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4.1. METOBI KOHTPOJIS1. XUMMNYECKHUE ®AKTOPBI

I'azoxpomarorpaduucckoe onpeaesienne neHradpropITaHa
(x1ag0Ha 125) B BO31yXeE

MeToauyeckue yKa3aHus

Hacrosume MeTojuMuecKde yka3aHMs YCTaHaBJIMBAIOT ra3oxpoMa-
TOrpagUUecKyl0 METOAMKY KOJIMYECTBEHHOTO XWMMUECKOrO aHamu3a
BO3/yXa [UIA ONpeleseHUa B HEM COAepXKaHHA neHradTopITaHa (Xnamo-
Ha 125) B nnana3osxe koHuentpauunii 4,0—20,0 Mr/m3.

C:HF;s Mon. macca 120,02

Ilentadropatan (xnamoH 125) — OecuserHblii ra3. Temnepatypa
naasienus — 103,0 °C. B Bo3gyxe HaxoAnTCs B BULE rasa.

I[IAKwp. B aTMOchepHOM Bo3ayxe 5,0 Mr/M3, oTHocuTCs K 4 xiaccy
ONACHOCTH.

1. IorpemHocTh H3MepeHUit

Metoauka obecrnieunBaeT BLINOIHEHHE H3IMEPEHHH C NTOTPELUHOCTBIO,
He npesbimatowed + 12,27 %, npyu nosepuTenbHoii BeposTHocTH 0,95.

2. Metoa n3mepexust

H3Mepenre KOHUEHTpalUMii xjafaoHa 125 BbLINOIHAIOT ra3oxpoMa-
TorpadMyecKUM MeETOAOM C TUIAMEHHO-MOHU3ALMOHHBIM HETEKTHPOBA-
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Huem. KoHueHnTpuposanie xnagona 125 U3 Bo3nyxa npoBOAAT Ha TBep-
Abli copbeHT ¢ nocenyloniei TepmoaecopbLmeii.

Hwxkpni npenen uamepenua coiepXanua xnajgoHa 125 B aHanusu-
pyemom ob6beMe mpolbl 2 MKT.

OnpeneneHuio He MelawT: propauxyiopmerad (xnamoH 21), 1,1,2,2-
TerpadTop-1-xnopartan (xmaxon 124a), nubropmeran (xmaoH 32).

3. Cpencrea u3Mepennsi, BCHIOMOTaTe/IbHbIC YCTPOICTBa,
MaTepHalibl, PeaKTHBbI

IIpy BBLINONHEHHHM HM3MEDPEHHIT NMPUMEHSIOT CIEAYIOLIHE CPeacTBa
H3MEpEHHi{, BCIIOMOraTenbHble yCTPONUCTBA, MATEPHAJIbI, PEAKTHBSI.

3.1. Cpedcmea usmeperuil

I'a3zoBbIii XxpoMaTorpad ¢ nIaMeHHo-
HMOHH3aLHOHHBIM JIETEKTOPOM

Becbl anamtuyeckue BIIA-200 I'OCT 24104—80E
Mepbi Macchbl T'OCT 7328-—82E
Bapowmerp-anepoun M-67 TY 2504—1797—75
Tepmomerp TJI-31-A ¢ npemenamu

uzmeperus 0—300 © TI'OCT 215—73E
Tepmomerp TM-8 ¢ npenenamu H3MepeHus

oT —-35°C po +40 °C I'OCT 112—78E
I'azoBas nunetka BMecTUMOCTbIO 500 cM3 I'OCT 8503—57
AcnupalHOHHOE YCTPOHCTBO MOZENb 822 TY 64—1—862—77
Hinpuibl cTeknsHHbIE

BMeCTUMOCTbIO 2, 100 cm3 I'OCT 25377—82

3.2. Bcnomozamenvhuie yempoiicemsa

Kosnonka xpomaTtorpaduueckas cTajlbHas

JUTHHO# 2 M, BHYTPEHHHUM OUMaMETPOM 3 MM

Hacoc Bopocrpyitubiii T'OCT 10696—75
IIporpaMMHoO-annapaTHblif KOMILIEKC

«MynbTH-Xpom» ans npuema u o6paboTkh

XpoMaTorpahyecKux M1UKOB

Copbuitonnas Tpybka u3 MosbaeHoOBOro

crexsa guHoit 500 MM quamerpom 8 MM

OnekTporneys Tpybuaras A MUKpOaHaIU3a

(CYOIJI-0,15, 1,4/12 MP)

3.3. Mamepuans
A30T CXaThIi I'OCT 9293—74
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Bomopoa cxatbiit I'OCT 3022—80
Bo3myx cxaTtbiii T'OCT 17433—80
CTexAHHbIE 3301y ILKH

CTekn0BaTa WM CTEKIOBOJIOKHO TOCT 10176—74

3.4. Peaxmusyt

XnanoH 125, ras B 6aitosax
Hacanka Porapak Q (80—100 mesh)
Mounekynsaphbie cuta Molecular sieve 13 X (60—80 mesh)

4. TpeGosauns 6e30nacHOCTH

4.1. Tlpu pabote ¢ peakTuBaMu cobmonaioT Tpebosanus Gezomnac-
HOCTH, YCTAHOBJIEHHbIE INIA PabOThl ¢ TOKCHYHBIMH, EIKHMU M JIETKO-
BoCIUIaMeHstoIuMuca BeuiectBamu no F'OCTy 12.1.005—88.

