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MYVYK 4.1.1496—03

YTBEPXJAIO

I'naBHBLA rocy1apCTBEHHbIH CAaHHTapHBIH

Bpay Poccutickoii Penepatiuy,

ITepssiit 3amecTurens MunucTpa 3npaso-

oxpaHeHHs Poccuiicko#t Penepaimu
[.T. OHuierko

29 mons 2003 r.

Jara pBegenus: 30 vrons 2003 r.

4.1. METOJbI KOHTPOJIA. XUMHYECKHUE ®AKTOPHI

Onpeaesiene MaccoBoif J0JIH OKTAALETATA CAXAPO3bI
B 3THJIOBOM CIIHPTE H CIIUPTOCOAeprKaIeH POIyKIHH H3 BCeX
BH/IOB CBIPbSi METOOM I'a30’KHAKOCTHOH XpoMaTorpapun

MetoanyeckHe yKazaHHsA
MYK 4.1.1496—03

1. BBeaeHue

Hacrosmuii J0OKyMEHT ycTaHaBiAMBaeT rasoxpomarorpadudeckuii me-
TOJ ONpeAeNIeHHs MacCOBOH KOHUEHTpaLMK OKTaalleTaTa caxapo3sl B ITHIIO-
BOM CIHHPTE U CIIHPTOCOAEpIKaluei MPOLYKLUMH U3 BCEX BHIOB CHIPbS B AHa-
nasoue 0,01—0,2 % macc.

Caxapo3a okraauerar — oOKkraaueraT o-D-riokonupanosun-f-D-
¢dpyxrodpypanosuaa.
CysH33010 M. M. 678,6

Teepaoe BemecTBo 6e0r0 MIIH KEJITOBATOTO LBETA.
2. XapaKTepHCTHKA NOrPEMHOCTH H3MepeHMit

Metoauka obecrie4dBaeT BHIMONHEHWE H3MEPEHUH C MNOrpemHOCTHIO
(8), He npespimarommeit + 13 %, npu rosepuTenbHOl BeposTHOCTH 0,95.

3. Meroa u3mepennii

MeTon ocHOBaH Ha M3MEPEHHMH KOHLEHTpALMH BEIECTBa C MOMOILLIO
rasoBo#t xpomarorpadHu C HCIOJNB30BAaHHEM AETEKTOpPa MOHHM3ALMH B IUIa-
MEHH,

Huxnnii npenen u3Mepenusa B xpomatorpadupyemom obseme mpoObi
(0,5 Mm>) — 0,4 Mxr.

H3MepeHHIo He MeMaT IUITHIIOBEIH 3Hp, YKCYCHBINH W KPOTOHOBBIH
aNbAerupl, TH3TUNGTANAT, METHIIOBHIH, H-TIPOMUIOBBIH, H30NPOMUIOBBIA H
TpeT-6yTUNOBBIH CIIUPTHI, AUETOH.

70



MVYK 4.1.1496—03

4. Cpeacrsa H3MepeHRii, BcnoMoraTeabHble YCTpoiicTBa,
PeaKTHBBI H MATEPHAJIbI

4.1. Cpeocmea usmepenuii

TazoBblii xpoMarorpad «LIer-570», cHaGxeHHBIH
JIaMEHHO-HOHH3ALHOHHLIM JIE€TEKTOPOM C

ApeesoM JeTeKTHPOBaHHUS 110 HOHAHY

0,8 x 10" r/em®

Becbl nabopatopHsie 061ero Ha3Ha4YeHUs

2-ro Kjiacca TOYHOCTH, HampuMep, (BJIP-200) T'OCT 24104
IuneTky rpagyHpoBaHHbie 2-TO KJ1acca TOHHOCTY,

gMectumocthio 0,1; 2,0; 5,0 u 10,0 oM’ T'OCT 29227
Muxpownpun MIII-1 T'OCT 8043
Kon6bl MepHsie 2—50—2 u 2—100—2 rocCt 1770

HOH}’CKaCTCH HUCIMONb30BAHUE CpPEACTB mmepeﬂnﬁ C aHaJOrH4YHBIMH
WIH JYYIIUMHA METPOJIOTH4YECKUMH XapaKTepUCTHKaAMH.

