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M E X T OCYIAPCT BEMHU HU B U CTAHIATPT

AMMMAK XHUJIKUAU BE3BOJHBINU

INocCT
I'azoxpomaTorpadmueckuii MeTo ] onpeaeaeHuss MACCOBOMH J0JIH BOJbI 28995901
Lequefied anhydrous ammonia for industrial use.
Determination of water content. Gas chromatographic method (UCO 7104—85)
MKC 71.100.20
OKCTY 2109
Mara eeenennda 01.07.92

Hacrodmmii ctangapT yCTAaHABAMBACT ra30XpOMaTOrpapudeCKU METO/ I, OIpeiesieHUSI MAaCCOBOH J1IOMH
BOABI B XHUJIKOM TEXHHUECKOM aMMHake ¢ MaccoBou npoieu ot 0,0005 % no 0,3 %.

MeTon OCHOBaH Ha MPEeBPALCHUM COOCPXKALICHCI B aMMHAKe BOJBI B aLIETIWICH MyTeM PeaKlUH C
KapOWIOM KaJbLUA U OMPEACICHMU KOJIHMUECTBA O0Pa30BABLICTOCS ALCTHICHA METOOOM ra30BOMH XpOMAaToO-

rpapuu.
1. OTBOP 11POb

[IpoOBI XXUAKOr0O aMMHAaKa CAeAyeT OTOMPATh B CICLHHUANBHBIN OAJUTOHYHMK W3 HEPXKABEIOLIEH CTAJIH
o 'OCT 6221.

2. AIIITAPATYPA U PEAKTHUBbDI

Y3en otoopa npod no I'OCT 6221.
bannoHuuk cneumanbHblii U3 HepxXasewilleit ctanu o 'OCT 6221.
PeakTop M3 HepXaBeOWEH CTAIU (CM. YEPTEXK).

Peakrop
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XpoMarorpad g1ad0opaTOpHbIN YHUBEpCcanbHbIi JIXM-80, Moaenp 2 wam moOoi apyroi xpoMarorpad,

VKOMIUIEKTOBAHHBIN ;
- IETEKTOPOM MOHU3ALMH B IVTAMEHH BTOPOM KATETOPHUH C MPEICIOM OOHAPYKEHUS OOBEMHOM JOIU
alleTWIEHa, He npeBpimaomwuM 1-107° %, npu UCOAB30BAHUM a30TA B KAUYECTBE Ta3a-HOCHUTES;

N3nanne o(HIHAIBHOE IlepeneuaTka BOCHpEINEHA
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- TEPMOCTATOM KOJIOHOK ¢ aBTOMAaTHUYECCKHUM PErYISITOPOM TeMIIEPATyphl, 00CCIICUYNBAIOILIUM YCTAHOB-
Ky TeMmneparypsl HE HUKE S0 "C ¢ mMOrpeinHOCThIO, HE NpeBbIIaomeii S “C; peXXuM padOThl H30METPHUUECC-
KM, BPEMS BBIXOJA HA PEKUM HE MPEBBLILIACT 2 U;

- 3ICEKTPOHHBIM aBTOMATHUYECCKUM noTeHIHMoMeTpoM Tuna KCII-4 xmnacca 0,5, amanasoH u3MepeHUuA
ot 0,1 mo 0,9 MB;

- D€CCMAa30YHBIM Ta30BbIM KPAaHOM MMOBOPOTHOTO TUIA ¢ KAJTUOPOBAHHBIMHU CMEHHBIMH JO3aMH BMEC-
TUMOCTBIO 2 M 5 CM>;

- OJIOKOM IMOATOTOBKHU Ia30B AJI OUUCTKHU, PETYJIMPOBAHUA U CTAOMIMU3ALIUU JBYX MMOTOKOB ra3a-HO-
CUTEIS ¢ MOMOIIBID PErYAATOPOB OABJACHUA M PEIYIITOPOB PACX0a, O0ECIECUUBAIOIUM BO3MOXKHOCTH
YCTAHOBKU PACXOIOB HE MEHee 6 OM°/4 B KaXIOW JUHMM TIPU BXOAHOM AaBicHUM He Hwke 2026 I'Tla
(2 xrCc/CcM?);

- KOJIOHKOM pa3acIuTe/IbHON CTAJIbBHOM UIMHOW 2 M, BHYTPCHHUM OJUAMETPOM 3 MM.

HNuTerparop 110001 MapKH.

JluHeiika 300 mo T'OCT 427.

