bapomeTp-aneponi, Tun M-67 TY 25-04-1797—75
Becel ananutndeckue gaboparopusie BJIA-200 ["OCT 24104—2001
Konbsr mepasie 1-50-2, 1-100-2 I'OCT 1770—74E
Mepbl MaccChl I'OCT 7328—2001
Mukpomnpuu Ha 10 MM’ ¢upmbr «Hamilton»

(HIseimiapus)

Muxkponviierka mepHas rpaayuposansdas 8-2-0,1 'OCT 20292—74
IlunetTku rpanyupoBanusie 2-1-2-1, 2-1-2-2,

2-1-2-5 OCT 29227—91
TepmomeTp nabopatopusiil mKansabi TJ1-42,

npeaen usmepenus 0—>535 °C,
1eHa geienus — 0,1 °C TV 25-2021.003—88

Ycrpoiictso npoboordopHoe SKC 222-3SR-04
¢upmpi «SKC Ltd» (CLLIA), obecneuyrBaroniee oto0p
npo6 Bo3ayxa co ckopoctsio 0,05—0,2 aM’/MuH

C NIpeAcsioM JONYCKaeMO OTHOCHTEILHOM
norpeimroctd 5,0 % (wnu npodooTOopHOE
YCTPOWUCTBO C aHAJIOTHYHBIMU XapaKTCPUCTUKAMMU)

5.2. Bcnomozamensnble ycmpoucmsa

Konoxka kBapueBas kanumigpriasa DB-SMS

(5 % audenun- u 95 % IUMETWINIONUCHITOKCAH)
bupmel «J&W Scientificy (CHIA) miuHoM 30 M,
BHYTPEeHHUM nuaMmeTpom 0,25 Mm u

TOJINUHOM reHkH 0,25 MKM

KoMipeccop BO3 Xy IIHbBIH Oe3MacaaHbiH €

npaMoit nepenadet Mouenu F.I1.A.C. ¢pupmer
«F.ILA.C.» (MTtanuga) ¢ MakxCMManbHBIM AABJICHUEM
3Kciutyatanuy 8,0 at™ WK aHAJIOTHYHBIH

Tpybkn copbuuoHHbIE U3 MOMUOASHOBOIO CTEKIA
INMHOK 89 MM M BHYTPEHHUM JHAMETPOM 4 MM,
3arOJIHCHHbIE NOJIMMEPHBIM cOpOeHTOM Tenakc TA
(Donu-2,6-augeHnn-n-QeHWICHOKCH ), PpaKkuusi
0,18—0,25 mmM (60-80 mMemn), Gupmel «Supelkoy» (CILIA)
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Kpuodoxycupyromas oByllIKa — KBapleBas TpyOka

IJIMHOH 60 MM, BHYTpEHHHM IuaMeTpoM 2,9 MM H

AHaMeTpoM | MM BO BXOOHOM OTBEPCTHH ¥ 2 MM B

BEIXOJZHOM OTBEPCTHY, 3aI0JIHEHHAasA KOMOHHHPOBaH-

HbIM copOeHToM Tenakc TA u Carbograph 1TD (1 : 1),

¢paxkuma 0,18—0,25 mm (60—80 mei) kaxabIi,

¢upmel «Markesy (Beankobpuranns)

DKCHKATOP ['OCT 25336—82

5.3. Mamepuanvr
I'enuif razoo6pasHeii (CxaTHIR) OUHIICHHBIH

MapkH «A» B baiioHe TY 51-940—80
3arnymku GTOPOINACTOBRE I8 COPOLIHORHBIX

TpyOOoK

XnomuarobyMaxHbie nepIaTKu ['OCT 5007—87

5.4. Peaxmuent

Hadranus ¢ coaepxaHieM OCHOBHOIO BeIIeCTBa

He MeHee 99 % no karanory ¢pupMmsl «Merck,

KaTanoxHeii Homep 820846

Cuvpr >THIOBBIH, X.4. I"'OCT 18300—387

CTHpoN ¢ cogepxaHueM OCHOBHOIO BEIIECTBA

He MeHee 99 % 1o kaTtasiory ¢pupmel «Mercky,

KaTanoxHuI# Homep 807679

deHoJ1, cTaHHAPTHLINA 06pa3ell B MeTaHOIE

(0,1 mr/cm) HITO 3A0 «Kpnacmac+» I'CO 7355—97
HornyckaeTca NPpUMEHEHNE APYIHX CPEACTB U3MEPEHUM, BCIIOMOTaTe Nb-

HBIX YCTpOKMCTB, MAaTEPHAIOB H PEaKTHBOB C MCTPOJIOTHYECKUMH U TEXHUYE-

CKHMU XapaKTePUCTUKAMU, COOTBETCTBYIOLIMMHU YKa3aHHEIM.

