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YTBEPXIAIO
[ naBHBIN rocyNapCTBeHHbIA CAHUTAPHBIH
Bpau Poccurckon depepatiny,
IlepBbift 3amecTutTeNb MUHHUCTpPA
3apaBooxpaHeHus Poccunckon Peaepaumu

I'. I. Ouymenkxo

16 mas 2003 r.
JlaTa BBEACHHUS: C MOMEHTA YTBEPKIEHHS

4.1. METOAbI KOHTPOJIA. XUMHWUYECKHUE ®AKTOPHI

HN3mMepeHne MaccoBbIX KOHUeHTpauui 1,4-quruapo-6,8-
aM@Top-7-(3-meruanunepa3uH-1-u)-4-oxco-1-
ITHIXHHOIHH-3-Kap0OHOBOH KHCJI0THI THAPOXJIOPHAA
(ioMe(pIOKCALIHHA THAPOXJIOPHAA) B BO3AyXe paboveii 30HbI
METOA0M BBICOK03(PeKTUBHOM XKUAKOCTHOH XpoMaTorpadun

MeTtoanueckne yKazaHHA
MYK 4.1.1343—03

1. O6sacTh npuMeHeHH A

Hacrodumne MeToaHYEeCKHE YKa3aHUA YCTaHABIHBAKOT METOA KOJUYECT-
BEHHOro XpoMarorpaguueckoro aHajausa Bo3nyxa padoyeit 30HbI Ha colep-
kaHue 1,4-auruapo-6,8-augrop-7-(3-meTunnunepasux-1-un)-4-okco-1-3Tun-
XUHOJIMH-3-KapOOHOBOH KUCIOTHI THAPOXJIOpUI (noMedJIOKCalHa THIpO-
XJIOpHAa) B aMana3zoHe KoHueHrpauui ot 0,05 no 1,00 MI/M.

2. XapaKkTepHCTHKA BeIeCTBA

2.1. CtpykTypHas ¢opmyrna.
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2.2. Omnupuueckaa dopmyna Cy7HyoCIEF,N;Os.
2.3. MonekynspHaa macca 387,8.
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2.4. Peructpaunonuniit Homep CAS 98079-52-3.

2.5. OU3UKO-XUMHYECKHE CBOHCTBA.

JlomednokcauMHa ruapoXJopHa - KPUCTAUIMYECKUI nopoiok 6enoro
usera, T,, 323 °C. Xopoiuo pacTBOPHM B BOJIE, pACTBOPUM B OpraHHUYECKHUX
DAaCTBOPUTEAAX.

ArperaTtHoe COCTOSSHHE B BO3AYX€E — a3p030Jib.

2.6. TokcHukoJOTHUEeCKas XapaAKTEpPUCTHKA.

Jlomednokcaumna ruapoxaopya o0janaer OOWETOKCHYECKUM IeHCT-
BHUEM.

OpueHTHPOBOYHBIN Oe3omacHbli YPOBEHb BO3JAEHCTBHMA B BO3IYyXE pa-
6oueit 30HbLI — 0.1 MI/M>.

3. ITorpeumiHOCTL H3MEPEHHH

MeTtoauka obecneynBaeT BbIMOJTHEHHE U3MEPEHUH MACCOBBIX KOHLIEH~

Tpauuit JoMednokcaumMHa ¢ norpellHOCThIO He Gonee 20 % npu noBepu-
TE€JIbHOH BEPOATHOCTH V.93,

4. MeT0Oa H3IMEpPEHHH

M3mepeHHs MaccoBOil KOHUEHTPAUHH JIOMEPIOKCAUMHA TMOPOXJIOpHU A
OCHOBAHBl HAa MCMO/Jb30BAHUH BBHICOKO3(pPEKTUBHON XMAKOCTHOU XpoMaro-
rpaguu ¢ NPpUMEHEHHEM CITEKTPOPOTOMETPHUECKOrO AETEKTOPA.

OT60p npo6 NpoBoOAUTCA ¢ KOHUEHTPHPOBAHHEM Ha QPUIIBTD.