4.2. Ilpu BBIMOAHEHHHU HIMEPEHHH C HCMOMb30BAHHEM XpOMATOIPa-
¢a u 37eKkTpoacnupaTopa cobmoAa0T MPaBuIa 3IeKTPobe30nacHOCTH B
coorBercteuH ¢ [OCTom 12.1.019-—79 u uncTpykuMel no 3KcmiIyarta-
uKM npubopos.

5. TpeGoBaHus k KBAINPHKAUNY OnepaTopa

K BBINOJHEHHIO M3MEPEHMUIT IOMYCKAIOT JIML, HMEIOIMX KBanudu-
K4UHK HE HHXKE MHXEHEPa-XHMHKA, C ONBITOM paGOTbl Ha ra30BOM Xpo-
marorpade.

6. YcJ10BHs H3MepeHHi

IIpu BBINOSIHEHMM H3MEPEHUIH COBMIONAIOT CEAYIOLUIKE YCIOBUA:

6.1. TIpoueccsl MPUrOTOBJIEHUS PACTBOPOB M MOArOTOBKH MpoO6 K
aHan3y NPOBOIAT B HOPMaJIbHbIX ycnoBuax corinacHo I'OCTy 15150—69
npu TeMmnepartype Bo3ayxa (20 £ 5) °C, armocdepHom zaBmeHuu 630—
800 MM pT. CT. M BIaxHOCTH Bo3anyxa He 6oiee 80 %.

6.2. BoinosiHeHMe U3MEPEHUH Ha Ta30BoM XpoMaTtorpade NpoBOAST
B YCJIOBUAX, PEKOMEHAOBARHHBIX TEXHHUUYECKOM JOKyMeHTauuell k mpubopy.

7. HHoaroroska K BhIMOJHEHHIO H3MEPEHHIT

Tlepex BbIMONHEHHEM W3MEPEHHIl NMPOBOAAT cheiyouie paboThbi:
NOArOTOBKA XpoMaTorpapuyeckol KoJOHKH, MOArOTOBKA COpOLHOHHOM
TPYOKH, MPHIOTOBJIEHHE TPaJyHMpPOBOYHOI CMECH, YCTAHOBJIEHME rpa-
JAYMPOBO'HOH XapaKTEPUCTHKH, 0T6OP Npoo.
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7.1. ITodzomoska xpoaamozpahuueckon Ko1o1nku

Cranbhylo xpomatorpahiyeckylo KOROHKY [10C/ie NPOMBIBKH H
CYWIKH 3al0JIHAOT Hacaakoli Porapak Q npu ocTOpoXHOM nocTykyea-
HHHU C MOMOLIBIO BOAOCTPYHHOro Hacoca. KoHUbI KOJNOHKH 3aKpbIBAIOT
TAMIOHOM H3 CTEKJIOBATh! H IIOMELLAIOT €€ B TEPMOCTAT XpoMartorpada,
HE MPHCOEJHHSAA K JETEKTOPY, KOHAMLUMOHUPYIOT B TeueHHe 24 4icoB 8
nortoke rasza-Hocutens (asota) npu temnepartype 180 °C. 1lpsu orcyrer-
BHU ipeiiha Hys1eBOH JIMHIMH KONOHKa roTosa Kk padore.

7.2. IToozomosra copbyuonbix mpy6or 018 KOHYEHNIPUPOBAHUA
npobul 8030yxa

CopbunoHHble TPYOKH [T KOHUECHTDHPOBAHUS NMPOMBIBAIOT, Bbl-
CYLIMBAIOT B TOKE BO3AYXA W 3aMONHAOT MOJCKYAAPHbIMY CHTamu 13X
Konupbl Tpy6oK 3aKpbIBAIOT CTEKNSHHON BAaTOW M KOHAWLHOHHPYIOT B
Toke azota 2 yaca npu temnepatype 300 °C (oborpes 2nekTpuUecKoi
neynio). IIpn xpaHeHUH KOHLUBI TPYOOK 3aKpbIBAIOT 3armywwkamu. [Tepen
oTbopoM npod BO3ayXa MPOBEPAIOT HUCTOTY TPYOOK, MOACOCAUHAIOT K
xpomatorpady M 3amuChIBAIOT KOHTPONBLHYIO Xpomarorpammy. Ilpu
OTCYTCTBMH MeWIAIOINX BIUAHUI TPYOKH roToBbI K 0TOOpY npod.

