CONG HOA XA HOI CHU NGHIA VIET NAM

TiEY CHUAN VIET NAM

DAU MO VA SAN PHAM DAU MO:
SAN PHAM DAU SANG

TCVN 3749 — 83 = TCVN 3750 — 83;
TCVN 3754 — 83.

HA NOI — 1936



Co quan bién soqn:

Vién Dau khi Viét nam
Tong cuc diu khi Viét nam

Co quan dé nghi ban hdnh:
Toéng cuc dau khi Viét nam
Cou quan irinh duyél :

Cuc Tiéu chuin — Do lwong — Chit lugng
Nha nude

Uy ban khoa hoc va kj thuat Nha nuéde
Co quan xét duyet va ban hénh:

Uy ban khoa hoc va kj thuat Nha nuée

Quyét dinh ban hanh s6: 73/QD ngay 30 thang 3 nim 1983



TIEU CHUIN NITA NU&G Nhém A

- — = ks

DAU MO VA SAN PHAM DAU MO
Phuong phap xée dimh ham lwong TC‘VN‘ :
mudi clorua biing chudn d¢ dién 1thé 3949—84
‘Hegpo w - Petroleum and petro-
nedpTenpoldyKTu. leum products.
OnpenReaenie coAen Delermination of
KAHHS XAOPHCTHX coael KTorid GCé hidu lye
METOAOM SMeKTpPOnOTE- chloride content by tor 1.1-1984
HuHaasworo THTpopanus Potentiometric method

Tidu chulin nay quy dinh phuong phap x4c dinh ham litrgng
mudi clorua c6é trong diu md va sén phim diu md khi hdm
lugng d6 nhd hon 160 mg/kg, khéng thé tién hanhk xdc dinh
duwoc theo TCVN 2686 — 78.

Ham luong mudi clorua Ia lugng clo quy theo s§ mitigam
mudi natri clorua c6 trong mot kilogam diu md hay sin phim
diu mo.

1. NGUYEN TAC CUA PHUONG PHAP

Phuong phap duwoc tidn hanh dya trén nguyén tic hoa tan
miu th trong mdl dung mdi hitu co véi thude thir [2 dung dich
bac nitrat 0,01 N trong rugu izopropilic dung may do th& cé dién
cuc calomen la cure so sanh va cwe bac 1a cyc chi thi d& do su

thay ddi di¢n thé trong qua Irinh chudn d¢. Tir diem tuong
duong dwoc xac dinh trén do thi tim ra ham luong mudi clorua

2. DUNG CU, VAT LIEU, VA THUOC THU

2.1, Dung cu, vat liéu

Cdc thiy tinh, dung tich 250 ml;
Phéu loc;

Gidy lgoc bang xanh:

Pipet loai 1, 2, 5, 10ml; _
Chén st chiu nhiét dung tich 20 ml;
Can phan tich;

O'ng dong céc loai 10, 50 va 100 ml;
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Lo nung;

Gidy den;

Gify rdp hat min:

Binh dinh mirc ¢d nhé loai 1005 500 va 1000 ml

" May do thé ¢6 giGi han do L6i thiéu tr — 0,4V dé€n + 0,1V

Pién cue bac co dwomg kinh day bac tw 0,5 dén 1,5mm;

Pién cuc calomen biio hoa kali clorua;

Binh dién phan dung tich 150 ml h.l)’ 250 ml;

N4p day binh di¢n phan ¢6 duc 10 dé cap dién cuc, cau thach
va microburet;

Miy khuﬁy bir;

Gia chuan d6 gom:
Microburet loai 10 ml;
Gid 4& 3ng chuin.

2.2.2. Thudc thi

Mudi naltri clorua, tinh khiét;

Xing khéng chua clo dung riva dién cuc;

Chi axetal ;

Mudi kali nitrat, tinh khiét phan tich;

Muéi kali clorua, tinh khiét phan lich;

Thach a& lam ciu dién phéan;

Mudi bac nitrat, tinh khiét phau tich ;

Hén hop dung moi hoa tan mau, thanh phan gom co:30%.
thé tich rirgu izopropilic (di loai clo), 69,4% thé tich benzen
(khong chira Clo) va 0,6% (he tich dung dich axit nitric 10%
khéng chira clo.

3. CHUAN B] THU

3.1. Tinh ché ruou izopropilic

Cho mat lit riwou izopropilic vao binh hodic chai day bang. cd
nhd dung tich 2 lit; cho liép 0,2¢g bac nitrat. D& yén 24 gio
va cho thém 5ml dung dieh natri clorua 10% vao va li¢c manh
D& yén chai dén khi I\L,t tha ling hoan loan. Loc dung dich qua
gidy loc v chuyén dung dich loc vao binh ciu cd nhé dung tich
2 lit. Pem chuny cit va thu layv phan doan ¢6 nhiét do soi tir 80
dén 82,5°C.