HwxHuil npeaen uaMepeHus COAEpKaHUA JoMedIOKCalHHa THAPOXIIO-
puna B xpomatorpadpupyemom o6reMe pacreopa 0,010 Mkr.

Huxuuii npenen u3MepeHus KOHLUEHTpAUMH JIOMEPIOKCALMHA THAPO-
xnopuaa B sozayxe 0,05 MI/M> (npy otOope 200 e BO31yXa).

OnpeneneHnio He MeINalT BELIECTBA, COMYTCTBYIOINE NPOU3BOACTBY
(LIeJUTI0J103a MUKPOKPUCTA/UTHYECKasA, THTaHa AHOKCHA, MOJIMBHHHIIIHPPO-
JTUAOH HHU3KOMOJEKYIAPHbIA, MarHHH CTEAPHMHOBO-KHCJIbIH, OKCHIIPOMMJI-
LIEJITII0JI03a).

5. Cpeacrea H3mepenHi, BCIoMorarejibHble YCTPOHCTBA,
MATEPHAJIbI, PEAKTHBBI, pACTBOPbLI

5.1. Cpeocmea uzmepenuii, 6CHOMOZAMENbHbIE YCMPOUCMEd, MAMEPUAIDI

Xpomarorpad KHAKOCTHbIH MHKPOKOJTOHOYHBIH

«Munuxpom» Uiy Apyrod nogoOHOTO TUIIA CO
CNIEKTPOPOTOMETPHUECKUM AETEKTOPOM

XpomMmarorpaduuyeckas KOJIOHKa CTA/IbHas

KAX-44-3, 50 x 2 MM, 3arojiHeHHasA COPOEHTOM

CenapoH C18, ¢ppakuus 5 MkM

AcCNHUpauroOHHOE YCTPOHCTBO Moneb 822 TY 64-1-862—382
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dunbTpoaepxKaTeib TV 95.72.05—77
Bechbl aHanMTHUYECKHE [[OCT 24104—88E
YCTPOHCTBO 115 PUNBTPALIUH XKUAKOCTEH,

HI1® «buoxpom»

ITocyna MmepHas nadbopatopHas I'OCT 1770—74E
[IuneTku, BMECTUMOCTLIO OT 0,2 1o 10 M [OCT 29227-—91
dunbTpl AOA-BII-10 TV 95-743—80
®dunvTpel HVLP, pupmel « Munnunop»

Brokcbl * /3 'OCT 25336—82E

5.2. Peaxmuent, pacmeopui

Jlomepnokcauyna ruipoxNopui, COAepIKaHue
OCHOBHOTO BellleCTBA He MeHee 99 %,
Ne perucrtpartivu 002583 ot 30.07.92

AUETOHHUTPUN AJIA XXUIKOCTHOU XpoMaTorpaduu TY-6-09-14-2167—84
Kanuii nuruapodocdar, x4, 0,02 M pacteop [OCT 4198—75
OprodochopHas KHUCIOTA, XY [TOCT 6552—58
Boaa nucThnnnpoBaHHas ['OCT 6709—72

JlonyckaeTcs MpUMEHEHHE HHBbIX CPEACTB H3MEpeHHs, BCIIOMOTATENb-
HbIX YCTPOWCTB, PEaKTUBOB M MaTepHalioB, 00eCrieudBarOLIMX I0Ka3aTeNu
TOYHOCTH, YCTAHOBJIEHHbIE 115 naHHOH MBH.

6. TpeGoBanua 6e30MaACHOCTH

6.1. Ilpu pabote ¢ peakTuBamu cobMoOJAIOT TpeGoBaHUs 6€30MacHOCTH,
YCTAHOBJICHHbIE AfS paboThl ¢ TOKCHYHLIMHU, €IKMMH U JIETKOBOCILIAME-
ustomuMucs semectsamu no N'OCT 12.1.005—88,

6.2. Ilpy npoBeneHHH aHAIM30B rOPIOYHX H BpeAHbIX BELIECTB COOJIO-
JAt0T MepbI NpOTHBHIIOXKapHOH Oe3onacHocTd 1o 'OCT 12.1.004—76.