JIyna nuamepurenbHadg o 'OCT 25706.

CekyHaomep COIlIp-36-1—000 no HT/1 wiau aHAJIOrMyHOro THUIA.

Haoop cutr «®Ousnpuoop» no 'OCT 6613 wim cuta aHAJIOTUMYHOTO THIIA.

IHlkadp cymmasHbl THHA 2b-151 mnam apyroro tMma ¢ peryaupyemMoi temmeparypon ot 40 "C no
200 “C.

Kamepa mig ra3000pa3HOro aMMHMaka u3 MOAUSTHWICHA BMECTUMOCTBIO OT 30 1o 50 am’.

Crexmtorkans o I'OCT 10727.

banga BonsgHas.

Yamka semaputenbHas nmo 'OCT 9147.

Crynka 3 no I'OCT 9147.

Ilectuk 3 mo I'OCT 9147.

Hacoc Bakyymublii o T'OCT 25663.

I'panynpoBOUYHAA OMHAPHA TA30BAI CMECH ALICTWICHA B MHEPTHOM Tas3e ¢ OObeMHOM JOJICH AllcTUICHA
0,01 %—0,05 % w morpenrHocThIO +10 % Wan NMPUTrOTOBAEHHASA B COOTBETCTBUU C M. 3.4 C MOTPELIHOCTHIO

+10 %.

AlleTHIEH Ta3000pa3Hbiii U CKXMXKEeHHBIA 1O T'OCT 5457.

Kapoun xanpmug mo 'OCT 1460.

A30T razoo0paszusiiit no 'OCT 9293,

Bonopon mo I'OCT 3022.

Bo3nyx i mUTaHUS MHEBMATHYECKUX MPHUOOPOB U CPEACTB ABTOMATH3AlIUH.

Cwnukaresn o 'OCT 3956 mapku KCM wimu ACM (pasmep vactuil ot 0,15 1o 0,18 Mm).
CraumoHapHad (paza — au-(2-3THIreKCWI) ceOalHar.

Hwustunoseir 5pup mo HT/.

3. IIOAT'OTOBKA K AHAJIIN3Y

3.1. IloaroroBka pa3aeauTeIbHOM KOJOHKH

2 T au-(2-3Turekcu) cedamuara pacTeopsioT B 10—15 cm® nustunosoro s¢hupa u 1o6asasior 100 r
cwivkaread. 11arejbHO NMEPEeMEIMBAIOT B BBITSKHOM 1IKA(DY ¢ XOpOLIeH BEHTWIALHNEH 10 TEX MOpP, MOKa
TUSTWIOBBIA 3(UP HE HUCIHAPUTCA IMOJHOCTBIO. OCTAaTKH AUATWIOBOrO 3>(pHpa yIAIIIOT HArPEBAHUEM B
TeyeHHe HECKOJbKHX YacOB B CYLIWIBHOM WIKady npu temneparype 60 °C.

I[1pUroTOBACHHOM HACAAKOM 3aIMOJHAIOT PA3ICAUTEIIBHYIO KOJIOHKY. KOJMOHKA JOMKHA 1aBaTh XOPO-
LIIUE PA3ICACHHBIC MUMKU ALCTWICHA M NMPpUMECEr (HAIpHUMEpP METAHA), KOTOPHIE MOIYT MPHUCYTCTBOBATH B
KUIKOM aMMHAKE.

3.2. IToaroroBka KapOuaa Kajabiys

KapOun kanbuMa HM3MEIbUyaloT B PappopoBOM CTYMNMKE A0 yacTtull pasmepoM ot 0,25 10 4 MM.
H3MenpbueHUe MPOBOAIT B CyXOH aTMocdepe, I Yero Hajll, CTYIKOM CACAYET HENMPEPBIBHO MPOIYCKATh C
HEOOJIBIIONM CKOPOCTBIO IMOTOK CYXOro aszora. g oCylIKu MpomycKawmT yepe3 aBe U-o0pasHbie TPYOKM,
3aIOJHEHHBIE CMECBhIO OKCHIA dochopa (V) u nem3bl. MU3MeIbueHHBIM KapOu, KaJbLUHA IMPOCCHUBAIOT U
otouparot ¢ppakuuio 0,25—1,0 Mm.

