MVYK 4.1.1347—03

YTBEPXJAIO
I'naBHBIN rOCY 1apCTBEHHDINH CAaHUTAPHbIH
Bpa4 Poccuiickoii denepaums,
IMepseiii 3amecTHTENL MHHUCTpa
3npaBooxpaHenus Poccuiickoli denepauyn

I'. T. OuuineHko
16 mas 2003 r.
Jlata BBEJEHHA: C MOMEHTA YTBEPIKACHHA

4.1. METObI KOHTPOJISI. XUMHUYECKHE ®AKTOPBI

H3mepenne MaccoBbIX KOHIEHTpanuii (2-kap6okcu-3,4-
AMMETOKCH(pEeHHI)METHICHTHAPa3HI-4-
NUPHIMHKAPO0OHOBOH KHCJIOTHI COJIH JHITHIAMMOHMSA
MOHOrMapara (cao3naa) B Bo3ayxe paboyeii 30HbI MeTOIOM
BBICOK03((PeKTHBHOM KHAKOCTHOH XpomaTorpaduu

MeTtoanueckne yKka3anust
MYK 4.1.1347—03

1. O6aacTb NnpUMeHEeHH

Hacrosmune MeToau4eckHe YKka3aHUs YCTaHaBIHBAIOT KOJHYECTBEHHBIH
XpoMatorpadpuueckuit aHanusz Bo3dyxa paboued 30HBI Ha COJEpXKaHHE
(2-xap6oxkcu-3,4-1uMeToKCH( EHHIT)METHIIEHT U APA3H I-4-THPUAMHKapOOHOBOH
KHCJIOTBI COJIM AM3THIIAMMOHHUS MOHOTHApaTa (Calio3uaa) B AHana3oHe KOH-
ueHTpauwmii ot 1 no 20 mr/n’,

2. XapakTepHCTHK2 BelllecTBa
2.1. CtpykrypHas dpopMyna

0
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\NH— N — CH OCH,
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O OH-NH(CHs), - H,O

2.2. Omnupuueckasn popmyna CyoHasN4Og.
2.3. MonekynspHas mMacca 420,5.
2.4. PeructpauuroHHbiii Homep CAS — OTCYTCTBYET.
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2.5. DU3UKO-XMMHUYECKHE CBOHCTRA.

CaﬂlO3HIl - Kp"CTaJ'lJ'lH'{CCK"ﬁ ﬂOpOUJOK KEITQH-3e1eHOrO 1BeTa. Maﬂo-
pacTBOPHM B BOJIE, HEPACTBOPUM B 3MpE, PaCTBOPUM B 1I€I04AX U HEOpPra-
HUYECKHX KHCJIOTaX, Temrepatypa BOCIUIAMEHeHWs 89,6 °C. ArperaTHoe
COCTOSIHHE B BO3[lyX€ — a3p030Jib.

2.6. Tokcukonoruyeckas XapakKTepHCTHKA.

Canmo3un o6nanaet oOLIETOKCUYECKHUM AEHCTBye M.

HFCHCJIBHO HOIMYCTHMas KOHUEHTPAUMA B BQsqyxe paGoueii 30HbI —
2 mr/M”. Knacc onacHoCTH — TpeTHil.

3. ITorpeniHOCTL H3MEPeHyii

Meroanka oGecneynBaeT BbINONHEHHE H3MEPEHMIT C MOTPEIIHOCThIO HE
6onee + 21 % npu noeeputenbHoii BeposTHocTH 0,95,

4. Mertoa n3mepennii

H3MepCHHﬂ MaccoBOii KOHHEHTpALMH CATIO3Hq oCHOBAaHblI Ha HUCIIOJb-
30BaHUH BBICOKO3((EKTUBHOMN JKHIOKOCTHOI XpoMatorpaduu ¢ NpUMEHeHH-
€M CreKkTpoOTOMETPHUUECKOTO AETEKTOPA.