6. TpeboBanus OezonacHocTH

6.1. IloMelmieHHE s NPOBEAEHHS U3MEPCHHH NOKHO COOTBETCTBOBATH
tpeboBanuam CHull 21-01—97 «Iloxapnas 6e3onacHocTs 34aHK U cOOpy-
xenauii» 1 CHull 2.01.02—835 «IIpoTtnBonoxapHeie HopMeDy. [Ipu BuIntoJIHE-
HUH padboT noIkHBI 6bITh COOMOAEHb MEPHI NPOTHBOIIOXAPHOI 6e30macHo-
CTH B coOTBETCTBHM ¢ TpeboBaruaMu ['OCTa 12.1.004—91. B nmaboparopuu
NOJDKHBI HIMETBLCA CpeacTna noxaporymeHus mo I'OCT 12.4.011—89.

6.2. Ilpn pabote ¢ XHMHYECKHMH BEIIECTBAMH M PeaKTHBAMH He0OXO-
AUMO COOMIONATHL TpeOOBaHUS TEXHUKH O€30MaCHOCTH, YCTAHOBJICHHBIE 1A
paboOT ¢ TOKCHYHBIMH, €AKUMH M JIETKOBOCIUIAMEHAIOIUMHUCS BENIECTBAMH
no 'OCT 12.1.007-76 u 12.1.005—88. Ipu pabore Heobxoaumo cobmoaarh

7
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«IlpaBuna no texHuke 6€30MacCHOCTA M NMPOM3BOJACTBEHHON CAHUTAPHUM IIPH
pabote B XuMHYeCcKHMX Jaboparopusax», yreepxkiacHHsle M3 CCCP
20.12.1982 (M., 1981).

6.3. Ilpy BHINOJHEHUN H3MEPEHHMH C MCIIOJBL30BAHMEM XPOMATO-MacC-
CreKTpoMeTpa HeoOXoaumo cobmoaaTh NMpaBwia 3NeKTpoOEe30nMacHOCTH M0
'OCT 12.1.019—79 u «IlpaBuna 3kciulyaTalMm 3MEKTPOYCTAHOBOK IOTpE-
ourenecity, yreepxacHusie I'ocodepronagsopoM CCCP 21.12.1984, a Taxxke
MHCTPYKLIMH [0 IKCILTyaTauuy npubopos.

6.4. I'lpu pabote ¢ bannonaMu renus Heobxoaumo cobmonars «IIpasmu-
Ja y¢TpoucTBa ¥ 0e30macHOR JKCIUIyaTauMU COCYAOB, padoTalomux Iox
AasjeHdeM», yreepxkieHHbsle I'ocroprexHamsopoM CCCP 27.11.1987 (M.:
Henpa, 1989).

7. TpeboBanus k kBaIH(PHKAIIHHA ONIEPATOPOB

K BbiTIONIHEHMIO U3MEPEHUH NOIYCKAIOTCR IMLA, MMEIOILHe OILIT pado-
Tbl HA XPOMATO-MACC-CIIEKTPOMETPAX; M3YUYMBIIME TEXHUYECKOE ONMUCAHHE
U3MEPUTEIBHOIO NpUOOPa U METOAMKY BBINIOJIHEHUS M3MEPEHHIT, 0OyYEHHbBIE
B co0TBeTCTBUH ¢ I'OCT 12.0.004—90 n uMeronine KBATHPHKAIUMIO HE HIDKE
HHXXCHEpA-XHMUKE, [POMIENIINE HHCTPYKTAX MO0 TEXHHMKE 0€30macHOCTH Ha
paboyeM MecTe U O3HAKOMJIEHHBIE C NpaBuiIaMu o0CIy>XxUBaHuA ripudopa.

8. YciaoBua H3MepeHHH

8.1. llpy mpoBeneHu NpoLECCOB TPUIOTOBJICHHA PacTBOPOB, NMOAIO-
TOBKE MNpo0 K aHaju3y M BHIMOJIHEHHU U3MEPEHHMHA B COOTBETCTBHU C
I'OCT 22261---94 cobmoaaoT cleayOmMe KIMMaTHIECKHE YCIOBUS:

e TeMmrieparypa Bosayxa |15-—30 °C;

o arMochepHoe aasnenue 630-—800 mMm pr. cT. (84—106 kIla);

® BJIAXKHOCTH BO3AyXa He 6onee 80 % npu remneparype 25 °C.

