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JlaTa BBEIEHIA: C MOMEHTa YTBED)KACHUSA

4.1. METOZIbI KOHTPOJISI. XUMHUYECKUE GAKTOPDI

CnexTpodoTOMETPHYECKOE H3MepeHUe MAaCCOBBIX
KoHueHTpanmii (3,4-xM3ToKCH(PEHNT) YKCYCHOH KHCAOTHI
B BO3Ryxe paboyeii 30HbI

Metoanueckue ykasanus
MYK 4.1.1630—03

1. O6aacTb NpUMEHEHUS

Hacrosume MeToquyecKHe yKa3saHHA YCTAHABIUBAIOT KOJIHYECTBEHHBIH
cnexrpohoTOMETPHUECKUH aHanu3 Bo3Ayxa paboueil 30HE Ha COAepXKaHHe
(3,4-muoTOKCHAEHNN) YKCYCHOM KMCIOTBI B [Mana3oHe KOHLEHTPALMH
0,25—2,00 mr/m’.

2. XapaKTepHCTHKA BeILECTBA

2.1. CrpykrypHas ¢opMyna
H,COOH

HC,0

H;C,0
2.2. Omnupuueckas popmyna: Cj,H;60s.
2.3. MonexysmsipHas Macca: 224,0.
2.4. PeructpanuonHsiii Homep CAS 38 464-04-9.
2.5. Ou3uKO-XMMHYECKHE CBOMCTBA.
(3,4-[iusToKCcHbeHnT) yKCycHas KHCJIOTa — CBETI0-KOPHYHEBBIH C JKej-
TOBATbIM OTTEHKOM KPHCTAUIMYECKMil MOPOMOK, t, 135—160 °C npu ar-
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MocdepHOM JaBieHMu 3—S5 MM PT. CT , HEpPacTBOPUM B BOAE, PacTBOPUM B
alleTOHe, 3TaHoJIe, TONYOIe.

ArperaTHoe COCTOSHHE B BO3JYXe — a9P030J1b.

2.6. TOKCHKOJIOrMYECKas XapaKTepUCTHKA,

O6nanaer 0611€TOKCUYECKIM ACHCTBHEM.

OpuenrupoBounblii 6e3onacHslit yposens Bodgeiicreus (OBYB) (3,4-
JUITOKCH(EHNT) YKCYCHOM KUCIOThI B Bo3fyxe paGoyeii 3oub1 ~ 0,5 Mr/m”.

3. IlorpemHocTh N3MepeHuil
Mertoauka oGecrnieynBaeT BbIMONHEeHUE u3MepeHmii (3,4-auaToxcude-
HHJI) YKCYCHOM KHMCIIOTHI ¢ NIOrPELIHOCTHIO0, HE npeBbiwatomei + 15,1 %, upu
JoBepuTenbHoit BepoarHocTu 0,95.

4, MeTtopa u3aMepeHHii

Wsmeperue MaccoBoif KOHUEHTpauuu (3,4-1u3ToKCU(eHMI) YKCYCHO#M
KHMCJIOTHI BBINOJIHAIOT METOAOM CIIEKTPODOTOMETPHH.

Meroz ocHOBaH Ha crocOGHOCTH pacTBOPoB (3,4-mudToKCH(EeHMI) YK-
CYCHO# KMCJIOTBI B TaHOJIE [IOrI0IIATh CBET B yiIbTpadHOneTOBOR obnacty
CTIeKTpa.

Wismepenue npoBonat npu anuse Bosusl 210 uM.

Ot60p npo6 NPOBOAAT ¢ KOHLEHTPUPOBAHUEM.

HimxHnii npeaen nsmepeHus coaepxanns (3,4-auotoxcudernn) ykeyc-
HOM KHCJIOTBI — 5 MKT B aHaM3upyeMoM obbeme npo6El.

Huxuuit npenen n3MepeHus KOHLEHTPaLHH @3 4-zxn3Toxcn¢eHnn) yK-
CYCHOH KHCIOTEI B Bo3uyxe — 0,25 Mr/m® (npu ot6ope 20 aM° Boayxa).