7.3. Ilpuzomoenenue 2padyuposourslx 2a308030 1HbIX CAtecell

Taz08030yuinble cmecu xnadowa 125 TOTOBAT CTAaTHYECKUM CHOCO-
6om. [lns aroro 1,85 cM3 xnapona 125 BBOAAT WIMPHUOM B BaKyyMHpO-
BAHHYIO Ta30BYIO IMUIETKY BMECTHMOCTbIO 500 CM3, 3aTeM YHCTBIM BO3-
JyXOM BLIPABHUBAIOT AABJACHHE A0 aTMOCHEPHOrO H PACCUHTHIBAIOT CO-
ZIepxanue BewecTBa B MKkr/cm3. Hexopnas razoBo3jymnas cMech cojep-
aur 10 s /em? xotafiona 125,

Paoouast  easososdynast  catech  xaadona 125 0ns epadyuposku
(c = 0,1 mxo/ca’). 5 cM3 ucxoanoii ra3oBo3AyuIHOH cMeCH BBOMIT B Bil-
KYYMHUPOBAHUYIO Ta30BYI0 [UIETKY BMECTUMOCThIO 500 cM3 u paszbans-
0T YHCTBHIM BO3AYXOM 10 atMocepHOro LaByieHHs. IOTOBAT mepea Hc-
MOJIb30BAHHEM.

7.4. Yemanosnenue 2padyupo8oynott xapaxkmepucmuxu

I'panynpoBOYHYI0 XapakTePUCTHKY YCTAaHABJIMBAIOT Ha TpagyHpo-
BOYHbIX BO3AYMIHBIX cMecsAX xnafoH 125-Bo3myx. OHa BblpaxcaeT 3aBH-
CHMOCTb mjowaau nuka (MB x ¢) oT KoJiMyecTBa onpeaenseMoro Beile-
cTBa (MKF) M CTPOUTCA MO 5 cepuAM ra3zoBO3AYLIHbIX CMecel 1A rpa-
IYWPOBKH.
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s sToro u3 paboueis razoBosaywHolH cmecu otbuparot 20; 40; 60;
80; 100 cm3? cmecy ¢ HOMOLLBIO LIAPHLA U BBOAST B COPOLHMOHHBIE TPYO-
KH, 3aMoJIHeliHble HacaaKol. 3aTeM copOUHOHHbIE TPYOKH, comepxailne
o1 2,0 no 10,0 Mkr xstamoHa 125, mogcoesuHsAIOT K cucTeMe BBoJa Mpob B
xpomaTtorpad, nomewialoT B VIEKTPUYECKYIO MeUYb H BbIAEPKUBAT 2
MHHYTBI ipu 270 °C. C noMolbI0 KpaHa-03aTopa BO3AYyLUHbIE CMeECH
BROJST B XpOMATOrpaHueCcKylo KOJOHKY M aHAJIM3UPYIOT B CIIEAYIOLMX
YCJIOBHSAX:

TemnepaTypa KOJIOHKH 40 °C,
TEMMepaTypa AeTekTopa 200 °C;
pacxoj raza-Hocuress (a3oT) 30 cM3/MHH;
pacxon BoAOpoAa 30 cm¥/muH;
PAcXon BO3yXa 300 cM3/MuH;
BpEMs YAEPXKMBaHNA XJanoHa 125 8 MMHYT.

Ha xpomaTorpaMMe pPacCYMTBIBAIOT IUIOWA/M NHKOB XnafxoHa 125
H MO CPeAHWM 3HAYEHHAM M3 5 U3MEPEHHI YCTaHaBJIMBAIOT IPafxyHpo-
BOUHYIO XaPaKTePHCTHKY.

IIpoBepky I'paayMpoBoYHOTO rpaduka nMpoBoAAT | pa3s B Hemeno u
npit CMCHE NapTHH PEAKTHBOB.

7.5. Ombop npo6

OT16op npob Bozayxa nposoast corsracHo FOCTy 17.2.3.01—86.

Jns onpenenenus pasoBod KOHIEHTpauuu xnajnoua 125 Bozayx co
ckopocthio 0,1 AM3/MHH B TeueHne 5 MUH acUPUPYIOT Yepe3 copOHuOH-
ny1o tpybxy. Ilo okonuanuu orbopa KOHLbI TPYOKH 3aKpbIBalOT 3a-
TAYLIIKAMH.

ITpo6a coxpansierca He 6oJiee 2 CyTOK.