4.2. Peakmuesi

OKTaauerar caxapo3ssl dapmaxoneiiHas CTaThd
CrupT STHNOBBIH peKTH(HHKOBaHHBI T'OCT P 51652
W I'OCT 18300
4.3. Bcnomozamensnsie ycmpoiicmea u Mmamepuaist
A30T raszoo6pasHbliii u3 6a1noHa, ocy T'OCT 9293
Bara crexngHHas WIH CTEKIOTKaHb
Bonopon razoo6pashslit u3 6aioHa T'OCT 3022
Bozayx razoo6pasHsiit u3 6a/mIoHa IroCT 9-010
BopoHku xumuueckne KonycHbie Ne 2 i 3 T'OCT 8613

Konohka xpomarorpaduyeckas CTeKJIAHHAsA,
JUTHHOM 1 M, BHYTPEHHHM JHAMETPOM 3 MM
Kon6s1 KpyrioJOHHEIE HIIH MTOCKOAOHHbIE HA
wiude, BMeCTEMOCTHI0 100 oM I'OCT 10394
Hacoc BonocTpyitHbli CTEKITHHBIH I'OCT 25336
I'asxpom Q (0,16—0,20 Mm) ¢ 5 % OV-210,
Xemarion, Yexus
JlonyckaeTcs rMpuMeHeHHe Apyroro o60pyaoBaHus U XpoMaTorpapHye-
CKUX KOJIOHOK C aHANOrMYHBIMH TEXHHYECKUMH XapaKTepHcTHKaMH, obecne-
YMBAIOIMMH aHAJIOTHYHOE pa3fie/ieHHe.

5. Tpe6oBanus Ge3onacHOCTH

Ilpn BeIMONHEHHMH H3MepeHHH Heobxomumo cobmoxaTh TpeboBaHus
TEXHHKH O€30MacHOCTH NpH paboTe C XHMHYECKUMM pEakTHBaMH MO
FOCT 12.1.007, TpeGoBanua 31eKTpoGe30NacHOCTH NpH paGoTe C JEKTPO-
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ycranoskaMu no F'OCT 12.1.019, a raioke TpeOGoBaHHA, H3NOKEHHBIE B TEX-
HHYECKO# NOKyMEHTAlHH Ha IpuGop.

ToMmeineHue NOJKHO COOTBETCTBOBaTh TPeGOBaHHAM noxapobesonac-
Hoct 1o [OCT 12.1.004 u wuMeTp CpeacTBa MNOXApOTYWICHHA IO
T'OCT 12.4.009. Cozepxanne BpeaHBIX BEIECTB B BO3AyX€E HE JOIDKHO Mpe-
BBIMIATh HOPM, ycraHoBneHHsIX ['H 2.2.5.686—98 «IlpemensHo IomycTHMBIE
koxuenrpauuu (ITJIK) Bpeansix BemeCTR B Bo3ayxe paboueit 30Hbl». Opra-
HHu3alus obyyenus pabOTHHKOB Ge30IaCHOCTH Tpyla OCYMIECTBIAETCA IO
I'OCT 12.0.004.

6. TpeGoBanus k KBaIHpHKANNH oNepaTOpa

K BbImosnHeHuio u3Mepenuit u 06pabotke UX pe3yNbTaToB JOIYCKAIOT
CHEHMANNCTA, HMEIOIIEro BhICIIee WIH CpelHee CHElHaIbHOe XHMHYECKOe
o6pa3oBaHHe WIH ONBIT paGoThl B XMMHYECKOH JabopaTopuy, MpoIneqmiero
o6yteHHe, OCBOMBIIEr0 METOJ B MMPOLECCe TPEHHPOBKH M YJIOXUBIIErocs B
HOPMATURE! ONIEPATURHOTO KQHTPONK MPU BEINONHEHUH NPOUCHYD KOHTPORK
MOTPEIHOCTH.

7. Ycia0BHA BLINOJTHEHHS H3MepeHHii

Ipy BeINOMHEHMH M3MepeHui B N1abopaTopHH JOKHBI ObITh cobmone-
HBI CJIENYIOIHE YCIOBHA:

® TeMIeparypa Bo3ayxa (20 £5) °C;

® atMoctepHOe JaBAeHHE 84,0—106,7 xITa (630—800 MM pr. cT.);

® BJIA)KHOCTh BO3AYyXa He 6onee 80 % npu Temneparype 25 °C;

® HalpsHKEHHe B CETH ot 187 no 242 B;

® yacToTa nepeMeHHoro Toka (50 £ 1) I'n.