OnpejencHnio HE MEINAIOT COMYTCTBYIOMME BEILECTBA: YKCYCHas Ku-
CNOTA, ITaHOI, FeKCaH.

5. CpeacrBa H3Mepennii, BcnomorarejibHbie YCTPOHCTBA,
MaTepualibl, peaKTHBBI
TIpu BHINONHEHHH M3MEPEHUIA IPUMEHSIOT CIEAYIOUIME CPEACTBA U3Me-
peHni, BcrioMoraTenbHble YCTPOACTBA, MaTepHalbl U PeaKTHBbL

5.1. Cpedcmea usmepenuii, 6cnomozamensruoie ycmpoiicmea, mamepuanst

Cnexrpodoromerp Mapku CD-46

AcnupansorHoe ycTpoicTBO Mapku 822 I'OCT 2.6.01—86
DUILTPOAEPXKATEID TV 95.72.05—77
KonGer Meprbie, BMecTuMOCTBIO 100 o’ I'OCT 1770—74E
IMunerxu, Mectimoctsio 0,1, 1, 5 1 10 oM’ 'OCT 29227—91
Becsr ananuTHyecKUe naﬁoparopnme

BJIA-200 T'OCT 24104—88E
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KroBeTs! ¢ TOMLKHOK onTHYeCKOro cios 10 Mm

®unstpsl ACA-BII-10 TV 95-743—80
ITpo6HupKH KosTopUMeTpHyeckHe, BMecTuMocThio 20 c®  TOCT 25336—82E
BIOKCHI CTEKIAHHbIE, BMECTUMOCTbIO 50 cM® T'OCT 25336—82E

5.2. Peakmuent

(3,4-AuoroxcndeHnn) ykcycHas KHCOTa C

coziepikaHMeM OCHOBHOrO BeluecTBa He meHee 98 % TV 2636-001-00203275—01

Cuupt dTHIIOBBIH, X4 TOCT 5962—67
Jornyckaercs npUMeHesue MHbIX CPEACTB U3MEPEHHIi, BCTIOMOraTeNbabIX

YCTPOMCTB, PEakTHBOB M MATEPHAJIOB C TEXHUYECKUMU M METPOSOrHYECKUMH

XapaKTepUCTHKAMH U KBaJIn(UKALMEH, He Xy)Ke IPUBENEHHbIX B pasfele.

6. TpeGoBanus Ge30NacCHOCTH

6.1. IIpu pabore ¢ peaktusamu cobiionator Tpebopanus Ge3onacHoCTH,
YCTAHOBNEHHBIE I PabGoThl C TOKCHMYHBIMM, €AKUMH H JIECKOBOCIUIAME-
HstouMucs seriecrsamu o I'OCT 12.1.005—88.

6.2. TIpu npoBe/IEHAN aHATM30B FOPIOYMX H BPEAHBIX BELUECTB AO/DKHBI
cobonarscss TpeGoBaHus 1IpOTHBONOXApHOW GesomacHocty no I'OCT
12.1.004—76.

6.3. TIpu BHINOAHEHUM U3MEPEHMI C UCMONBE30BAHMEM cnexrpodoTo-
MeTpa cobnIolaloT 1paBwiIa diekTpobesonacHocTi B coorserctsiu ¢ [OCT
12.1.019—79 n uucrpyxumei 110 okcnyaranum npubopa.

7. TpeOoBauns K KBATHQUKALKA ONEPATOPOB

K ssinonnenuio uamMepenuit 1 o6paGorke X pe3ynbTaTOB AONYCKAIOTCA
JIML@A C BBICIUMM HMIM CPEAHECTICLMANbHbIM 06pa30BaHHEM, HMEIOLIME HABbI-
Ku paboTh! Ha cnekTpodhoTOMETpE,

8. YenoBust usmepenmii

8.1. [IpuroTosieHye pacTBOPOB U NOATOTOBKY Npol K aHanuly nNpoBo-
JAT B HOPMaJIbHBIX YCJIOBMAX NMpH TeMmepaType Bo3ayxa (20 + 5) °C, atmoc-
depHoM pabnennu 84—106 kIla u BnaXkHoCcTH BO3ayXa He Gonee 80 %.