8.2. BrinonHeHue M3MEpPEHUN Ha XpOMAaTO-MACC-CIEKTPOMETPE IIPOBO-
JAT B YCIOBUAX, pPEKOMEHIOBAHHEIX TEXHUYECKON AJOKYMEHTAIIHEH K mpudopy.

9. lloaroroska K BblIOJHEHHIO H3MEPECHHH

[lepen BBINIOJIHEHMEM H3IMEPEHHUH MPOBOIMAT CICAYIOUIME pabdOThI: TTPH-
FOTOBJICHUE DACTBOPOB, TIOATOTOBKA COPOLMOHHEIX TPYOOK, NOArOTOBK2
XpoMaTorpa@uiecKoil KONOHKH, YCTAHOBJICHHE TPaJIyHPOBOYHBLIX XapakTe-
PHCTHK, 0TOOp npoD.

9.1. IIpuzomoenenue pacmeopos

Hcxoouwtu pacmeop cmupona, penona, Hagpmanuna 0ons epadyuposKku
(C = 1,0 m/crm’)
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B3sewmmBatoT 1o 100 mr crupona W HadTanuHa, pe3ynbraT B3BElIHBa-
HUS 3aNUCHIBAIOT A0 4-ro AeCATHIHOrO 3Haka. Hapecku crupona, HagpTalinHa
u 1 cM® COmEPKHMOro amiryitel ['CO ¢eHona B MeraHoJie C KOHLEHTpaLUeit
100 Mr/cmM’ BHOCAT B MEPHYIO KOOy BMECTMMOCTHIO 100 cM’, RoBOIAT 06beM
3TAHOJIOM JI0 METKH M THIATENBHO NEpEeMEelnBaAIOT. PACCUUTHIBAIOT 3HAUCHME
MacCOBOH KOHLEHTPAllHM MCXOAHOro pactsopa. Cpok XpaHEeHUS UCXOJHOTO
pacTBOPA B XONOAHWIbHHKe — 30 mneii.

Paﬁo;mu“ pacmeop cmupona, penona, nagpmanuna (C = 0,05 mz/cm’).
5> CM HCXOAHOTO pacTBOpa BHOCAT B MEPHYIO KOJIOY BMECTHMOCTBIO

100 cM’, 1OBOJAT 0OBEM ITAHOMOM O METKH M TILATENHHO [EPEMCIIHBAOT.
PaccuuTeiBatOT 3HAYE€HHE MACCOBOHM KOHICHTpammM pabouero pactBopa.
Cpok xpaHeHus pabdoyero pacTBOpa B XOJNIOAWILHUKE — 7 THEH.

[ padyuposounsie pacmeopol cmupona, penona, Hagpmanuna

[ panyHpoBOYHBEIE pacTBOPHI FOTOBAT B MEPHBIX K0J0aX BMECTHMOCTBIO
50 cm’. Jins sToro B KaXOYI0 KOJIOYy BHOCAT NHUNETKOH paboumit pacTBOp B
COOTBETCTBHH ¢ Tabiu. 2, moBomdaT oObeEM A0 METKH ITRHOJOM H THIATENLHO
[IEpEMEINBAIOT. PacCYMTEIBAIOT 3HAYCHHUE MACCOBOH KOHIICHTPALMH I'DAJYH-
pOBOYHOr0o pacreopa. Cpok XpaHEHHA rpaZyHMPOBOYHBIX PACTBOPOB B XOJIO-
ITHJIbHUKE — 2 CYTOK.

Tabnuua 2

HoMuHAIbHBIE 3HAYEHUS MACCOBOH KOHLEHTPAUHH

FPafyHpPOBOYHLIX PACTBOPOB
Homep pactsopa 1ns rpagyupoBKy
0.5 1,0 2,0 5,0

O6neMm paboyero pacteopa
(C = 0,05 mr/em’), cm®

l
l

KoHLleHTpalud BCINECTBa B rpa-
IYHPOBOYHOM PacTBOPE, MKI/CM

Coaepxanue semectsa B 10 Mm
rpajlyHpOBOYHOrO PacTBOPa, MK 0 0,001 | 0,005 | 0,01 ] 0,02 { 0,05