Or60p npo6 NpoOBOAMTCA ¢ KOHUEHTPUPOBAHHEY Ha BUNBTP.

HuxHub npenen U3MEPEHHA COAEpKaHHA Calllp3una B xpomaTorpadm-
pyeMoMm ob6beMe pactBopa — 0,020 mxkr.

Huxuui npenen u3Mepenus KOHUCHTPAUMH camo3uia B BO3LYXE —
1 mr/m* (npu oT6ope 100 1M’ Bozayxa).

Onpenenenmo HE MELIarT BEILIECTBA, COHyTCTByK)m"e MPOU3BOACTBY
cairo3vaa (KanMaJI, LIe10/103a  MUKPOKPHCTAUThyeckas, THTaHa OKCHUI,
MOMBUHHJITTUPPOJIHUIOH HU3KOMOJIEKYJIAPHBIi).

5. CpencrBa n3mepenuii, BcomoraTe iblpie ycTpoiicTBa,
MaTepHAJIbl, peAKTHBBI

5.1. Cpeocmea usmepenuii, 6cnomozameJivHsie Ychipoiicmea, mamepuanst

Xpomartorpad sxMAKOCTHBIH MUKPOKOJIOHOUHBIH
«MHITHXPOM» CO CIIEKTPO(YOTOMETPUHECKHUM
JETEeKTOpOM

Xpomarorpaduuyeckas KoJOHKa CTajlbHas
KAX-44-3, 50 x 2 MM, 3anonHeHHas copObeHTOM
Cenapon C18, dppakums 5 MM

AcnHpalHOHHOE YCTPOHCTBO TV 64-1-862—82
PunsTpoaepxarens TY 95.72.05—77
Bechkl aHafUTHYECKHE TOCT 24104—88E
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YCTpoicTBO AN GUALTPALIMHM HKUAKOCTEH,

HI1® «buoxpom»
TMocyna mMepHas naboparopHas IOCT 1770—74E
IMuneTku, sMecTuMocTbiO 0T 0,2 no 10 cm? 'OCT 29227—91

IMpo6upku ¢ npuumm?osanﬂbmu npo6kamu,

BMeCTUMOCTbIO 10 cM I'OCT 25336—82E

®unbstpel AGA-BII-10 TY 95-743—80
®unbtpet HVLP 047, dupmbl «Munnunop»
Biokent *Y50 TOCT 25336—82E

5.2. Peakmuegsi

Camosug, OC 42-1437-89, conepxanue
OCHOBHOTO BelllecTBa He MeHee 99,0 %
ALETOHUTPUN ¢/ )KMIKOCTHOM

xpomarorpaduu» TY-6-09-14-2167—84
Kanuit auruapogocdart, xu [OCT 4198—75
Kuciora oprodocgopnas, x4 I'OCT 6552—58
Bona auctunnupoBaHHas I'OCT 6709—72

JlonmyckaeTcs MpUMEHEHHE MHBIX CPEACTB W3MEPEHHs, BCMOMOraTelib-
HBIX YCTPOWCTB, peakTHBOB H MaTepHasoB, ofecneunBalolMX MOKa3aTeNH
TOYHOCTH, YCTAHOBJIEHHbIE 1A NaHHOH MBH.

6. TpeGoBanus Ge30naCHOCTH

6.1. IIpu paborte c peakTHBaMU cCoONOAAIOT TpeGOBaHHA Oe30MacHOCTH,
YCTaHOBNEHHble ANS paboTbl C TOKCHYHBIMH, €IKHMH M JIETKOBOCIUIaMe-
Haowumuca sewecrsamu no FOCT 12.1.005—88.

6.2. TIpu npoBeNeHHH aHAJIM30B rOPIOYHX M BPEAHLIX BELLECTB cobo-
HaloT Mepbl MpoTHBONOKapHoi 6e3omacHoctH no 'OCT 12.1.004—76.