KapOua Kaapumd XpaHAT B TEPMETUYHO 3aKPBITOM COCYIE U MEpPEa UCTIONAB30BAHUEM MPOAYBAIOT CYXHUM
a30TOM IJIS YIAJMCHUS aueTUiIeHa. OTCYTCTBUE ALECTUICHA MPOBEPSIOT ¢ MOMOLIBIO XpOMATOIrPaAPHUUIECKOTO
AHA/IMN3A.
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3.3. IloaroToBka peaxkrTopa

PeakTop nag KapOuaa KaabuHAa (CM. YEPTEXK) MPEACTABIACT COOOM LMJIHHAP U3 HEPXKABCIOLLCH CTAIU
C ABYMS BEHTWIAMH HAa KOHLAX; pacCYMTAH Ha jgawicHue 2 MIla.

3anmoaHAIOT PEakTop KapOMIOM KAJIbLHUSA U MPOLYBAIOT MOTOKOM CYXOrO a30Ta.

IIpu obecnieyeHUM MUHUMAJIBHOTO KOHTAKTA ¢ aTMOC(EepPHBIM BO3AYXOM IPH 3aMOJHEHUU peakTopa
KapOMIOM KaJbLUSA BpeMs MPOAYBKH HE MPEBBINIACT 2 Y.

B nporuecce npoayBKU MPOBEPSIOT a30T, MPOXOIAIIUN Yepe3 peakTop, Ha COACpKaHHME alleTUJICHA.
AHaJIM3 aMMHAaKa CaeayeT MPOBOAUTH TOJIBKO MPHU OTCYTCTBUH ALICTWICHA B A30T¢, BBIXOIAIIEM U3 PEAKTOPA.

Ecaun ammuak coaep:xut ot 0,2 % no 0,3 % macc. Boabl, TO KapOua KaablLUA CleayeT 3aMeHITh IOCJIe
aHaJIN3a TPeX Mpoo.

IlpumMeuvaHnue. He caeayer MBITh pEakTOp BOIOM.

3.4. IlpuroToBaeHne rpaayHpPOBOYHBIX CMeCeH AleTHJIEHA

BuHapHble rpagyupOBOUYHBIE CMECH ALETWICHA B MHEPTHOM Trase ¢ OObeMHOM JoJIel aueTUIeHA OT
0,005 % no 0,1 % roToBAT 0OOBEMHO-MAHOMETPUUYECKUM METOAOM B META/UIMYECKUX OAJUIOHAX BMECTHMOC-
Te10 1—5 1M?, paccuMTaHHBIX Ha padouee gasiaeHue 100—150 aTM.

TiarenbHO 003X XKUPEHHBIN, OCBOOOKACHHBIA OT MEXaHUUYECCKHX IIPUMECE, CYXOM OA/UIOH U3 HEPXKAa-
BEIOLLEH CTAIM OTKAYMBAIOT A0 OCTaToyHoro gapiaeHust 4-10°—7-10° Ta (3—5 MM pT. CT.), 3aMOMHSIOT

MHEPTHBIM Ta30M U MMOBTOPHO BAKYYMUPVIOT.

B COOTBETCTBHHM ¢ HEOOXOIUMON KOHLCHTPALMEH, BMECTUMOCTBIO OAJUIOHA U IIPHHHUMACMBIM I1ABJIC-
HHUEM B OA/UIOHE MPEABAPUTEIILHO PACCUNTHIBAIOT KOJIMUYECTBO ALETHICHA, KOTOPOEC JO/LKHO OBITH BBEICHO
B OA/JIOH.

ALIETUJICH BBOIAT B OAJUIOH € IMMOMOIIBIO LIMIPHULIA Yepe3 MITYLEP, CHAOKECHHBIN IMTPOOKON U3 CAMOYII-
JOTHAOUIIEHCH pe3uHbl. Ilocie BBeacHUI B OAJUIOH AUECTWICHA OAJUIOH MPUCOCIUHSIOT K OAJUIOHY C
MHEPTHBLIM Ta30M U C UCMOJb30BaHUEM 00pa3LoBOro MaHomMerpa Ha 160 atM D1OBOIST DaBjIeHHUE B HEM IO
PAaCYETHOTO.

IIpUroTOBJICHHYIO IPAAYHPOBOUYHYIO CMECH BBIICPXKUBAIOT JJIA MEPEMEIIUBAHUS OT 2 10 D IHEM.