6.3. Ilpn BBHITIOIHEHUN H3MEPEHUH C HUCMOJL30BAHMEM Xpomartorpada
coOMIOAAaT  MNpaBuiaa  3NeKTpoOe30MacHOCTH B COOTBETCTBHM
FOCT 12.1.019—79 v uncTpyKuMM no sKcmiyaraiuy npudopa.

7. TpeOoBanus K KBAIHDHKALHE onepaTopa

K BBINOJIHEHHIO H3MEPEHHI K 00paboTke pe3ynbTaTOB AOMYCKAIOT JIMLL
C BBICIIUM U CPEIHUM crnelManbHbIM 00pa3soBaHUeM, UMEIOLHMX HaBBIKH pa-
O0Thi HA KUAKOCTHOM Xpomartorpage.

8. YcaoBasi H3MepeHH i

8.1. IlpuroToBnexHre pacTBOPOB M MOArOTOBKY npod K aHaJIM3y NpPOBO-

BAT B HORMAJIbHBIX YCJIOBHAX MpH TeMiteparype Bosayxa (20 = 5) °C, atmo-
ceprom nasneHuu 84—106 xlla u BnaxHoCTH BO3yXxa He Gonee 80 Y.
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8.2. U3Mepenus Ha )HAKOCTHOM xpoMmarorpade npoBOIAT B yCJIOBUAX,
PEKOMEHAOBAHHBIX TEXHUYECKONW HOKYMEHTAUHEH K IpUbopy.

9. IloaroroBxka K BbINOJIHEHHIO H3MEPEHHS

9.1. IlIpuzomoenenue pacmeopoe

9.1.1. Crannapthblii pactBop Ne 1 nomedmoxcaunﬂa rHApOXJIOpUIa B
PacTBOpe 3MIOEHTa KoHueHTpauueid 400 Mkr/cm’ FOTOBHTCA PacTBOPEHHEM
20 Mr BellleCTBa B MepHOii konbe BMecTUMOCTbIo S50 cm’. CTaHAapTHBII pac-
TBOp Ne 2 ﬂomedmoxcauuﬂa FTHAPOXJIOpHAA B PACTBOPE IJIOEHTA KOHLUEHTPA-
uueil 40 MKkr/cM’ roToButcs pa3baBieHMEM CTaHAapTHOro pacteopa Ne l.
PacTBOpBI YCTOHYHBHI B TeUEHHE MECALIA ITPU XPAHEHUM B XOJIOANNbHHUKE.

9 1.2. PacTBOp aM0eHTa rOTOBAT CMELUMBAHUEM B MEPHOM LUJIMHAPE
50 cm® 0,02 M pactBopa aurkapodocdara Kanus, KOTOPbIH roTOBAT PacTBO-
peHueM 1,36 T ykazaHuoit conu B 500 cM’ IOMCTUMILTMPOBAHHON BOABI, M
50 cM” aLETOHHUTPHUIIA. PactBop nosomat ao pH 6 oprodocdopHOit KUCAOTOM.
HenocpeacTBeHHO nepen H3MePEHHEM pacTBOp (PUIABTPYIOT C MOMOIIBIO
yCTpOHCcTBa 1 GUNbTpalid U QUIBTPOB « MUIIIUIIOP» H AErasupyroT noj

BAKYYMOM.

9.2. lloozomoeka npubopa

OO0myo MOAroToBKy MpHOOpa OCYLHECTBAAIOT COTIACHO WHCTPYKUMH
10 IKCIU1yaTalHH.

9.3. Ycmanoenenue zpadyupogounou xapakmepucmuku

["panyupoBOUYHYIO XapaKTEPHCTHKY, BEIPAXKAIOLIYIO 3aBUCHMOCTh BEH-
YMHBI XpOMaTOTrPpadHUUECKOro CUrHajta OT MacChl aHAIIU3UPYEMOro BELLECTBA
B XxpomarorpadupyeMoM obbeme npoOsl, ycTaHaBuBaroT no Meroay adco-
JIHOTHON KAJIMOPOBKHU ¢ HCMOJIL30BAHUEM CEPUH IPalyMpOBOUYHBIX PacTBOPOB,
KOTOpble TOoTOBAT pa3daBiaeHHEM CTaHAapTHOrO pacteopa Ne2 cormacHo
1abn. 1. PacTBOophbl yCTOHYHBL! B TE4EHHE ABYX HEIEb NIPU XpPAHEHHH B XO-
JIOAUNBHHUKE.