8. BuimosiHenne u3mMepexuii

Xpomatorpad BBIBOIAT Ha PEXUM, yKasaHHbli B pazgene 7.4.
Tpybky ¢ orobpanHoii MpoboH MPHUCOENHHSIOT K CHCTEME BBOAA Npob B
xpoMartorpad, BblACPXKHBAIOT 2 MHHYTLI B JJIEKTPHYECKOM neud npu
270 °C 1 ¢ noMompb10 KpaHa-A03aTopa BBOAAT npoby ¢ NOTOKOM rasa-
HOCHTesIs (a30Ta) B XpOMATOrpahHuecKyIo KOJIOHKY.

Ha xpomaTorpamme M3MepArOT MUIOWAAM NMUKOB xnagoHa 125 u no
CpenlHM pe3ynbTaTaM M3 TPEX U3MEPEHHIl MO rpaslyuHpoOBOYHOMN Xapak-
TEPUCTHKE ONPEALIAIOT COAEPX)KAHHE ero B npobe (MKr).
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9. Boiunchenne pe3yabTaTOB U3MeEPEHHIT

Konuentpauuio xnagona 125 B aTMoc(pepHoM Bosayxe (MU/M3) Bbi-
HUCAAIOT MO Gopmyne:
m
C=—,rne
4

e}

m — macca xyajgona 125, naiiaennas o rpaiyMpoBoukoil xapakTe-
PHUCTHKE, MKT;

V,— 0bbem npobbl BO3ayxa, B3STbIA AN alanu3a, NPUBEAEHHbIH K
HOPMANIbHLIM YCROBUAM, M3,

_veme
° " (273+1)-760

V,— 0bbem rpobot Bozayxa, iim;
P - armocdepHoe aasienue npu otbope npoObl BO3AYXa, MM PT. CT.;
{ — TeMnepaTypa Bo3ayxa B Mecte 0TOopa npodsi, °C.

10. Odopmienne pe3yabTaToB H3MepeHHid

PesyneTaThl M3MepeHMii KOHUEHTpALMii neHTadTOpITaHa (XNIa/0Ha
125) odopmnsior npotokonoM B Bume: C, mr/m® £ 1227% wunu
C £0,12C, Mr/™® ¢ yxa3zaHieM JaThi NPOBEACHUS aHanu3a, Mecta oT6opa
npo6bi, Ha3BaHHA NabOPATOPHM, IOPHIHUECKOrO aApeca OpraHH3auiu,
OTBETCTBEHHOIO HUCMOMHUTENA U PYKOBOAUTEIS JJabopaTopHy.

11. KoHTpob norpemiHocTH u3MepeHHii

KonTponb morpeiHocTd u3Mepenunii conepxanus neHradpropsTana
NPOBOAAT HA IPaflyMPOBOUYHBIX PaCTBOpaXx.

PaccyuThIBaIOT cpejiHee 3HAUYEHHE PE3YJIbTAaTOB M3MEPEHHI coaep-
>KaHHs B TPAafyMPOBOYHBIX PaCTBOPax (MKT):

l n
Cf=;-(§c,)

B — YUCHO MIMEpeHnH BeliecTBa B NpoOe rpajyupoBOYHOrO pac-
TBODA;

C; — pe3ynbraT M3MepeHUs COAEpXaHMs BellecTBa B i-0if mpobe
FpajlyHpOBOYIOTO PacTBOpPa, MKT.
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PaccyHTBIBAIOT cpejHee KBaAPaTHYHOE OTKJIOHEHWE pe3yabTaTa
H3MepeHHs COAEePXaHWs BELIECTBA B IPAAYMPOBOYHOM PACTBOpE!

n

Se-c)

i=1

n-1

PaccuuThIBalOT JOBEPHUTENbHBIH HHTCPBAI:

S t
= —. rae
i >
Jn
{ - K03hpPHUMEHT HOPMUPOBAHHBIX OTKIOHEHUH, ONpexenaeMbiX (10
Tabs. CTbrOAEHTA, MIPH AOBEPUTENbHOI BeposiTHOCTH 0,95.
OTHOCHTENbHYIO NOTPELUHOCTh ONpE/IeNieHUs KOHUEHTpauui pac-
CUHTBLIBAIOT:

o>
0
1

5= 2% 100.%
C.

1

Ecnu § 12,27 % , TO norpeusHocTs H3MepeHUi YI0BJIETBOPUTENIbHAS.
Eciy gaHHoe ycloBHE He BBINOJIHAETCSA, TO BLICHAIOT NPHYMHY H
NOBTOPSIOT U3MEPEHHUS.

Meroanueckue  ykasaHus  paspaboramst  T. A. KysHeuosoii,

I'. B. Mwennynoit, B. . AnpakcunbiM (HUU ruruensi, npodmnatono-
HH 1 3Konoruu yenoseka M3 PO, r. C.-Iletepbypr).
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