9



TCVN 3949 — 84 Trang 3/7

3.2, Chuin bi dung dich bac nitrat 0,01 N trong rugu izopro-
pilic '

Diang pipet hat 10ml dung dich 1N hay 100ml dung dich
0,1 N bac nitrat cho vao binh dinh mie ¢6 nhé loai dung tich
1000 ml. Sau &6 rét dung moi izopropilic dddiéu ché theo dién 3.1
vao diy dén vach miec ciia binh va lic déu. Bao quin dung dich
trong binh sim mau va d& trong cho (éi.

3.3. Ché tao ciu thach .

Nghién nho 3 g thach va ngam vao 100 ml nuée cit trong 24 gi .
Gan hét nuoe, Sau &6 cho vao ede 7g kali nitrat vao 100 ml
nude ct rdi kbudy déu cho dén khi kali nitrat tan hét. Dun nhe
dung dich d& thach tan din trong nude, d¢ ngudi toi 40 —50°C
rdi rét vao ciu dién phan, chi y r6t dung dich diy ca hai dlu
ctia ciu va dé ngudi dén nhiét do phong.

3.4. Lap rap thiét bi do

Thiét bi do 1dp rap theo so do hinh 1.

©
Hinh 1
1. May do thé; . 5. Microburet;
2. Cuc culomen bhito lioa kali; 6. Binh dié¢n phan;
clorua; 7. May khufy tir;
3. CAu dién phan; §. Binh dung dung dich kali clo-
4. Cuc bac; rua béio hoa;

2. D.M 3
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3.5. Xac dinh d0 chuin ctia dung dich bac nitrat

Can mot lwong khoing 0,25 —0,28¢ natri clorua di duoc
nung & nhiét do 600° C trong mdt gicr chinh xac dén 0,0001 g. Hoa
tan natri clorua trong 100 ml nweée cdt hai lin. Lay ra 1 ml dung
dich natri clorua va cho vao c¢dc chuin dd. R6t vao cée 10 ml
izopropilic di loai sach cle va 50 ml dung moéi hoa tan miu. Sau
do c¢dm ludi dién, dicu chinh diém khéng trén thang chia thé caa
ddng ho do va diém khong ciia micro buret dung dung dich bac
nitrat. Sau khi dong ho do thé da on dinh thi bit ddu chuin d0.
Ghi lai bién thién cna dién thé va lugng bac nitrat da tiéu tdn
trong -qua trinh chuiin d9. V& d6 thi dé x4c¢ dinh diém tuong
duong. '

Do chuiin (T) clia dung dich bac nitrat tinh ra s§ miligam
natri clorua trén 1ml bac nitrat (mg/ml) duge xdc dinh theo
cdng thic;

Tom ot
Vi

trong do:
C — Khoéi lugng natri clorua, tinh bang mg;

V, —lrong dung dich bac nitrat tai diém trong duong, tinh
bang ml.

Do chuin cia dung dich bac nitrat duoe tinh chinh x4c dén
con sO thir ba san ddu phiy va két qud 1a trung binh ¢Ong cla
3 — 4 l&n xac dinh riéng biét voi sai 86 khong qua 0,008 mg/ml.

D¢ chuin T phéi duoc kiém tra thudng xuyén, cir hai ba
fuiin kiém tra lai mot lan.
4. TIEN HANH THUG

4.1. Chulin bi miu

Tron mau that déu trude khi can. Tay theo ham lwong mudi
clo ¢6 trong diu mo hay sin pham diu mé 14y mot lugng mau
thir thich hop theo bang 1 v&i d6 chinh x4c dén 0,001 g.

4
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Bing I

Flam Jwgng mubi clo, mg/ml Luwgng mAu dem phan tich, g
’

Dwdai 500 5 dén 10
tir 500  d&n 2000 2
lé6n hon 2000 1

4.2 Chuyén miu di can vao binh dién phan: Ding 50 ml dung
moéi pha miu. Hoa tan mau nhiéu Iin va trang cde that sach; 14y
dlia thiy tinh khuiy nhe hon hgp trong binh dién phan. Lip
binh di¢n phan vao may theo diéu 3.4.