8. NoaroroBka K BHINOJHEHHIO H3MEPEHH K

8.1. ITo02zomoexa u KOHOUYUORUPOBAHUE KOJIOHKU

T'otoByio Hacazxy (5 % OV-210 Ha I'asxpome Q) 3aCHIAIOT B CTEKIAH-
HYIO KOJIOHKY, YIUIOTHSIOT NOJ BaKyyMOM, KOJIOHKY YCTaHaBIIHBaIOT B Tep-
MocTaTe xpomarorpada, He MOACOEAHHAS K JETEKTOPY, H CTaGUIN3UPYIOT B
Toke a3oTa npu temnepatype 270 °C s Teuenune 10—12 u.

8.2. Ilpuzomoenenue pabouux pacmeopog 011 2padyuposku npubopa

JInst MpHroTOBNEHUS OCHOBHOrO CTaHAAPTHOrO PacTBOpa OKTAalleTaTa
caxapo3bl ¢ koHueHTpauueit 1,0 % Macc. Bo B3BELIEHHYIO Ha aHATUTHYECKHX
Becax MepHyIo koi0y BMecTHMOCTEi0 100 cm® nomemaror 1,0 r okTaaueTata
caxapo3sl, J06aBAAIOT CIUPT 3THIOBBIH peKTHHUKOBAHHBIH 10 06mIeil MacCh
coaepxumoro koaGst 80,0 r.
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Jna npurotosnerns paodero CTaHAapTHOTO PacTBOpa OKTaalleTaTa
caxapo3bl ¢ Maccopoit monei 0,2 % Macc. B MepHYIO Konly BMECTMMOCTBIO
50 cM’ momemaior 10 cM’ OCHOBHOFO CTAHIAPTHOTO PACTBOPA, AOGABNAKOT
CIIMPT 3THJIOBBIH PeKTUPUKOBAHHbIH 10 METKH.

Jns npurotoBjieHus pabo4yMX CTAHIAPTHBEIX PAaCTBOPOB OKTaaueTaTa
caxapo3bl ¢ maccopoi moneit 0,01; 0,02; 0,05; 0,1 % Macc. B naTe MepHBIX
K06 BMecTUMOCTBEO 100 oM’ nometatoT o 10, 52ul on’ ocHoBHOrO CTaHIapT-
HOTO pacTBOpa, JOOABJIAIOT CIUPT ITHIOBBIH PEKTH)HKOBAHHbIN A0 METKH.

PacTBOpPH XpAHATCA B XOJMOAHJIBHHKE B TEHEHUE 3 MECALEB.

8.3. Ombop npo6
Ot6op npo6 npoeoautcs B cooTBeTcTBHH ¢ OCT 5964—93.
8.4. Ycmanoenenue u konmpoas zpadyupoeo4Holi XxapaKxmepucmuxu

Jinsa nocTpoenuns rpasyHpOBOYHOTO rpaduka B MCIIApUTENb XpOMATO-
rpada BBoaaT no 0,5 MM~ pabouMX CTAHAAPTHBIX PaCTBOPOB C COAEPKAHUEM
0,01;0,02; 0,05; 0,1 u 0,2 % macc.

OcyuiecTBIAIOT HE MeHee 5 napannenbHeIX u3Mepenuii. Haxomar cpen-
Hee 3HAYeHHE BHICOTHI XPOMATOrpadH4ecKoro NuKa 1A KKAOH KOHUCHTPALUH.

C1poAT rpagyupoBoYHBI# rpadHK 3aBUCHMOCTH BBICOTHI XpOMAaTOrpa-
¢uyeckoro nvKa OT COAEPKaHHsA OKTaalleTaTa caxapossl B pacTBope, % Macc.

I'pamynpoBouHbIH rpaguK NpOBEPAIOT E©XKEAHEBHO NO OJHOMY-IBYM
CTaHJapTHBIM PacTBOpaM pasNM4yHON KOHUEHTpauuu. Ecnu monmyyaemsie
pesynsTaTel oTIH4aloTea Gonee yeM Ha 10 % OT HaHHBIX, 3AJIOKEHHBIX Ha
rpaduke, rpanyMpOBOYHYK XapaKTEPUCTHKY CTPOST 3aHOBO, HCMOJb3YS
CBEeXENPUrOTOBIEHEIe pabouue CTaHIapTHBIE PacTBOPBHI.