3.5. IToaroroBka xpomatorpada

Bxtouaror xpoMarorpad B COOTBETCTBUHM € MPUIAracMON K HEMY MHCTPYKLIMEN U YCTAHABIUBAKOT
padoOYnl PeKUM:

- TEeMIIepaTypa TepMoCcTaTa KOJaoHOK — S0 "C;

- PACXO[L ra3a-HOCHUTENS a30Ta — 3 AM>/Y;

- pacxoabl BOAOPOIA M BO3AyXa, O0CCNEUUBAIIINE MAKCHUMAJIBHBIN OTKJIMK IJIAMEHHO-HOHU3ALMOH -
HOI'O JETEKTOPA, MOJAOHUPAIOT SKCICPUMEHTAJILHO;

- CKOPOCTb AMArPaMMHOUN JeHTBl — 240 MM/4, 06beM 1036l — OT 1 10 5 cM’ (B 3aBUCHMMOCTH OT
KOHLUECHTPALMU BOABI B AMMHUAKE ).

3.6. I'panyuposanue xpomartorpada

I panyupoBaHue MpOBOAIT METOAOM BHEIIHETO CTaHmapra. JAnd rpanyupOBaHUA UCHOIB3YIOT TPady-
MPOBOYHYIO Ta30BYIO CMECh aUeTWICHA. I'pagyMpOBOYHOM CMECHIO IMPOAYBAIOT KPaH-J03aToOp M I03Y B
TeueHUue 10—20 ¢, mocae 4ero moBOPOTOM KPaHa J03aTOPa BBOOAT IPAAYHPOBOUHYIO Ta30BYKD) CMECh B
KOJIOHKY XxpoMarorpada.

3anrChIBAIOT XPOMATOIPAMMY I'PAAyUPOBOYHON CMECH U M3MEPAIOT IUIOLIAAb IMTHKA ALICTUIICHA.

4. ITPOBEJIEHUE AHAJIN3A

4.1. OTOOp NMpodBI aMMMAaKAa B PEAKTOP M MPOBEACHHE PEeAKIUH

COeIUHAIOT NOATOTOBICHHBIN PEAKTOP ¢ MPOOOOTOOPHUKOM aMMHakKa. I1poOoOTOOpPHUK YCTaHABIIM -
BalOT TAKUM OOpPa30M, YTOOBI U3 HETO MOXHO OBLIO OTOMPATh TOJABKO XUAKHUHM aMMHAK.

OTKpBIBAIOT IO OUEPEIN BEHTWIb IPOOOOTOOPHUKA, BXOJHOM BEHTWIb PEAKTOPA, 4 3aTEM BBIXOIHOM
BeHTWIb. IlpomnyckaroT XMAKUNA aMMHAK B TCUYCHHE IMPUMEPHO 2 MHH, a 3aTEM 3aKpPbIBAIOT BEHTWIHU B
OOpPAaTHOM MOPSIAKE.

BuraepxuBalor peaktop B TeyeHue OT 20 10 30 MuUH (B 3aBUCUMOCTH OT KOHLICHTPALIMHU BOABI — IJIA
OOoAbLICH KOHLCHTPALUHU BPEMS BBIICPXKKH MEHbLUIC)., COCIUHAIOT BBIXOOHONW BEHTHWIb PEAKTOPA € IMOJIH-
STWICHOBOM KaMEepoOM, MPEeABAPUTECIBHO MPOAYTON a30TOM IO M. 3.2 U BAKYYMUPOBAHHOM C IMOMOIIBIO
BaKyyMHOTr0O Hacoca g0 apasjacHUud okoao 100 Ila. OTkpeIBaloT BBIXOJHOM BEHTWIL peakTopa. Ilpu sTtom
AMMHAK UCTIAPICTCA U 3AMOJMHACT MOJUATHICHOBYIO KAMEPY. 3aT€M HArpeBalOT PEAKTOP B OAHE ¢ KUITALLICH
BOJOW B T€YCHHUE 15 MMH.
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BeraepxuBarOT MOJIUATWICHOBYIO KaMepy OT 15 go 30 MuH, epUOONYECKH BCTPSIXUBASL.

[IlpuMmeuvanme. [1o coodOpaxeHMIM TEXHUKM OC30MaCHOCTH TEMIICpaTypa pPeakTopa ¢ XWIKMM aMMHakKoOM
[IPpY IPOBCACHUM PCaKlMY HE JO/IKHA IMPEBBILIATL TCMIICPATYPY PECAKTOPAa BO BpeMs OTOOPa IMPOOBI XKMAKOTO aMMHUAKA.