4.3. Tién hanh do

Mau chi dwoe do sau khi da thr xem mau co chira khi hidro-
sunfua hay khong bang cach [8y mot luong miu khoing 5—10¢g
cho vao binh nén c¢6 ¢& 100 ml. R6t vao do 20 ml hdon hop dung
moéi pha mau, 10 ml rugu izopropilic va 5 ml axit nitric, dung dich
10 9. Dun nhe hon hop trong binh va dé trén miéng binh mot
miéng gidy loc ¢6 {am chi axetat. Néu gidy loc ngdi mau den-
chirng té trong mau c6 Hidrosunfua va phii lién hanh chuin d¢
theo diéu 43.2. Con trudng hop mau khéng chira hidrosunfua, tién
hanh chuan do theo di¢u 4.3.1.

4.3.1. Chuan d0 mau khong chda hidrosunfua

Lap miy vao ludi dién, bal cdng tic cho dién vio may,
chinh diém khong trén dong ho do dién thé, bal may khudy tiw,
bat cong tac do dién thé. Doi 10 phut d¢ kim dong hd do didn
'thé dn dinh sau 6 li&€n hanh chuin do.

Trude tién, ghi dién thé clia dung dich trong binh dién phan
khi chtta thém bac nitrat. Sau d6 thém tiang lwong rit nhd bac
nitrat, sao cho dién thé ting khéng qua 10 mV. Tuy theo miu cé
chtra nhiéu hay it mudi clo ma lwong bac nitrat thém vao co thé
tr 0,5dén I ml mét lan. Sau moi lan thém dung dich bac nitrat,
ghi dién thé tuvong &ng chi Irén mit dong ho do.

Néu trong qua trinh chuan 49, dién thd@ ting l6n hon 10mV
thi giam dan lugng bac nitrat xudng 0,3;0,2; 0,1; 0,05 ml moi lin.
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Cang gin diém tuong dwong lugng bac nitrat thém vao cang it
di. K&t thic qud trinh chudn khi lwgng bac nitrat thém vio ngay
cdng nhiéu ma dién thé ting rdt it hofic hiu nhu khong ting,

Chufin d9 dién xong, 14t may, stra dién cuc bac va ciu dién
phin bdng xidng tring va nhing vdo nudc cit d& lam lin sau.
Trong IAn chuin d¢ tiép theo, néu thiy dién cuc bac khéng sach
c¢6 thé danh bong biing gidy rap hat min. Riéng cuwe calomen vin
duoc gitra nguyén trong cSc dung kali clorua.

V& do6 thi bicu dién su twong quan ctar dién thé va sé mililit
bac nitrat. Tién hanh xac dinh diém twong dwong bing phuong
phap hinh hoc hay bing thuroe, _

4.3.2. Chulin d¢ miu c6 chira hidro sunfua

Thao tac twong tuw nhu diéu 4.3.1. va chi ¥ cac diém sau : Vdj
nhitng mau c6 ham lugng mudi clorua nhd, khi gin (6i diém
trong du-(mg thir nhdt, liwrgng bac nitrat phai rdt it, (6t nh4t 1a
nhoé xudng tu'né, giot mot, sau khi quan sat thdy su nhay thé lin
hai, phép chuéin A6 duge tién hanh binh thuwong.

5 XU LY KET QUA

5.1. Doi voi mau diu md hay sin phim diu mod khéng chira
hidrosunfua
Ham lwgng mudi clorua tinh bing mg/kg (G) theo coOng thire:

G - _I.V.1000 '
g

trong do:
T — db chuin cta dung dich bge nitrat, tinh bing mg/ml;
g — Liwrong mau dem phan tich tinh bing g;
V—-T !13 tich bac nil-at tai diém twong duong, tinh bing ml;

5.2. D8i véi mau thir diu md hay sin ph’lm diu mo ¢6 chira
hidro sunfua

Ham lwong mudi clorua, tinh bing mg/kg (G) theo cong thire :
T (Vy — Vy). 1000
8

G =
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trong d6:

T — a6 chuln cla dung dich bac nitrat, linh bing mg/ml;

V, — luong dung dich bac nitrat tsi diém twong duong rng
v&i bac sunfua, tinh bdng ml; |

Vs — luong dung dich bac nitrat tui diém lwong duong \ng
v6i bac clorua, tinh bang ml;

g — lugng miu dem (hi, linh bing g.

5.3. Sai sd cho phép |

K& qui cudi cing la trung binh cdng cla it nh4t hai két qua
xac dinh song song. N&u chénh léch vuot quia qui dinh trong
bang 2, phdi 1am lai thi nghiém.

mg/kg Bang 2
Ham lugng mudi clorua ! Chdnh I¢ch gitra hai lAn x4c d’inh
|  song song trén mét mldu (hir
Duéi 50 !, 5
Tir 50 dé&n 100 | 10
Lén hon 100 dén 200 '| 15
» 200 » 500 - 20
» 500 2 1000 50
» 1000 » 3000 180
»- 3000 |_ 5% cua két qud nhd nhét
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