8.2. Brinonxenune naMepeHnii Ha cnekTpo¢oTOMETpe NPOBOAAT B YCIO-
BHSIX, PEKOMEHJ0BaHHBIX TEXHUYECKOMN AoKyMeHTauuel K npubopy.

9. IToAroToBKa K BbINOJHEHHI0 H3MEPeHHi

IMepen BbIMONHEHHEM M3MEPEHHIl NPOBOAAT CAEAYIOLME PaGOTHL: MpH-
FOTOBIIEHHE PaCTBOPOB, NOATOTOBKY CIEKTPOOTOMETPA, YCTAHOBIEHHE TPa-
JYMpOBOYHOI XapaKTepUCTHKH, 0TO0p npob.

135



MVK 4.1.1630—03

9.1. Tpuzomosnenue pacmeopoe

9.1.1. OcHoBHO#M cTaHmapTHBIK pacTBOp (3,4-AM3TOKCHGEHHT) YKCYC-
HO# KucnoTel ¢ KonueHTpauueid 100 Mxr/mMn rotoBsT pacrsopesueM 10 mr
BELLECTBA B HTRHOJIE B MePHOI K0J16€ BMecTHMOCTbI0 100 e’ ,

PactBop ycroiiuus B TeueHue 7 QHEj IpH XpaHEHUH B XOJNOAHILHUKE B
6rokcax ¢ NPUTEPTRIMU POGKaMu.

9.2. ITodzomogxa npubopa

IMoaroToBky cnekTpodoTOMETPa NPOBOJAT B COOTBETCTBHHU C PYKOBOA-
CTBOM IO €ro SKCIUTYaTaluH.

9.3. Yemanoenenue 2padyupoeounoii xapaxmepucmuxu

I'panyupoBouHYI0 XapaKTEPHUCTHKY, BRIPAXAIOLUYIO 3aBUCHMOCTD ONTH-
YecKOi MIOTHOCTH pacTBopa OT Macchl (3,4-nudToKCH(EeHNn) YKCYCHON Ku-
CIIOTHI, YCTaHaBIMBAIOT 10 5 CEpUsAM PacTBOPOB U3 S napajleNbHBIX onpeae-
JIEHUIt 719 KaXI0i cepuu, cornacHo tabn. 1.

Ta6nuua 1
Pacmopu AJISl YCTAHOBJICHHA rpaayupono-moii XapaKTePHCTHKH
npu onpexeseHun (3,4-THITOKCHPENHT) YKCYCHON KHCIOTBI

Ne OcHOBHO# CTaHZApPTHBIA Yraton Conepxanne (3,4-RHITOKCHEHIT)
CTaH- | PacTBOP aHANU3UPYEMOro ’ | YKCYCHOW KHCHOTH! B rpagynpo-
JlapTta BEIIIECCTBA, CM° o BOYHOM PacTBOPE, MKI'

1 0,0 5,0 0

2 0,05 49,5 5

3 0,1 49 10

4 0,2 48 20

S 0,3 4,7 30

6 0,4 4,6 40

I'panyupoBOYHEIC PaCTBOPH! YCTOHYMBEI B TeueHUeE 24 4.

H3MepsaioT ONTHYECKYIO MIIOTHOCTh PACTBOPOB B KIOBETAaX C TOMILMHOMN
ontHyeckoro cnos 10 MM npu anuHe Bonsbl 210 HM O OTHOIIEHHMIO K pac-
TBOPY CpaBHCHMA, HE COJEPXAILEMy ONpEAENseMOro BelecTsa (pacTBop
Ne 1 no ta6n. 1).