0,5 1,0 2,0 5,0

3

9.2. lToozomoeKka copOYUOHRBIX MPYOOK

CopOumonnsie TpyOkH, 3anojHeHHble copbenToM «Tenakc TA» u uc-
NOJb3YEMBIE BIEPBHIC, KOHIAMIMOHHPYIOT B TOKE ra3a-HOCHTEIA — Feng
(ckopocTh 10 cM’/MuH) npu Temneparype 320 °C B teuenue [2—14 4. Ox-
naxacHue copOUMOHHLIX TpyOOK 10 KOMHATHOM TeMIEpaTyphbl MPOBOAAT HE
OTKMoOYas NMOTOK ra3a-Hocurens. Ilociae oxnaxaeHua copOUUOHHBIE TPYOKHU
3aKpLIBAIOT C O00OMX KOHIOB (TOPOIUIACTOBLIMHU 3arjyliKaMHd U XpaHAT B
3KcHKaTope. [Ipu U3BlICYEeHHY W NOCTAHOBKE COPOLMOHHBIX TPyOOK B TepMO-
necopdep HapesaroT XiomyatodyMaxkHole nepdatku. Ilepen orbopom mpob
BO31yXa WJIH YCTAHOBJIECHHMEM TIpPaayUpPOBOYHON XapaKTECPUCTHKH OTKOHIU-
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UHOHMPOBAHHbIE COPOLHOHHEBIE TPYOKH IIPOAYBAIOT rejiieM IPH TEMIICpaTy-
pe 335 °C B Tedenne 60—90 MuH M OXJIAXKAAIOT N0 KOMHATHOH TeMmneparty-
pe, He OTKIItOYasd NOTOK rasa-Hocurend. Kaxmyro copOUMOHHYIO TPYOKY
MOXHO Hcnonabs3oBath He Oonee 100 LUKIOB.

9.3. HHoozomoeka XpoMamozpagpuueckoii Koa10HKU

KBapiieByi0 KanwulspHyl0 KOJAOHKY HpPERBApMTENbHO KOHIHLHUOHUPY-
IOT B TOKE ra3a-HOCHTEJIA HpU MOCTOSHHOM JaBJIEHHH NOTOKa IPH TeMHepa-

Type KoJIoHKH 275 °C B teweHue 4 4. [locne oxnaxaeHNd KOJIOHKH AO KOM-
HATHOH TEMIECpATYpPH! 3aIIMChIBAIOT HYJICBYIO JIMHWIO IPH TapaMeTpax npo-
BeAeHHA aHaun3a. I1lpu OTCYTCTBHH Ha XpoMarorpaMme IMKOB JIETYYHX 3a-
IPA3HAIOIIMX BEHIECTB, aJCOPOHMPOBAHHBIX M3 BO3AYyXa, KOJIOHKA TIOTOBa K
pabore.

9.4. Ycmanoenenue 2paoyupogounsix XxapaKmepucmix

["paaynpoBOdHBIE XAPAKTEPHUCTHKH CTHPOia, deHola u HadTalnHa yc-
TAHaBJIMBAIOT HA I'PagyHMpPOBOYHLIX pacTBOpax Merogom abcomoTHON rpa-
nyupoBkH. OHM BBIPaKAIOT 3aBUCHMMOCTL IJIOMIAAM IIHKa XapaKTepHC-
THYECKHMX MOJICKYJIIPHBIX HOHOB cTHpoaa (m/z 104), denona (m/z 94) u Had-
tannRa (m/z 128) Ha Macc-pparmenTorpaMMe (Oe3pasMepHbIE KOMIMBIOTED-
Hble €JMHMIEI) OT KOJHYECTBA BEIIECTBA, HAHCCEHHOrO Ha cOopOeHT (MKT), U
CTPOATCA 10 5 CepHAM IpaXyHApPOBOUYHBIX pacTBOPOB (Tabi1. 2). Kaxnaas cepus
COCTOHT U3 6 PaCTBOPOB OJHOM U TOM XK€ KOHLECHTPAUH.