YcinoBusa XpoMarorpa@HpoBaHUs rpagiyHpOBOYHBIX CMECEH U aHAIM3HU-
pyeMbIX Npob:

coctaB unoenrta: 0,02 M KH,PO, —aneronutpun, 1 : 1, pH 6;

CKOpOCTE MOTOKA 3IIOECHTA: 100 MM>/MHH;

06beM BBOAUMOI TpoOBI: 5 MM;

JJIMHa BOJIHBLI cneKTpodJOTomeTpuqecxoro netexropa: 286 HMm;

BpeMs yepPXKHUBaHUd JToOMedIOKCalHHa Ir'HAPOXJAopUaa: 3 MHH.

PacTBopsl NoMellaoT B NpoOOOTOOPHOE YCTPOUCTBO XpoMartorpada.

Ha nonydyenno#t XpomarorpaMMe H3MepsIOT Ioiaay NMKoB ¢ NOMO-
B HHTErparopa xpomarorpadga (B YCNOBHBIX €IMHHLAX) NpH aHaaHu3e
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IIECTH PacTBOPOB pa3HLIX KOHLEHTpALUMH M XOJOCTOH npoOki, NPOBOIS HE
MeHee MATH napajjiebHbIX ONpeaeeHud Qi KaXKaoro pacrsopa, U CTpOAT
rpaiyHMpOBOYHYIO KPHBYIO 3aBUCUMOCTH IIOLIAAX NMHUKA OT KOJHYECTBA KOM-

MOHEHTAa B Ipo0e (MKT).
Tabnuuya 1

PacrBopbl AN YCTAHOBJICHHS TPaly¥MPOBOYHOH XapaKTEePHCTHKH
NpH onpeaeeHUU JJoMedJAoKCaALIMHA THAPOXJI0pHAA

ConepxaHue BEIECTBA
B XpOMaTorpaupyemMoM
o0BbeMe npoObI, MKT

CrannapTtHseiit pac- | PacrBop |KoHueHTpauus
TBOD JOME(GIOKCAlIM- | 3JIIOEHTa, | BELIECTBA,
3 3 MKT/CM®

Ha Ne 2. cM CM

20,0
0,01
0,02

0,035
0,05
0,1

0,2

2,0
3,5
5,0

18,0
16,5
15,0 10
20

40

20

[IpoBepky rpanyvMpoBOYHOro rpadpuka rpoBOIAT MPH HIMEHEHHH YCJIO-
BHH aHaIH3a, HO He pexe |1 pa3a B MeCAL.

9.4. Ombop npobut 8030yxa

Bo3ayx ¢ 00beMHBIM pacxonom 20 IM’/MHMH aclMpHPYIOT Yepe3 QHIbTP
ADA BII-10. dna usmepenus 2 ObYB noMmediokcaliHHa FHAPOXJIOpHAA
N0CTaTo4yHO 0To6paTh 200 aM° Bo3myxa. IIpo6bl MOXKHO XPAHHTh B TEUEHHE
TpPEX CYTOK.

10. Beino1Henue n3MepeHHA

QunsTp ¢ oTobpanHoil npoboii noMewaloT B OIOKC H MPHINBAIOT MH-
NETKOM 5 cM’ pacTBOpA HTIOEHTA. [Tepronuyecku BCTPAXHBAs, BHIAEPKHBAIOT
pPacTBOp B T€YEHUE 5 MUH H CIIMBAIOT ero B NpoOHpKy. CTENEHb 3KCTPAKLUHU
¢ dunbTpa 92 %. XpomarorpadHposaHue pacTBopa NMpoObl MPOBOAAT B TeEX
XK€ YCIOBHAX, YTO U XpoMartorpadupoBaHUe I'padlyHPOBOYHBIX pacTBOPOB.
Konu4yecTBEHHOE ONpeEleIeHUE COAepKaHHA AHATHM3UPYEMOrQ BelIECTBA B
pacTBope MPOBOIAT 10 [IPEeABAPUTEABHO MOCTPOCHHOMY TpalyHpOBOYHOMY