6.3. Ilpy BBINOJHEHHH H3MEPEHHH C HCMOJIb30BaHHEM XpoMartorpada
cobmonaloT mnpaBuna 3nekTpobezonacHoctd B cootBercTBHH ¢ ['OCT
12.1.019—79 u uHcTpyKLMeH no 3kcrutyaTauuu npubopa.

7. TpeOoBaHus K KBAIHQHUKALHH OHepaTopa

K BbInONHEHHIO H3MepeHHH H 0bpaboTke pe3yJbTaTOB AOMYCKAIOTCA
JIMLA C BBICUIHM W CPEIHUM ChelHalbHbIM 00pa3oBaHHEM, HMEIOLIHE HABbI-
KH paboThl Ha )KUAKOCTHOM Xpomarorpade.

8. YcaoBus usmepennii

8.1. [IpuroToBneHne pacTBOPOB U MOAroTOBKY NMpob K aHanu3y nmpoBo-
AST B HOPMAIbHbIX YCJIOBHSAX NMPH Temnepatype Bo3ayxa (20 £ 5) °C, armoc-
¢epHom naBneHnn 84-—106 xIla u BaaxxHocTH Bo3ayxa He 6onee 80 %.
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8.2. U3Mepenus Ha KHAKOCTHOM Xpomarorpade npoBOAAT B YCJIOBHAX,
PEKOMEHA0BAHHBIX TEXHHUYECKON NOKyMEHTaUHer K npubopy.

9. [ToaroToBKa K BLINOJHEHHIO H3IMEPEHHU

9.1. ITpuzomoenenue pacmeopos

9.1.1. CTaH}JapTHHM pacTBOp CajllO3WAa B pacTBOPE 3JIOEHTA KOHLEH-
Tpauueit 200 Mmkr/cm® rotoBuTCA pactBopeHyeM 10 Mr BewecTsa B MepHOM
xonGe BMECTUMOCTbIO 50 cM’. PacTBOp YCTOMYMB B TeyeHHe HeENH MpH
XPaHEHHH B XOJIOH/IbHHKE.

9.1.2. PacTBOp 3/110€HTa FOTOBAT CMEILWBAHHEM B MEPHOM LWJIMHApE
80 cm’ 0,02 M pactBopa aurnapodocdata Kanus, KOTOpbii TOTOBAT PAacTBO-
peHueM 1,36 r ykasanHo#i comn B 500 oM’ IMCTHIUIMPOBAHHOM BOIBI, U
20 cm® aueToHuTpuna. Pactsop nosoaat no pH 5 oprodocdopHoit kucnoroit.
Henocpencmel—[ﬂo nepea HU3IMEpEHHEM pacTBOp d)unLprmT C MOMOILIBIO
yctpoiicTBa 11 GunbTpauud U GUABTPOB « MUILTUIIOP» M AErasMpyioT Mox
BaKyyMOM.

9.2. I1oo20moexa npubopa

OO6utyi0 moaroToBKy npubopa OCYLIECTBAAIOT COraCHO MHCTPYKLUUH
N0 3KCHUTyaTalLuH.

9.3. YcmanoeneHnue 2padyupogodHoil XapaKxmepucmuxu

I'pagyMpoBOYHYIO XapaKTEPUCTHKY, BHIPAXAIOLLyO 3aBUCHMOCTb BEJIH-
4YHHBI XpoMaTorpaguuecKkoro CMrHajga OT Macchl aHaJTM3UPYEMOTO BELLECTBA
B XxpomatorpapupyemoM obbeme nmpobbl, yCTaHaBAMBAIOT MO MeTondy abco-
JIOTHOM KanuGpOBKH C HCMOAb30BAHHEM CEPHU IPALyHPOBOYHBIX PacTBOPOB,
KOTOpbi€ FOTOBAT pa3baBieHHEM CTaHAApTHOTO pacTBopa corsacHo raba. 1.