[ToBTOpsAEMOCTE BpEMEHH YACPXKHBAHMA COCAMHCHHIN MPHU3HAIOT YA0B-
JIETBOPHUTECJILHON NIPHU BBITIOJIHEHHH YCIJIOBHA:

200 (7 gy =T ppin)
Tmar + Tmm

<1, roe (1)

Iy — MAKCUMAJIBHOE BPEMS YACPKMBAHUSA NMUKA COCNMHCHUA,
T win — MUHMUMAJIBHOE BpEMA YICPXUBAHUS NMHKAa COCAUHEHHUA.,
IloBTOP4E€MOCTS TUIOUIAZM MHUKOB COCAMHCHMII IIPU3HAIOT YIOBJIET-
BOPHUTE/IBHON IIPH BHIIIOJHEHUHU YCIIOBHA:
200 (Smax B Smin) <
s +8,. v 2)
max

Smax — MAKCHMAJTBLHAA [UIOWAAL [IMKA COSTHHCHUSA;

Sin — MUHAMAJIbHAS MJI0OIIAIL MTHKA COCTUHEHHA;

r, — OpeAcya MOBTOPAEMOCTH IUTOMAAU NMHKA COCHUHECHUA, BbIYUCIIAC-
MbIH 110 pOpMyNIE:

min

rs = Q(P,) -0, rIe (3)

10
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O (P, — xos3pdbunment, 3aBHCAIUAN OT YUCJIa MU3MEPEHHH H JI0BEPH-
TEJILHOU BEPOATHOCTH H paBHuN 4,03 m1an=6 u P = 0,95;

0, — 3HAUCHUEC ITOKAa3aTeld TIOBTOPAEMOCTH MO Tad.. 3.

Ilpu ynoBneTBOPUTENBHBIX pe3yabTaTaX O0OMX NIapaMeTpoB NIHKA —
BPpEMEHH VAECPKHUBAHUA H IUIOLIAJAM NHKa, 8 TaKKe IPH COOTBETCTBHM HE ME-
Hee 99 % 3KCHePHMEHTAIBHO NOJYYEHHOr0 Macc-Crexrpa OHOIHOTEYHOMY
YCTaHaBJIMBAIOT IPAAYMPOBOIHYHO XapaKTePHCTHKY . JIMHEHHYIO 3aBUCHMOCTS
(ko3¢ dunueHT Koppendauud He MeHee 99 %) cpeaHeapupMeTHIECKOrO 3Ha-
YEHMA IUTOMANH MHKA XaPaKTePUCTHYECKOr0 MONEKYISPHOTO HOHA KOHKPET-
HOT'O COSIMHEHMA OT €r0 KOJIMYeCTBa MOCJIC BHECEHHS Ha COpPOEHT COOTBET-
CTBYIOLIETO FpaayyupoBOYHOro pacteopa (m. 9.1).

IIpy1 nocrpoeHnH rpagyHpOBOYHOM XAPAKTEPUCTHKH B COPOLIMOHHYIO
Tpy6KY, 3aNMONHEHHYIO COPOEHTOM, MHUKPOIIIIPHLIEM BHOCAT 10 MM® COOTBET-
CTBYIOWIETO IPaAyHPOBOYHOIO PacTBOpa, 3aT€M TpyOKy noMemaioT B TEpMO-
aecopbep.

Hecopbuuio ancopOUpoBaHHBIX BENIECTB IIPOBOAAT IIpH TEMIIEpATypE
300 °C B notoke raza-Hocurtens (rejius) B TEYCHUE 5 MHH B OXJIAXIAEMYIO
CXATBhIM BO3AYyXOM, HOCTYNArOINNM M3 KOMIpPEcCcopa, A0 TeMIeparyphl —
10 °C (3ddexr I[Meaprbe) xproGOKYCHPYIOIHYIO JIOBYHIKY TepMoAecopOepa, C
KOTOpPOH OBICTPbIM HArpeBoM co CKopocTeio 150 °C/MHH JO TeMmepaTypsl
300 °C ¢ nocraenyiolieit BEIAESPKKOH NPH ITOH TEMIIEpAaType B TEUCHUE 3 MHUH
BEIIECTBA NEPEHOCATCA ra3zoM-HOcHTeNeM (rejIMeM) Ipyu NMOCTOAHHOM HaBJie-
BUU (20 psi) HENOCPEACTBEHHO B KAWIIAPHYIO KOJOHKY ra3oBOro XpoMaro-
rpada.