8.5. Ycnoeua xpomamozpagupoeanus zpadyupoeounsix
U GHAMU3UPYEMBIX PACMEOPOE

Xpomarorpad rasossiil «1[BeT-570» ¢ mnamMeHHO-MOHM3aLHOHHBIM fe-
TEKTOPOM.

Henoaemwxnas daza ~ I'azxpom Q (0,16—0,20 mm) ¢ 5 % OV-210.

Konoska crexngHuas, AnHHOH 1 M, BHYyTPEHHHM RHAMETPOM 3 MM.

PaGouas wmkana snekTpomerpa 32 x 10° Om.
CKOpOCTh IBHXXEHHMS JNEHTH camonucua 240 Mm/4.
Temneparypa TepMOCTaTa KOJIOHKH 270 °C;
neTeKkTopa 320 °C;
UCIapuTeNs 280 °C.
CkopocTb ra3a-HocuTens (a30Ta) (60 +2) cM*/mun;
BOAOpPOZA (30t lg CM3/MHH;
BO3yXa 200 c™M’/MHH.
O6beM BBOAMMOI MPoGH! 0,5 min.
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AGcomoTHOe BpeMs yaepKHUBaHHS (185t 1)c.
JInnetinni¥t Auana3oH gerektuposanus  0,01—0,20 % wmace.

9. BuinoJiHeHHe H3MepeHHi

[1poGy aHaNM3MpyeMOro BelecTsa B koauuecTse 0,5 MM® BBOAAT B KO-
JIOHKY TpPH [MOMOLIH MHKPOIINPHLA Yepe3 roNoBKY HCIapHTENs, NpoKaibiBas
pe3uHOBYIO MeM6paHy. Hrity BBOIAT Ha MONHYIO JUTHHY H GbICTPO BIIPBICKH-
BAIOT [1poly.

CpenH1ol0 BBICOTY NMHKA BRIYMCIIAIOT [0 Pe3y/bTaTaM ABYX IOC/IENOBa-
TENBHBIX BBOJOB NPOGHI.

O6pazuel, garomue nuku, 6onbnive, 4eM CTAaHAAPTHBINH PacTBOP C KOH-
uenTpauueii 0,2 % Macc. pa36aBisIOT ITaHOJIOM.

10. O6pa6oTka H opopMIeHHE Pe3yNbTATOB H3MEpeHH I

MaccoByi0 KOHUEHTpalMI0 OKTaaleTaTa caxapo3sl B npobe (% macc.)
OTIpeCNAIOT N0 rPaxyHpOBOYHOMY rpaduKy, NOCTPOEHHOMY METOIOM abco-
JIOTHOH KaJMOPOBKH.

3a oKOHYATENbHBIA pe3ynbTaT aHAIM3a PHHUMAETCA cpeaHee apudme-
THueckoe (C,,) pesynpTaToB NBYX MapajUieNbHBIX ONPEAENEHHH, AOMyCTH-
MEI€ PacCXOXKIeHHA MEXXAY KOTOPHIMH HE JOJDKHEI NpeBbiath + 23 %.

Vxa3biBaeTcs 3Ha4EHHE NOrPeINHOCTH pe3yiibTata A (% macc.):

A 100 , roe

8 — rpaHMua HOITyCKaeMoif MOrpelIHOCTH H3MepeHUs MacCOBOH KOH-
LEHTPALMH OKTaaueTaTa caxapo3sl (1. 2), % Macc.

Pe3ynpTaT M3MepeHHsA NOKEH 3aKaHYMBATHCA TEM XK€ NECATHYHBIM
paspsaaoM, 4TO M MOTPELIHOCTh. Pe3ynsTaThl u3MepeHuil odopmisgioTcs 3a-
MHUCBIO B JKypHAJle H YIOCTOBEPAIOTCSA CHELHAIUCTOM, IIPOBOAUBIUMM H3Me-
pEeHHUA.

11. KoHTpPO./1b HOrpelIHOCTH H3MEpeHH

BHyTpenHuii omnepatuBHbiii koHTpoabk (BOK) kauyecTsa pesynbTaToB
H3MepeHHit MpoBOJAT B cooTBeTCTBHM ¢ TpeboraHusamu I'OCT P 8.563—96
u MH 2335—95.