CTpoAT rpafyHpOBOYHEIH rpaduK: Ha OCh OPAMHAT HAHOCAT 3HAYEHUA
ONTUYECKHX MIIOTHOCTeH IPafyMpPOBOYHBLIX pPacTBOpPOB, Ha ochb abciucc-
COOTBETCTBYIOILME UM BENIMYMHBE! COJACPKaHHA BEILECTBA B IPalyHpPOBOYHOM
pacTBope (MKr).

IlpoBepka rpaAyMpOBOYHOrO rpaghuka nNpoBoauTcs 1 pas B Tpu Mecsua
WM B Cilydae HCIOJIb30BaHHA HOBOH MapTHM PEaKTHBOB, H3MEHEHHA yCIO-
BHii aHanM3a, nocie peMonTa npubopa.
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9.4. Oméop npob6ui é03dyxa

Bo3ayx ¢ o6beMHBIM pacxoznom 2 aM>/MuH acnupupyIoT yepe3 GUIBTP
A®A-BII-10, noMewmeHHsI#i B Q)unb'rponcpxca'renb Jns namepenus Y2 OBVB
(€ 4-nu310xcu¢euun) YKCYCHOM KHCIIOTH HeoGxomumo orobpats 20 g’
BO3JyXa.

Ipo6sl XparATCA B XONMORHIBHUKE B 6I0KCaX C MPUTEPTHIMU MPOGKaMH.
Cpok xpaHenus — He Gonee 7 AHeil.

10. Beinosnenne nusMepeHns

@OuILTp ¢ 0TOGPaHHON NPoGoi NOMEWAoT B GIOKC H 3a1MBAIOT 5 cM
sTanona. OcraBmaoT Ha 10—15 MMH, NEpHOAMUECKH MOMEILUMBAA CTEKAH-
Ho# manoukoii. Crenens gecopbuuu (3,4-4HITOKCHGEHMIT) YKCYCHOIH KHCIIO-
THl ¢ hunbTpa 98 %.

Jlanee aHanu3 NPOBOAAT aHAJNOTMYHO TIPALYHPOBOYHBIM DPACTBOpaM.
OnriyecKylo [IOTHOCTb aHANH3MPYEMOTO pacTBOpa NpoObl H3MEPAIOT aHa-
JIOTHYHO TPaJyHPOBOYHBIM PACTBOPAaM 110 CPaBHEHHIO C PACTBOPOM CpaBHE-
HHA, KOTOPBIi TOTOBAT OAHOBPEMEHHO M aHAJIOTHYHO MPobaM, HCNOB3YA
quCThIi HUIBTP.

Konuyectsennoe onpenenesnne copepxanus (3,4-ausrokcudeHnn) yk-
CYCHOI KHCIOTH! (MKT) B aHaIM3UPyeMOM 00beMe MpPOBOAAT MO NpeaBapH-
TENbHO NOCTPOSHHOMY TPafyUPOBOHHOMY rpaduky.

11. BorunciieHHe pe3yJIbTATOB M3MEPEHHS

Maccosyo KOHLCHTPALMIO (3,4-musTOKCH(EHMT) YKCYCHON KHUCIOTHI B
Bo3ayxe (C, Mr/M®) BRIYMCIAIOT 10 opMyIIe:

C=-—,r e
7 I

a — COAepXKaH1e BEIECTBA B aHAIM3MPyeMOM 06beMe pacTBopa npoGsl,
Hal{IeHHOE 110 rPalyHPOBOYHOMY rpadMKy, MKT;

V — o6bem Bo3xyxa (aM’), OTOOPaHHOrO A1 aHaIH3a U NPUBEACHHOTO K
CTAaHAAPTHBIM YCIOBUAM (CM. puioxk. 1);

C - 3HayeHUe MAacCOBOH KOHUEHTPAlLMU aHANIM3UPYEMOro KOMMOHEHTa
B nmpoGe.