Yci0BUA MPOBEACHHUA XPOMATO-MACC-CIIEKTPOMETPHIECKOrO aHAIH3A:

TEMIIEpATypa XpoMaTtorpaduieCkoi KOJIOHKH

B T¢UCHHE | MUH 45 °C

HarpeB co ckopocthio 30 °C/mun no temnepatypst 130 °C
B Te4YeHUE 3 MUH 130 °C
HarpeB ¢o ckopocThio 12 °C/MuH no TeMriepatypsr 180 °C
Harpes co ckopocThio 7 °C/MHMHE 10 TeMIepaTyphl 240 °C
HarpeB co ckopocThio 12 °C/MuH g0 teMoeparypsl 325 °C
B TCUCHUE 5 MHH 325 °C

pacxo raza-Hocuresa (renus) 6e3 penenua noroxka 1,5 Mu/mun
o011ee BpeMsa XpOMaTO-MacC-CNEKTPOMETPHYECKOro

aHaaINn3a 31,65 MuH
TEMIICPATYPA HCTOYHHKA HOHOB Macc-cnektpoMerpa 220 °C
JHana3oH CKAaHHPOBAHUSA MacC 45—450 m/z

YHCJIO CKAHHPOBAHUU B CEKYHY 2,4

11
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BpEMS YACPKMBAHHA: CTUPONa (3,65 = 0,04) Mun
heHona (4,35 + 0,04) MuH
HadTanuHa (6,51 £ 0,05) mun

Ha nomy4eHHOH Macc-()parMeHTOrpaMMe B aBTOMATHUYECKOM PEXKHME
PACCYHUTHIBAIOT 3HAYCHUA IUIOIAJH IMMKOB XApaKTEpMCTHIECKMX MOJIEKY-
JIIPHLIX MOHOB cTHpona (m/z 104), benona (m/z 94) u sadranuua (m/z 128)
H 10 pe3ylibraTaM aHalu3a 5 CepHH CTPOAT AUHEHHYIO IpagydpPOBOYHYIO
XapaKTepUCTHKY 1A KOXIOTO COSTUHEHUS.

I'panyapoBKy 11 KaKIOro COSAUHEHHA NMPOBEPAIOT MEPEH IPOBEASHU-
€M aHAIN30B, @ TaKXKe NOCIE pPereHepalyd XpoMarorpapuyecKol KOJOHKHU
MY e¢ 3aMeHe, 3aMEeHEe COpPOIMOHHBIX TPYOOK, OCHOBHBIX PEaKTHBOB, U3ME-
HEHHH pabouux nmapaMeTpOB MacC-CIIEKTPOMETPA, NMPOBOAA aHANH3 TpeX Ipa-
AYHUPOBOYHBIX PacTBOPOB Pa3IAYHOM KOHUEHTpAuuH. ECIH [OgydeHHbIe pe-
3yJIbTaThl aHaIM3a OTiINYaroTca Oonee deMm Ha 14 % oT pacyeTHBIX A3ZHHBIX
(. 9.1), rpaayupOBOYHYIO XapAKTEPUCTHKY CTPOST 3aHOBO, UCIOb3YA CBE-
)KENPHUTOTOBJICHHBIEC PAay HPOBOYHbBIE PACTBOPLI.

9.5. Ombop npobd

O10op npob Bo3ayxa nposoaar B coorBercTers ¢ [OCT 17.2.3.01—=86.
Kaxnas mpodba BO3AyXa OZHOBPEMEHHO OTOMpaeTci Ha ABE COpPOLIMOHHbIE
TPYOKH ¢ MOMOLIBIO ABYX NpoOOOTOOPHHUKOB.

Bosayx co ckopocTsio 0,2 AM’/MMH acIHpPUPYIOT C MIOMOIMIBIO aBTOMa-
THIECKOro npobooTbopHUKa B TeUeHHE 5 MUH. COpOUHOHHBIE TPYOKH € OTO-
OpaHHbIMHM TpoOaMHU 3aKpLIBAIOT (TOPOIUIACTOBLIMH 3arfyHIKaMH H TIOME-
IHAIOT B YKCThie NPOOMpKU ¢ nputepThiMH npobkamu. Ilpu otbope npobei
HUKCHPYIOT TEMIIEPATYPY M JaBlICHHE OKpyxkaroieii cpepl. CpOK XpaHEHUA
0T0OpaHHbIX Opol — He Donee 2 CyTOK.

