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Tiéu chuldin nay quy dinh phuong phép xic dinh t&ng 58 nito
clia d4t trdng theo Pphuong phap kendan.

1. LAY MAU VA CHUAN B] MAU

Theo TCVN 4046 — 85 va TCVN 4047 — 85 . .

2. DUNG CU VA HOA CHAT

Can phan tich ¢6 sai s6 khong 16n hon 0,001 g;
Can k¥ thuat; ‘
- Binh kendan c¢6 dung tich 100ml;
Binh tam gidc c¢6 dung tich 100 ml;
~ Binh dinh mte ¢6 dung tich 1000ml sai s6 khong 1én
hon 0,5ml; . :
~ Buret dung tich 25 ml sai s§ khéng 16n hon 0,1 ml;
Pipet thing c6 vach 10 ml sai s khong 16n hon 0,1 ml;
Bo cdt NH,4 (cit dam) loai trung binh;
‘Bép dién ¢6 luéi amiing hoic bé&p dién boc;
HySO4 0,1N hoiic HC1 0,1N phichxanan; :
H2804 dam ddc ¢6 khéi lwgng riéng 1,84g/ml ;
Axit boric tinh khiét 42 phan tich;
K,SO, tinh khi&t d2 phan tich
Se tinh khiét;
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Trang 2/5 TCVN 4051 — 83

" 'NaOH ho#c KOH tinh khiét;
Bromo cresol xanh — chi thi mau;
Metyl @6 chi thi mau;

Etanol 95% ;
rGlﬁy quy tim.

3.'NOI DUN(: CUA PHU’O"\IG PHAP,

. Dua theo phuong phapken dangcdng pha cac dang nitd trong
hop chit hitu ¢o cta dit bang HySO4 dam dic (c6 K;SO4 lam
ting nhiét d6 va Se lam chit xac tac) (NH4),SO4 tao thanh dugce
“tac dong véi- KOH hodc NaOH dam dic irong binh cit NHe bay
ra duge hip thu biing dung dich axit boric. Chudn d¢ mudi amon
borat tao thanh biing dung dich chuin H,SO4 hoac HCI, qua d6
tinh dugc ham lirong nitor.

4. CHU A\I BI XAC DINH

4.1. Chulin bi axit sunfurie dém dde, khéi lugng riéng 1 84g/m1
axit sunfuric khong duge c6 chira mubi amoén.

Céch thir: 14y 2ml axit sunfuric ddm ddc hoa tun vdo 30ml -
nuée cit khong cé6 NHy+. Sau dé trung hoa bing dung diech KOH
hofic NaOH 10%. Thi bing 10 — 15 giot thudc tha netle. Dung dich
chi duge c¢6 mau vang nhat, khéng duge ¢6 mau d6 nau hodc
k&t tda.

4.2. Chuén bi thude thi netle

Db dung dich HgCl, bio hoa lanh vao dung dich 13g KI trong
25 ml nuée, khudy lién tuc cho dén khi xuit hi¢n mot it vin duc.
Loc bd vin duc d6 va thém dung dich kali hydroxit (35g KOH
trong 150 ml nude, d& yén vi gat 14y phin trong) sau khi pha
thém. dung dich KOH, ding nuoc pha_lodng dung dich dén 250ml,
tron va thém tirng giot dung dich bido hoa HgCly, vira khudy
lién tyue cho dén khi két tda mau vang nhat xudt hién ré va khong
mit di. g ling va gan 14y phin trong bdo quin trong cac lo mau,
noi lanh. Thude thir netle khong bén, d& bi phan hiy ngoai
anh sang. V '
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4.3. Chudn bi hdn hop KzSO4 va selen; ©

Nghlén nhé riéng tung loai. Tron d8u K SO4 v:l Se theo ty
1é 100 1 vé khoi lugng. ‘

4.4. Chulin bi dung dich NaOH hofic KOH 40%.

CAn nhanh bing can k¥ thuat 400 g NaOH, hodc KOH hoa tan
vao 600 ml nudce cdt (chn thin) khudy cho {an hdt va d8 Ifing qua
d¢m. Gan l4y phiin trong dung trong binh nit cao su c6 bo phin
chtra voi toi — xit chdng CO, ctia khong khi xAm nhap.-

4.5. Chudn bi voi toi — xat. Hoa tan 135g NaOH vao 600 mi
nude trong mot bat s 1én va cho ngay 1kg CaO méi nung vao.
CAn than rét thém dung dich 65g NaOH trong 300 ml nude vao.
Chét ddng nhdt sau khi lam lanh duwoc dap thanh miu c¢6 dudng
- kinh 7—10mm va sang cho hét bui. Bio quan trong céc bmh dAy
nut trang parafin.