12. Odopmaenne pe3yabTaToB AHATH3A

PesynbraT xonuuecTBEHHOro aHanu3a (3,4-auMdTOKCH(EHMI) YKCYCHOH
KuCHoTH npeacTanstoT B Buge (C+ 0,01 - 85 - C) mr/v’, P = 0,95, rae 5 —
XapaKTEePUCTHKA MOrpelHocTH; C — 3HaUYeHHe MAaCCOBON KOHIIEHTPALHU aHa-
JU3NPYyEMOro KOMIIOHEHTa B Ipobe.
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13. Konrpous norpemnoctn meroanxkn KXA
3Hauenus XapaKTEPHCTHKH MOrpPelIHOCTH, HOPMAaTHBa OIEPaTUBHOrO
KOHTPOJI1 NOrpeHOCTY K HOPMaTUBa OINCPATHBHOIO KOHTPOJIsI BOCNPOHU3BO-
JMMOCTH NpPHBEAEHHI B Ta0u. 2.

Tabnuua 2

Juanazon HanmenoBanue MCTPOIOrMYECKOH XapaKTEPHCTHKY
OMpEAEAAEMBIX

MACCOBBIX I'pannus! Hopmarus Hopmatus
e OTHOCHTCBHOM OnCpaTHBHOTO 0nepaTHBHOTO
(3,4-IM3TOKCH- NOrpeltHOCTH | KOHTPOJIA BOCNIPOU3~ | KOHTPOJS norpett-

¢e,;m) yKCycHO +8; % BoaumoctH, D, % Hocty, K, %

KHCHOTHI, MI/M P=0,95) (P=095m=2) P=0,90,m=3)

0,25—2,00 15,1 17,9 17,9

13.1. Onepamugnbwiit konmpono socnpouseodumocmu

O6pa3suaMM U1 KOHTPOJIA ABJIAIOTCH pealbHbie npobbi Bo3nyxa pabo-
yei 30Hbl. O6BEM O0TOGPAHHOMA MNA KOHTPONA MPOGHI JOMKEH COOTBETCTBO-
BaTh YABOCHHOMY 00bemy, HEOOXOAMMOMY /jin NPOBEACHYUS aHaiu3a Nno mMe-
TOJHKE.

Tlocne or6opa 11po6EI IKCTPAKT ¢ GuibTpa AesT Ha JBe PaBHbIE YACTH
¥ aHATM3UPYIOT B TOYHOM COOTBETCTBMM C MPOMUCHI0 METOAMKH, MaKCH-
MallbHO BapbUpys YCIOBHS MPOBELEHUS aHAlM3a, T. €. IOJy4aloT ABa pe-
3yApTaTa aHANK3a B Pa3HLIX 1A0OPATOPUAX WIH B OLHOW, MCNONB3YS NpU
9TOM pasHble HAGOpHl MEPHOIL [IOCY/Abl, pa3Hble NAPTHH peakTHBOB. [[Ba pe-
3yNbTaTa aHallM3a He JOJDKHBI OTIMYAaThCa APYr OT Apyra Goiee uem Ha Be-
JHYHHY AOMYCKAEMbIX PACXOMACHUIT MEX LY Pe3y/IbTaTaMH1 aHaIM3a:

21C; -Gy <0,01D|C; + C)|, rne

C, — pesynbTar aHanu3a paboueii npobol;

C; — pe3yinbTaT aHaIH3a JTOH ke Ipobhl B YCIOBHAX MEXIab0paTopHOii
BOCIPOH3BOJUMOCTH;

D — ponycTMMbie PaCXOXKACHMA MEXAY PE3yNbTaTaMy aHanu3a OfHOM U
TOi e npoOkl, Tabun. 2.

Tlpu npesbliieHUM HOPMATHBA OHEPATHBHOIO KOHTPOJIA BOCOPOHM3BO-
JHMMOCTH 3KCHEPUMEHT NOBTOPAIOT. IIpH MOBTOPHOM NPEBLILEHHH YKa3aH-
HOro HopMaTiBa D BBIACHSIOT NPHYMHBI, NPUBOJALIME K HEYNOBJIETBOPH-
TeAbHBIM PE3yNbTATaM KOHTPOMS, M YCTPAHAIOT UX.
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13.2. Onepamusnsiii konmpons nozpewnocmu

OnepaTHBHBIA KOHTPOIb MOTPELHOCTH BBINOJHAIOT B OJHOM CEpUH €
KXA pa6ounx npob.