PacrtBops! noMelaiot B npo6ooT6opHOe yCTpoiicTBO XpoMarorpada.

YcnoBus xpomarorpadupoBaHHA rpagyHpOBOUHBIX CMecei H aHaIH3HU-
pyeMbIX npoob:

cocras amoenTa: 0,02 M KH,PO, —auemHmpun 8:2,pHS;

CKOPOCTB TOTOKA 3JIIOEHTA 100 MM’/MHH;

o6beM BBOAMMO# Mpo6kI 2 MM’

IJIMHA BOJIHB! cneKTpoq)OTomeTpm{ecxoro aetexropa 280 HM;

BpeMs yaepKUBaHHA camo3naa 2 My 30 c.

Ha nony4yeHHoi#i XxpoMaTorpaMMe M3MepsIOT IUIOIAAM MUKOB C MOMO-
b0 MHTErpaTtopa Xpomartorpada (B yCNOBHBIX €NUHHMLIAX) MPH aHamu3e
IIECTH PacTBOPOB pa3HbIX KOHLEHTPAlUMi M XOJ0CTO# npobbl, NPOBOAS He
MeHee MAFH NapaiebHbIX ONpeAeNeH’i AId KaXAoro pacTBOpa, U CTPOSAT
rpanyMpoBOYHYIO KPHBYHO 3aBHCHMOCTH IUIOLIAAH MTHKA OT KOJMYECTBA KOM-
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nolenta B npobe (Mkr). IIposepky rpanyupoBouHOro rpaguka fpoBOAAT
TIpH W3MEHEHHH YCIOBUIi aHann3a, Ho He peske | pasa B Mecall.
Tabnuua 1
PacTBopbI /151 YCTAHOBJIEHHS TPAAyHPOBOYHOH XaPAKTEPHCTHKY
fipH ofipeAeeHHH Cajll03Haa

Ne CranpapTHbli Pacteop | Kouuentpaums | Conepxanue BeecTsa
CTaH- | pacTBOP CATIO3MIA, | JNIOCHTA, BELLECTBA, B xpoMarorpadupyeMoM
napta oM M MKT/CM® obbeMe npobhl, MKT

1 0 20 0 0

2 1 19 10 0,02
3 2 18 20 0.04
4 3,5 16,5 35 0,07
5 5 15 50 0,1
6 10 10 100 0,2
7 20 0 200 0,4

9.4. Ombop npo6wi 6030yxa

Bo3Iyx ¢ 06beMHBIM pacXon0M 20 IM>/MHH aclIMpUpYIOT Yepe3 GUILTP
A®A BII-10. Ona wsMepenus 2 INIJK camosupa moctatoyHo oTobparh
100 aM® Bo3ayxa. [Tpo6bl MOKHO XPaHHTb B TEYEHHE HECIH.

10. BoinosiHenHe H3MepeHHsA

OuneTp ¢ oTobpaHHON NMpoboii noMewaT B OI0KC ¥ NPHIHMBAIOT MHU-
netkoit 5 cm’® pacTBopa /moeHTa. [lepuoanyeCcKkH BCTpAXHBas, BHLAECPKHBAIOT
pacTBOp B T€UEHHE 5 MMH M CIIHBAIOT €ro B NMpo6upky. AHajorMuHeIM oOpa-
30M MPOBOAAT NOBTOPHYIO 3KCTPAKLHIO C GHILTPA H O6BEAUHAIOT PaCTBOPBI.
Crenenp necopbuun ¢ Qunstpa 96 %. XpomarorpadgupoBaHHe pacTBOpa
npo6sl NPOBOAAT B TEX Xe YCIOBUAX, YTO U XpoMaTorpadupoBaHue rpaayH-
POBOYHBIX pacTBOpOB. KolMYecTBEHHOE ompenenieHHe CONEpXKaHUs aHasH-
3MPYEMOrO BELIECTBA B PacTBOpE NPOBOMAT HO MpeNBapHTENbHO MOCTPOCH-
HOMY IpalyHpOBOYHOMY rpauky.