B xpomMarorpad kpaHoM-I03aTOpOM BBOAAT ra30BYI0 cMech. Kak mpaBuio, XxpoMaTorpaMma COCTOUT
M3 ABYX MUKOB: MEPBBI COOTBETCTBYET METAHYy, PACTBOPEHHOMY B aMMHaKe, BTOPOH COOTBETCTBYET alie-
TUJICHY, O0Opa30BaBLIEMYCS B pe3ybTaTe peakKLMH COAepXKallehHCcs B aMMHUaKe BOJbL ¢ KAPOUIOM KaJIbLIUSL.
[Tocie 3TOro 3anmMCBHIBAIOT XPOMATOTPAMMY TAKOTO Xe 00beMa IpagyupoOBOYHOM CMECH.

5. ObPABOTKA PE3YJ/IbTATOB

H3Mepa10T mnonaamu NMKoB aLeTUICHA, COOTBETCTBYIOLLETO Bjare B XXUIKOM aMMHUAKe, U ALICTUICHA,
COACPKALIECTOCH B IPALYUPOBOYHON CMECH.

[lockonbky 1 MOIB aueTWIeHa COOTBETCTBYET | MO0 BOABI, MACCOBYIO IOJIO BOIBI B KHMIKOM
aMMHaKe (X) B MPOLICHTAX BBIYUCIILIOT 1O (pOpMYJIE

_Ss-c

X 5,

1,052,

rae S — IoLAaab MUKAa aueTUICHA, MOJYYEHHOrO I XXKUIKOr0O aMMHAKA;
Sp — TIOLAAb MUKA ALETUICHA, MMOJYYCHHOIO I IPAAyUPOBOYHOM CMECH;
C — oObeMHAas OO aUeTWICHA B rPasyupPOBOYHOM CMECH B MPOLCHTAX;
1,052 — (akTop nepecuera OObEMHBIX TOJACH B MACCOBBIC.
3a pe3yabTaT U3MEPECHUS MPHHUMAIOT CpeaHEapu(PMETHUYECKOE pPe3YJIbTATOB JABYX HAPAUICIBHBIX
OIPECACIICHUMN.

6. TPEBOBAHUA BE3OITIACHOCTH

Kapoua xkansuus OypHO pearupyer ¢ BOIOH C BBIICJICHUEM ALCTUWICHA. BBIICHASIONIUMNCSA alleTUICH
ABISICTCH JIETKOBOCIUIAMECHSAIOIIUMCS BEIICCTBOM M IIPU HATPEBAHUHN MOKET B3pbIBATLCA. KapOMa Kanblns
TO/IKEH XPAHUTLCA B YCAOBMIX, HCKIIOUAKIIMX MOMaJaHue Biaaru. Bce omepallMu ¢ HUM M KMIKUM
AMMHAKOM HYXXHO IIPOBOIUTH TOJABLKO BHYTPH XOPOLIO BEHTUJIMPYEMOIO BBITSDKHOIO MIkada.
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NHOOPMAIINOHHDBIE TAHHBIE
1. ITOJITOTOBJIEH 1 BHECEH T'ocyaapcTBeHHOM arpoXMMHYeCKOH acconpanMen «Arpoxum»

2. YTBEPXK/IEH " BBEJIEH B TEUCTBUE Ilocranosaenuem Tocynapcrsennoro komurera CCCP no
YNIPABJCHUI0O KAY€CTBOM NPOAYKIMH M cTanaapTam ot 29.04.91 Ne 611

HacTosammii cTaHaapT NOArOTOBRJIEH METOI0M NPSMOT0 NpuMeneHus MexxaynapoaHoro cranaapra MCO 7104—85
«Kuakuid 0e3B0JHBIN AMMHAK JJ NPOMBINUICHHOT0 MCNOJB30BaHud. OnpeneeHne CoaepKaHus BOIbI.
TI'azoxpomarorpapuuecKuii MeTo1» U MOJHOCTBI0 €My COOTBETCTBYET

3. CCbUIOYHbIE HOPMATUBHO-TEXHUYECKHUE JOKYMEHTDI

O6o3HaueHue HT/l, Ha KOTOPBIN JaHA CCBLIKA Homep pasnena

['OCT 427—73
['OCT 1460—81
[OCT 3022—80
[OCT 3956—76
T'OCT 5457—75
['OCT 6221—90
[OCT 6613—86
[OCT 9147—30
[OCT 9293—74
[OCT 10727—91
['OCT 25663—83
['OCT 25706—83

4. IIEPEN3JAHUE. Asryct 2004 r.
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