rpauky.
11. Pacuyer KOHNEHTPALIHH

KoHuenTpauuio nomediokcaunHa ruapoxsopuaa (G, MI/M) B BO3yXe
BBIYUCAIOT MO GopMyJie:
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a‘'é
C - s Fﬂe
oV
a — colepKaHue BellecTBa B aHATHU3UPyeMOM 00beMe npoObl, HaliAEH-
HOE MO IpaayUupOBOYHOMY rpad UKy, MKT;
6 — 06beM npoObl, B3ATHIN Qi XpomaTorpagupoBaHus, M
y 3
8 ~— 001U 0OBeM pacTBopa npoObl, CM™;

V — 0b6bneM BO3/1yXa, oTOOpaHHOTO AJ14 aHAJIM3a K MPUBEAEHHOTO K CTaH-
NapTHBIM YCIOBHSM, IM° (CM. NpuIioxk. 1).

12. Odopm.iienne pe3yabTaTOB AHAJIH3A

Pe3yapTaT KOJHMYECTBEHHOrO aHalH3a [IPeACTaBJIAIOT B BHAE
(C £ A) mr/M’, P=10,95, rne A — xapakTepucTHKa norpelnHocTy, A = 0,18C +
0,001.

13. KOHTPOJIb NOFrpPeliHOCTH METOAHKH

3HaYeHHA XapaKTEPUCTHKM HOTPELIHOCTH, HOpMAaTHBa ONEPaTUBHOIO
KOHTPOMNA MOrpemHocTH 1 HOPMaTHBa ONEPaTUBHOTO KOHTPOJIS BOCIPOU3BO-
JUMOCTH npuBeaeHsl B Tada. 2 B BUlle 3aBUCHUMOCTH OT 3HaYE€HUS MacCOBOM

KOHLIEHTPAlLIHHU aHAJIHW3UPYEMOTro KoMIIoHeHTa B npode C.
Tabnuua 2

Pe3ynbTaThl METPOJOrHYECKON ATTECTAUHH METOAHKH
KOJUYECTBEHHOT0 XHMHUYECKOr0 aHain3a

Juanazon HanMeHoBaHUE METPOJIOTMYECKON XapaKTePUCTUKH

Onpeae/iseMbIX
KOHLIEHTPALHHA xapamepuc*mxal HOPMATHB ONEpaTHUB- | HOPMATHB OfNepaTHB-
nomednokcaiuna | TOTPELIHOCTH, HOIr0 KOHTPOJIA HOr0 KOHTPOJIs BOCTIPO-
rUAPOXIOpUAR, A, Mr/M° To4YHOCTH, K. MI/M® | u3BOAHMOCTH, D, MI/M’
MIE/M (P =0,95) (P=0,90, m = 2) (P=095 m=2)

Ot 0,05 1o 1,00 | 0,18C + 0,001 0,17C + 0,001 0,12C + 0,002

13.1. OnepamugHblit KOHMPOAb GOCHPOUILOOUMOCU

OnepaTtuBHBIA KOHTPOJIb BOCMPOU3BOIHMOCTH BBIMOJHAKT B OJHOH Ce-
pUM C aHanMH30M pabodux npod. OrbuparoT peanbHbie MpoObl Bo3ayxa pado-
Yyeii 30HbI W3 OJHOTrO TPAAMLHMOHHOIO MecTta oTdopa aByma MpodooTOOPHHU-
KaMH OJHOBPEMEHHO. AHAIH3UPYIOT B COOTBETCTBHUH C MPOIMHCHIO METOIHKH
pa3HbIMU aHAJIMTHKAMH, MAKCUMaJbHO Bapbupys YCJIOBHSA NMPOBEAEHHS aHa-
JKM3a: NapTHy peakTUBOB, HabOpbl MEPHON NOCYIbl M T. ., K MOJAYYAIOT IBa
pedynbTara C, 1 C, aHaIi30B. Pe3y/ibTaThl aHATM3A HE XOKHBI OTNIHYATHCA
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ApYr OT Apyra Ha BEJMYHHY OOJbLIYI0, YEM HOPMATHB ONEPATHBHOIO KOH-
TpOJid BOCIIPOHU3BOAUMOCTH D:

[CJ“C2|<D

Ilpn npeBBIIIEHNY PACXOXKACHUA MEXAY ABYMS PE€3yAbTaTaMH HOpMa-
TUBA OMNEPaTUBHOrO KOHTPOASA BOCIPOU3BOAMMOCTH IKCINEPUMEHT IMOBTOPA-
I0T. [Ipn MOBTOPHOM NPEBLILIEHWH YKA3aHHOTIO HOPMAaTUBA BBIACHAIOT MPHU-
YWHBI, NPUBOAALLME K HEYAOBIETBOPHUTELHLIM Pe3ysbTaTaM, i YCTPAHAKOT UX.

BHYTpeHHUH ONepaTUBHBIA KOHTPOJIb BOCIIPOHU3BOAMMOCTHU TPOBOAAT
HE pexe, 4yeM | pa3 B Heae.

13.2. OnepamugHnbliit KOHMPOIIL MOYHOCMU

OnepaTvBHBIM KOHTPOJIb TOYHOCTH BBIMIOJIHAIOT B OJHOI CEPHH C aHa-
au3oM pabouux npoO. OTOHparoT peasibHbie MpoObl BO3AyXxa padoyer 30HbI
M3 OOHOIO TPAaAULMOHHOro Mecta otbopa AByMs npoOooTOOpHHUKAMH OJHO-
BPEMEHHO. 3aTeM K 0JHOH npobe, oToOpaBHOR HA QUABTP, AefaloT N00aBKY
aHAIM3NPYEMOro KOMIOHEHTA o( M3 pacTBOpa, HAHOCA €ro Ha QpuabLTp. Pe-
3yJbTaThl aHanM3a C, 0e3 nodaBku U C, ¢ J00aBKOM MOJYy4aloT 10 BO3MOX-
HOCTH B OJMHAKOBBIX YCJIOBHAX: OJHHUM AHAIUTHKOM, C OZHOU MapTHUEH pe-
aKTUBOB, OQHHM HA0OOpoOM nocyael U T. 1. BennunHa nodaBku 0C Oo/KHA
cootBeTcTBOBaTE S0—150 % OT conepkaHuss KOMMNOHEHTA B npode, a BeJu-
yuHa C, He NOJKHA BLIXOAWTh 33 BEPXHIOIO I'PaHULY JIHANAa30Ha U3MEPEHHS.

[forpewiHocTh npouenypsl 0TOOpa Npod KOHTPOJIUPYIOT IYTEM NMOBEPKH
MCMOJIb3yeMbIX Mpo00oTOOpHKKOB. PacyeT HOpMaTHBa OMEPaTHBHOIO KOH-
TPOJIA NOrpelHOCTH K NpoBOIAT MO XapaKTEPUCTUKE NOTPEIIHOCTH METO M-
K{ 32 BHIUETOM XapaKTEPUCTUKHU MOTPELIHOCTH NMpobooTOopHUKa. Pelienune 06
yAOBJAETBOPHUTEIBHON NOTPEUIHOCTH ITPUHHUMAIOT TIPU BbINOJHEHUH YCTIOBHSL:

| C,—-C,-0C|<K

14. Hopmbl 3aTpaT BpeMeHH HA AaHAJIH3

Jlna npoBeAeHUs CEpUM aHaANU30B K3 6 1pod npu MOCaeA0BaTENbHOM
ot6ope npod Bo3zayxa tpedyercs 4 4.

MeToauveckue ykasanus paspaboranbl Poccuiickum rocy1apcTBEHHbIM
MEIMLIMHCKUM YHUBEPCUTETOM, JadopaTtopueil TOKCHKOJIOTHH M JKOJIOTHH

(I'yrnsa E. b.).

29