10. Boimo/iHeHHE H3MEPeRRH

Copbunonnyto TpyOky ¢ BelecTBaMH, CKOHIIEHTPHPOBAHHBIMH HA COP-
OeHTe, NOMEMAIOT B TepMozecopbep u aHATU3HPYIOT B YCIOBHAX, YKa3aHHEIX
BIL 94,

11. O0paboTka pe3yibTaTOB H3MEPEHHH

Ha nonyvesHBIX Macc-pparMeHTOrpaMMax o BpeMeHaM yACpPKUBaHMs
XapaKTEPHCTHIECKIX MOJICKYJIAPHBIX HOHOB CTHpoNa, peHONA M HadTanMHa
H HX MacCc-CNeKTpaM MACHTHQHIUPYIOT COSAMHEHHS U B ABTOMATHYCCKOM
peXuMe ONpeaessioT IIOMAAb NMHKAa XapaKTePHCTHIECKUX MOJICKYJISPHBIX
MOHOB Kaxx/10ro coeauHenus. I10 nojlydeHHbIM rPagyUpPOBOYHBIM XapaKTepn-
CTHKaM (1. 9.4) onpeeisoT KOJNYEeCTBO KAXKIOr0o COSAMHEHUS B nIpode.
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MaccoByI0 KOHIEHTpALMIO Kakaoro coequHeHns C (MI/M°) B BO3IyXe
PacCHYHUTHIBAIOT 110 GOpMYyJie:

m
C= , T (4)
Vo
m — KOJHYECTBO BemecTBa B Ipole, HaizeHHoe no rpaIyupoOBOYHOH
XapaKTEePUCTHKE, MT;
¥V, — 0bbeM BO3IyXa, B3ATHINA JUIA aHATW3a U NPUBEIOCHHBIN K HOpMaJib-
HBIM YCJIOBHAM (faBicHue 760 MM PT. cT., Temnepatypa 0 °C), M :

Ve 273 - p
Vo = — , e (3)
(273 +t) - 760
V., — 06beM BcCeayeMoil MpoOHI BO3AYXa, M,
p — atMocepHoe JaBlIeHHE B MOMEHT 0TOOpA IMpoObHI, MM PT. CT.;
t — TeMIepaTypa Bo3ayxa B MOMEHT otfopa npoOsi, °C.
3a pe3yabTaT HM3MEPECHUA KOHLUECHIpalMH COCOWMHEHHA B BO3AYXE
C (Mr/M>), TpPHHMMAIOT cpeaHeapHPMETHYECKOE TIONMYYEHHBIX 3HAYCHUI
KOHLIEHTpaui ByX napamienbHsix npo6 C, u C, (Mr/v’).
PacxoxacHue MEXIY pe3yabTaTaMy M3MEPEHHU aHATH3UPYEMOii ITpobul
C; 1 C, (Mr/M°), He HODKHO TIPEBBINIATH MpeJielia MOBTOPAEMOCTH 7. Pe3yiib-
TaT U3MEPCHUI CYMTAIOT YAOBIETBOPHUTEIBHBIM NPY YCIIOBHU:

200 | C, -G,

— < rg, TOE (6)

(C;+Cy)
rs— Npeaes NOBTOPSEMOCTH, BIYUCHAEeMBIH 1o popMmyJie (3) (xoaddu-
ruent Q (P,) pasen 2,77 pian =2 u P = 0,95).
Ecmm ycnoBue (6) HE BBINIOJHACTCS, TO [MPOBOAAT IMOBTOPHBIE H3MEpe-
Hug (11. 10) ¥ npoBepKy HMPUEMIIEMOCTH Pe3yJIbTATOB M3MEPEHUIA, ITOIyYeH-
HBIX B yenosuax nosropgemoctu no 'OCT P UCO 5725-2002, 9. 6, n. 5.2.

12. XapakTrepHCTHKA NOrPeMIBOCTH H3MEPECHHH

['paHMIBGl OTHOCHTENLHON MOTPEIHOCTH H3MepeHui £ O Mo naHHOM
METOMKE NPMBEACHB! B Tabi. 3.
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Tabnuuya 3

MeTposioruueckue XapaKTepucTHKH Pe3yabTATOB H3IMEPEeHHNA
KOHLEHTPALKH BellleCTB B BO3/JyXe