OGpa3uamMu s KOHTPOMA ABNAIOTCA peallbHble Npo6sl Bozgyxa pao-
ueil 3046l O6beM 0TOOGPAHHOM VIS KOHTPO/A NPOBE! JOMKEH COOTBETCTBO-
BaTh YABOEHHOMY 00BeMy, HEOOXOAMMOMY IS IPOBEACHHS aHAIM3A 110 Me-
Toguke. ITocne or6opa mpobbl aKCTpakT ¢ QUIbTpa AENAT HAa ABE PaBHbIE
4acTH, MEPBYIO U3 KOTOPLIX BHATM3UPYIOT B TOYHOM COOTBETCTBHHM C NPOMNHU-
CbI0 METOMKK M M0Y4aIOT PE3YNbTAT aHAM3a HCXOAHOH paboyeit mpoGer —
C,. Bropyto uacte pa36aBisfioT COOTBETCTBYIOLIMM PACTBOPUTEIEM B [Ba
pa3a ¥ CHOBa JIENST Ha JIBE PaBHbIE YaCTH, NEPBYIO U3 KOTOPHIX aHANU3UPY-
0T B TOYHOM COQTBETCTBHH C MPOMHCHI0 METOAMKH, NONyYas pe3ybTaT aHa-
nu3a paboueii npo6sl, pa3basiaeHHOI B ABa pasa, — C). Bo Bropyio yacts ge-
nalT A06aBKy aHAIM3HPYEMOro KOMIOHEHTA (X) IO MaccOBOW KOHHEHTpa-
uuM McxonHoi pa6oueit npo6el (C;) (061as KOHUEHTPAUUA HE JODKHA Bbl-
XOAUTb 32 BEPXHIOI IPAHMILY AHAIla30HA U3MEPEHHUS) M aHAM3UPYIOT B TOY-
HOM COOTBETCTBMH C NPOMHCHIO METOAMKM, NONYyYas Pe3ynbTaT aHanu3a pa-
Goueii npo6sl, pa3baBneHHoOMH B Ba pasa, ¢ A06aBkoii — C;. PesynbraThl aHa-
nu3a McxonHoH paGoueit npobsl —~ C,, paboyeii npobbi, pasdasinenHoil B ABa
pasa, — C, u paGoueil npoGel, pa3baBrexHoi B aBa pasa, ¢ ao6asxoit — C;
NOMNYYAK0T [0 BOSMOXHOCTH B OJIMHAKOBBIX YCHOBHAX, T.€. MX IOJNy4aeT
O/MH AHAIUTHK C HCIIOJIB30BaHHEM OAHOro Habopa MEpHOH mocyabl, OAHOM
NAPTHM PEAKTUBOB U T. 1.

Peluenye 06 yHOBIETBOPUTEABbHOMN MOrpeUIHOCTH NPUHUMAIOT NPH Bbl-
NOJHEHUH YCIIOBUA:!

[C;-Co- X+ [2C,~C,{<0,01 K- C,Tne

C, - pesyabTar aHanu3a paboueit npobky;

C, - pesyJbraT aHanusa paboueit npo6sl, pa3baBieHHOM B JBa pa3a,

C; — pesynsTaT aHanu3a paboueii npo6el, pa3baBneHHON B ABa pasa, C
J06aBKOIi aHaNM3MPYEMOro KOMIIOHEHTA,;

X — pennuMHa 106aBKH aHATM3UPYEMOro KOMIIOHEHTa;

K — HopMaTHB OnEpaTUBHOrO KOHTPOJIA NIOTPELIHOCTH, Tabll. 2.

14. HopMbI 3aTpaT BpeMeHH Ha aHAIH3
JUns npoBeneHus cepuu aHanu3oB u3 6 npo6 Tpebyercs 1 4 30 Mun.

Meroaunueckue ykasaHua paspaboransr HHUL[ «3KOC», Mocksa
(B. A. Munaes).
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