11. Pacuer KOHLEHTPALHH

KonueHnTpauuio ananusupyemoro ewectsa (C, Mr/m’) B BO3yXe Bbl-
YHCAAIOT MO popMyne:

a-e
c= , Tne
6V

a — COoACpKaHHE BelIeCTBa B aHAJIH3UPYEMOM obveme Hp06I>I, Hai 1eH-

HOE 110 rpafyMpoOBOYHOMY rpaduky, MKT;
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6 — 06BeM NPOGI, B3ATHIN L1 XPOMATOrpadupoBaHus, CM’;

6 — o6wuii 06beM pactBopa npobsl, cM”;

¥ — o6beM Bo3nyxa, oTo6paHHOro Ans aHaf3a U NpHBEAEHHOTO K CTaH-
AApTHLIM YCJIOBHAM, AM” (CM. npunox. 1).

12. Odopmiienne pe3ybTaTOB aHAIH3A

PesynpTaT KONMueCTBEeHHOro aHanu3a mpeacTaBnsioT B Buge (C + A)
mr/m>, P =095, roe A — XapakTepHCcTHKa norpemwHocTH, A = 0,15C + 0,06.

13. KoHTpO/IL IOrpemiHOCTH METORAHKH

3Ha4yeHHs MOJyYEHHBIX METPOJIOTHYECKHX XapaKTepPUCTHK MOrpPeLIHO-

CTH, HOpMaTHBa ONEPATUBHOIO KOHTPOJA TOYHOCTH U HOPMATHBA ONEPaTHB-

HOTO KOHTPOJIS BOCIIPOH3BOAMMOCTH NpHBEAEHB! B Tab. 2 B BHIE 3aBUCHMO-

CTHU OT 3HA4YEHHA MACCOBOH KOHLEHTPAaLHH aHAJIM3UPYEeMOro KOMIOHEHTa B
rpobe C.

Tabnuua 2

Pe3yabTaThi METPOJIOrHYECKO# ATTECTALHH METOAUKH KONHYECTBEHHOIO
XHMHYECKOro ananusa

Jlnanaszox HanMeHoBaHHE METPOJIOrHYECKON XapaKTEPHCTHKH
ONPCAC/IACMBIX | xapakTePHUCTHKA | HOPMATHB ONEpPaTHB- | HOPMATHB ONEPATHBHOrO
KOHLEHTPaHH | norpewmHoct, |Horo KOHTPOJIS TQUHO-| KOHTPOJIA BOCIIPOH3BO-

camo3nna, A, MoM® cty, K, Mr/m JUMOCTH, D, Mr/M

MI/M (P=10,95) (P=090,m=2) (P=095,m=2)
Or11m020 0,15C + 0,06 0,13 + 0,10 0,09C + 0,16

13.1. Onepamusenbsiii KOHmpoas 6ocnpou38o0oumMocmu

OnepaTHBHEBIH KOHTPO/b BOCIPOHU3BOAUMOCTH BBINOJIHAIOT B OAHOIA ce-
pHH C aHanu3oM pabouux npob. OTéupaloT peaibHble NpoOsl Bo3gyxa pabo-
4eil 30HBI M3 OJJHOTO TPAAMUHMOHHOTO MecTa 0TOOpa AByMs Npo600T6OpHHU-
KaMH OJJHOBPEMEHHO. AHATH3UPYIOT B COOTBETCTBHH C MPOMHCBIO METOANKH
pa3HbIMM AHAJMTHKAMH, MAaKCHMaJIbHO BapbHpys YCJIOBHA NMpPOBENEHHUs aHa-
JM3a: MapTHH peaKTHBOB, HAOOPbI MEPHON MOCYAM M T. A., U MONYYAlOT ABa
pesynbTaTa C, u C, aHanu30B. Pe3yabTaThl aHanu3a He JOJKHBI OTIMYATBCA
Apyr OT Opyra Ha BeNU4YHHY Go/blIyl0, Y€M HOPMATHB OMEPATUBHOTO KOH-
TpOst BOCIIPOU3BOAUMOCTH D:

|c,-C,I<D

IIpu mpeBBILIEHHH PACXOXKAEHHS MEXAY NABYMA pe3ynbTaTaMu HopMa-
THBa ONEPATHBHOrO KOHTPOJA BOCIPOHU3BOAMMOCTH IKCIIEPHUMEHT MOBTOPS-
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10T. [Ipy MOBTOPHOM NPEBBILIEHNH YKAa3aHHOTO HOPMATHBa BBIACHSIOT Mpy-
YHHbI, IPUBOALLME K HEYIOBJIETBOPHUTE/ILHBIM PE3YJIbTaTaM, U YCTPAHAIOT UX.

BHyTpeHHHII onepaTHBHbIH KOHTPOJb BOCIPOHU3BOAUMOCTH MPOBOIAAT
He pexe, 4eM | pa3 B Heaeno.

13.2. Onepamuensiit KORmMpoOL MOYHOCMU

OnepaTuBHBIA KOHTPO/Ib TOYHOCTH BBIMOJIHAIOT B OJHOH CepuH C aHa-
Jau3oM pabouux npob. OtdupaioT peanbHble Mpobbl Bo3xyxa pabouei 30HbI
U3 OJHOTO TPaAHLMOHHOTO MecTa oTbopa AByMs npoboOTOOpHHKAMM OAHO-
BpeMeHHO. 3aTeM k oaHo# npobe, oTobpaHHoN Ha GuabTp, NenatoT A0O6aBKy
aHanu3upyemMoro komnoHenta 6C W3 pacTBOpa, HaHOCA €€ Ha puIbTp. Bemu-
4pHa no6aBKkyM KOMKHA cooTBETCTBOBaThH 50—150 % OT comepxkaHHs KOMMO-
HeHTa B npobe. Bennurna C, He NOMKHA BBIXOAMTb 3a BEPXHIOK IPaHUILY
aManasoHa usMepenus. Pesynbrarhl aHanuza C, 6e3 gobasku u C, ¢ go6aB-
KO/ TMOJY4alOT N0 BO3MOXHOCTH B OIMHAKOBbIX YCJOBHAX: OZHMM QHAJIMTH-
KOM, C 0/1HO}1 MapTHel peakTHBOB, C OJHUM HabOPOM MOCYABI U T. A.

[TorpeiuHocTs NpoLeypbl 0T60pa Npo6 KOHTPOIHPYIOT MyTeM NOBEPKH
UCNOJIb3yeMBIX NpobooTOOopHHKOB. Pacyer HopMaTHBa OnepaTUBHOrO KOH-
TPOJIs MOrpetHOCTH K NMPOBOAAT MO XapaKTEPUCTHUKE MOrPELIHOCTH METOAHM-
KH 3a BbIYETOM XapaKTEPUCTHKH MOTPEIHOCTH NMpobooTOopHHKa. Pewnerue 06
YAOBJIETBOPHTEABHOH MOrPELIHOCTH NPHHHMAIOT NPH BHITIOJIHEHHH YCIOBHA:

[C,-C,-8C|<K

14. Hopmbl 3aTpaT BpeMeHH HAa AHAJIH3

18 npoBeeHHA CepHH aHAIM30B W3 WECTH Npob NP M0CAEAOBATEb-
HoM oTbope npob Bo3ayxa Tpebyercs 2 u.

Meroauueckue yKaszaHus pa3paboTaHbl POCCHHACKMM rocy1apcTBEHHbIM
MEAWUMHCKMM YHHBEPCUTETOM (1a00paTopus TOKCHKOJNOTUM H IKONOTHH,
Tyrns E. B.).
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