# | Haxaza'ren;_ Moxasa- l
[Mokasateas [Toxasarens np(aﬂﬂnmoc'rw TeNE TOY-
~ | Bocpousso- I'PAHHLIB]
eperit | con (opemic. | AumMocTH | nencxmose- | O
KOH EHT a- | kB a?mr{ec- (cpemsekBal- | HOA CHCTEMa- | © o
Beniectso i LBle ECT_ m?grmone- paTHyecKoe THYECKOH TCIBHOS
3 . H | Hue noBT OTK/IOHCHHE | COCTABIAO- | o .
bd h?sz%yxe, HEMOCT}S' BOCNIPOH3BO- | MIEH norpel- Fgm)
M p o % > ,IIHMOC;H), H%CTI;I]), £ 3 q:;,
! Or, /0 + c» /0 y
] 1 1pu P==_0,95_ .npn P=0,95
Ctuposn Ot 0,001 10 -
| 0,005 s 3.4 6,8 18 | 22
| Or 0,005 10
| 0.010 B 2.4 4.8 15 18
Ot 0,010 no
_ | 0.050 BKIL 1.4 2,8 14 15
DeHot Ot 0,001 o
0,005 Bxi1. | _____2’9 %8 ' i} P
Ot 0,005 no
0,050 BKL l,-i 2,8 14 15
{Hagranuua | Ot 0,001 o
0,00_5_}1{}1. 3,5 7,0 15 20
Or 0,005130
0,050 BKIL 1,9 3,8 14 16

13. Ogopmiaenne pe3yibTaToB H3MepeHus H GopMa HX
npeacTaBjienaus

Pesynprarsl MI3MEPCHUN KOHLECHTpauwi coeauHeHni C, Mr/M’, B IOKY-
MEHTaX, MPEAYCMATPUBAIONMX UX HUCIOJIB30BAHUE, MPEeACTABNAIOT B BUAE:

Cx A, rae

A — abCO/IOTHAA NOrPEeIIHOCTL U3MEPSHUN KOHLEHTpalHY COCIUHEHUA,
MI/M, NpH J0BepUTeaLHOM BeposaTHOcTH P = 0,95, A= 0,01 8 C (8 — oTHOCH-
TeJIbHAA NMOTPEIIHOCTE M3MEPSHUH KOHIICHTPALMU COeAUHEHMA, Y0, Tabun. 3).
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14. KoaTpoan kauyecTBa pe3y/ibTaTOB H3MEPEHUH

KoHTpoas KavecTBa pe3ylbTaTOB M3MepeHu B naboparopun mmpu pea-
mazanuyd MeToaukH ocymectsiaior no I'OCT P HCO 5725-6, ucnonbiyd
KOHTPOJb CTa0MIBHOCTH CPEIHEKBAAPATHYESCKOT0 (CTaHAAPTHOIO) OTKIOHE-
HYA NMPOMEXYTOUHOH mpeumsuoHHOCTH MO 1. 62.3 'OCT P MCO 5725-6.
[IpoBepKy CTaOWILHOCTH OCYIIECTBIAIOT C MPHMEHEHHEM KOHTPOJILHBIX KapT
IHlyxapTa.

TlepHOAMYHOCTH KOHTPOJIS CTAOMIILHOCTH pe3yJIbTaTOB BBIMOJTHEHHUA
W3MEPEHU PETNIAMEHTAPYIOT B PYKOBOICTBE MO KavecTBY J1adopaTopum.

PexoMeBaYyeTC yCTaHABIMBATHE KOHTPOIHPYEMBIN TEPHOA TakK, ITOOBI
KOJTMYECTBO PE3YNbTATOB KOHTPOJIBHEIX U3MepeHuit 6110 oT 20 10 30.

IIpy HEyMOBIECTBOPUTEIILHBIX pE3YyJbTarax KOHTPOJIA, HAapHMmep, MpH
NPEBLIIUCHUHA TNpeaAena AEHCTBUA WM DEryJapHOM NOPEBBIUEHUU Mpeeiia
NpeayNpPeKICHUA, BLIACHAIOT NPHUYMHBI 3THX OTKJIOHSHHH, B T. 4. IPOBOAAT
CMEHY PEaKTHBOB, IIpoBepAOT paboTy oneparopa.

OnepaTHBHBIX KOHTPOJbL NMPOLEAYPHl aHANH3a MPOBOIAT METOIOM JIO-
0aBOK COBMECTHO C METOAOM pa3zdasieHusa mpoObl no mn. 5.6 PMI" 76-—2004
«BHYTpeHHHH KOHTPOJIbL Ka4eCTBa Pe3yJbTaTOB KOMHYECTBEHHOTO XHMMHH4E-
CKOT'O aHaJIA3a.

[IeprOAMMHOCTE KOHTPOJIA MPOLEAYPHI aHalU3a 3aBUCUT OT YUCHa pa-
O0YHX H3MEpEHHH 3a KOHTPOJMPYEMBIH NEpHOA ¥ OIpeHeNseTcs [UIaHaMH
KOHTPOJIs, HO HE pEkKe 0JHOTO pa3a B HEHEIO.
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