11.1. Koumpons nozpewnocmu usmepenuii

BHyTpeHHHI1 OnepaTHBHbIA KOHTPOJIb NOTPEIHOCTH M3MEPEHHH mpo-
BOIAT B nabopaTtopuu A0 M mocie NMpoBEAEHHs CepHH H3MepeHHH pabounx
npo6. O6pasuaMu A8 KOHTPOJA CIy)XaT IpagyHpOBOYHbIE CTaHIApPTHBIE
pacTBOpPbI OKTAalleTaTa caxapo3sl C MaCCOBbIMH KOHUeHTpauamu 0,01; 0,02;
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0,05; 0,1 u 0,2 % macc. Ilpouenypa KOHTpoNA COCTOMT B NMPHIOTOBJIEHHH
pacTBOpOB MO 1. 8.2, onpelencHUH CONEP)KAHUA OKTaaleTaTa caxapo3bl B
o6pasuax no n. 9.

H3MepeHus CHUTAIOT COOTBETCTBYIOIMMH HOPMETHBY ONEPATHBHOIO
KOHTPOJIA MOTPELIHOCTH, €CITH BHITOIHACTCS YCIOBHE:

|X—X,,,l<0,01 - X, - K, e

K — HOpMAaTUB OMepaTHBHOTO KOHTPOJA MOTPEIHOCTH, paBHbli 13 %;

X — pe3ynbTaT onpeleNeHHs KOHUEHTPAlMM OKTAALETaTa caxaposl,
% Mmacc.;

X, — cojiepaHue OKTaaleTaTa Caxapo3bl B KOHTPOJILHOM pacTBOpe,
% macc.

Ilpy npeBBIIEHHH HOPMATMBA ONEPATUBHOIO KOHTPOJA NMOrpEIIHOCTH
3KCMIEPHMEHT NMOBTOPAIOT. IIpH MOBTOPHOM NpeBbIIUEHHH HOPMATHBA BhIAC-
HAIOT NPHYHHEI, TIPUBOJAIINE K HEYIOBIETBOPHTEIHBIM PE3yJbTaTaM KOH-
TPOJisl, K YCTPAHAIOT UX.

Pe3ynbTarThl KOHTPOIBHBIX H3MEPEHHMH 3aHOCAT B pabounii xKypHai.

11.2. Konmponas cxooumocmu pe3yibmamos napaineabrsix usmeperuii

BHyTpeHHHIi onepaTUBHBIH KOHTPOJIb CXOAMMOCTH Pe3yJIbTATOB Napai-
JeNbHBIX ONpEeAeeHHH OCYLIECTBAIOT B NpoUecce H3MEpEHHH Mo pa3Maxy
pe3ybTaToB.

Pewenre 06 ynoBAEeTBOPUTENLHOH CXONMMOCTH NMPHHUMAIOT HPH Bbi-
TNIOJIHEHHH YCJIOBHA:

|X,~X,1<0,01- X -D,rne

X, u X, — pe3ylbTaTel ABYX OnpeleaeHHiA KOHUEHTPaLMH OKTaaueTaTa
caxapossi, % macc.;

X — cpennee apnbmMerHyeckoe X, u X,, % Macc.;

D — HOpMatuB ONEPATUBHOIO KOHTPOJA BOCIPOM3BOAUMOCTH H3Mepe-
Hu#t, paBHbI# 23 %.

Ilpu OpeBBIICHAH HOPMAaTHBAa OMEPAaTHBHOTO KOHTPO/S CXOAHMOCTH
NpOBOAAT JBa AOMONHHTENBHBIX HM3MEPEHHMs, OTOpachIBAIOT HanGObIIHA H
HaMEHBIUUH pe3yJbTaT M NPOBOIAT NMOBTOPHBIM KOHTPOJb CXOXMMOCTH.
Ipu npeBbleHHY HOPMAaTHBA M3MEPEHHS NPHOCTAHABAMBAIOT, BHIACHAIOT
MPUYKHBL, NPUBOIALIHE K HEYNOBIETBOPHTENbHBIM Pe3yJbTaTaM KOHTPOJ,
H YCTPAHAIOT UX.

Pe3ynbrathl u3MepeHuit 3aHOCAT B paboumii xypHail.

12. Paspaboruuxu
IOnusa T. B., ®enoposa H. E., Bonuex C. H., Bonkosa B. H. (®HLII
M. ©. @, Dpucmana).
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