4.6. Chuln bi dung dlCh chudn HZSO4 hoac HC1 0,01 — 0,05N
tir phichxanan. «

4.7, Chulin bi h8n hop chi thi mau. Trén 2 th tich bing nhau .
0 dung dich metyl a6 0,66% va dungdich bromé créso6l xanh 0,99 %
trong etandl 95%.

- 4.8. Chulin bi dung dich axit boric: cin bing can ky thuat
20 g axit boric hoa tan bing nuwoe c4t dén 1 1it..
49, Chu%n bi nude cit khong cé NH¢t.

Nude ¢t ding cho phan tich tdng s6 N khéng dugc c6 chira
NH,*. Cho vao nuwdc cdt 11 dung dich NayCO5 cho den khi nuée
c6 mobi truong kiém y&u (tht véi phenoltaléin).

Dun s6i cho dén khi con 1/4 the tich.

Cé thé loe qua cot loc nuwede chira cationit. :

Ki®m tra nude c4t biing thude thir netle, chi dwge cé mau vz\ng
nhat, khong duwoc c6 mau d6 nau hoidc két tha.

5. TIEN HANH XAC PINH

5.1. Cong pha d4t:
- Cén chinh x4¢ bing cAn phén tich c6 sai s& khéng lé6n hon
0,00t g, 1 g dit da dvoc chuin bi theo TCVN 4047 — 85. Cho vao -
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tAn d4dy binh kendan c6 dung tich 100 ml. Thém khoang 5g hén
hop K;SO4 va Se. Léc tron déu dét va hdn hop xtc tdc. Thém mét -
it giot nudc d& thdm déu khoi dit. Cho khoang 5ml HySO4 ddm |

dic va dun trén bép dién cho d&n khi dit va dung dich hoén toan

tring. D& ngudi va thém khoang 15 ml nuwde cit.

5.2, CAt NHj:

5.2.1. L&p bd cdt NHj (cdt dam). Bo cit dam cén dét yéu ciu
~tuyét ddi kin, khong dugce thoat NHj ra ngoai.

5.2.2. Hirng duéi Ong sinh ban clia bd cét NHs la dung dich
 axit boric. . :

Dung binh tam giée c6 dung tich 250 ml, trong d6 dung khoang
10 — 20 ml dung dich axit boric ¢6 2 — 3 giot chi thi mau hén
hop metyl 46 va bromocreson xanh Dudi 6ng sinh han dung trong
dung dich axit boric.

5.2.3. Chuyen toan bo dat va.dung dlch sau khi céng phé vao
binh ¢4t NHs. Trang binh kendan nhiéu 1in mdi Iin bing mot
lwong nuwée cit khong nhidu. T4t cd nude tréng déu dbn vao binh
- cdt NH, ‘

5.2.4. Cho nhanh vao binh chit NHs mot thé tich dung dich
KOH hodic NaOH 40% gdp 4 1in ho#ic nhiéu hon 4 lan s6 mililit
axit sunfuric ddm dic di ding dé cong pha. Nhanh chong dé khéa

~kin binh tranh d& NH; thoat ra. Pong thoi véi viée cho kiém dé
gidi phéng NH; ciin cho chidy nudc qua éng sinh han ctta b~
Cﬁt NH3 )

Pun nhe binh cAt amoéniac cho dén khi khong con thoat NHj
& cudi 6ng sinh hanh (thi bing gxﬁy c6 tAm Netle d6n ludng hoi
sau dudi &ng sinh han). .

Sau khi dun h&t NHj, rita dudi 6ng sinh han va-dd nuéc rira
vao binh tam giac. o

5.3. Chuin d6: chuin d6 ham lwgng N bing phin ing cia
amon borat v&i dung dich chuin H,SO4 hoic HCl cé ndng do
0,01N — 0,05 N cho d&n khi dung dich chuyén tur mau xanh sang
mau do. _

5.4. Trong trudong hop cén thlet nén tién hanh cac miu trang
dé loai bo sai 36
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6. TINH KET QUA

TOng 88 nito tmh theo phin (rim khéi lugng- dit khd tuyét
déi (N) bing cong thtee:
a.N.0,014. 100. K

N=-

“Trudng hgp c6 chuln do miu tring, tinh theo cong thic:
N (a — b).N.0,014.100.K .

8

“trong d6:

a: thé tich dung dich chuan HCI hodic HeSO4 t8n khi chuan
d¢ (nl);

b: thd tich dung dich chulin HCI hode H,SO, tdn khi chuan'
d6 miu tring (ml);

N: ndng a6 duong lucng dung dich HCI hodc HySOy;

g: khéi lvgng d4t ciin A& phan tich (g);

0,014 : mili- dwong lwgng gam cita N (g);

K: hé s0 linh ra d4t kho tuyét dox ;

100 : hé so tinh phin trim.
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