Nito’ tong

Phwong phap 10071
Test ‘N Tube™ Vials

Persulfate Digestion Method
LR (0.5 dén 25.0 mg/L N)

Pham vi trng dung: dung cho nwéc, nwéce thai

Chuén bi thi nghiém

Can pha mau dé xac dinh téng Nito'. Quy trinh pha mau dwoc mé té bén dudi.

Thi nghiém nay co ky thuat phan tich nhay. Pao nguoc éng nghiém nhw mé ta trong phan nay dé
tranh co két qua thap. Gitr ndp dng nghiém sao cho ong nghiém thang ding. Quay ong nghiém xubng
dé cho dung dich bén trong chay toan bo tir day 1én nap. Dirng lai. Quay ngugc ong tré lai. Doi cho
dung dich chay toan bd xudng day dng nghiém. Méi lan nhw thé 1a hoan tat mét chu ky déo éng
nghiém.

Lau bén ngoai cac cell chira mAu trvdc khi dat vao budng do. Ding miéng khan am lau sach roi ding
miéng khan khd chui bén ngoai lan nira dé x6a sach dau van tay hay cac dau khac.

Néu thi nghiém vuot qua thang do, 14p lai bwdc pha mau voi mau pha lodng. Pha mau phai duoc lap
lai dé cho két qua chinh xac.

St dung nuée khir ion dwoe kém trong hop thudc thr hodc nwéc khdng coé chét hivu co (Cat.
N0.26415-49) dung dé chuan bi chat chuan va thwc hién quy trinh phan tich.
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1. BatDRB200lén. 2. Dung phéu dé 3. Cho2mLmauvao 4. Day nap haiéng
Gia nhiét dén cho 1 g6i Total ong nghiém (day nghiém lai. Lac
den  103-106°C Nitrogen l& mau chuan bj) manh ong it nhat
(t6i wu 1a 105°C) Persulfate Cho 2mL nuéc 30 giay dé xao

Chu y: xem phén
huéng dén st
dung DRB200 dé
chon chuong
trinh nhiét do cai
dat sén phu hop.

Reagent Powder
Pillow vao méi
bng nghiém Total
Nitrogen
Hydroxide
Reagent.

Lau sach miéng
bng hay nép néu
c6 thubc thir con
dinh lai.

kh(r ion cé kém
trong b thudc thir
vao mét 6ng
nghiém the hai
(day la 6ng mau
tréng)

Chu y: chi dung
nwoc khéng co
chira nito dé thay
thé nuoc khir ion

tron hoan toan
dung dich bén
trong.

Chu y: Persulfate
c6 thé khéng hoa
tan hoan toan sau
khi xéo tron. Piéu
nay khéng anh
huéng dén do
chinh xac



5. Dat éng
nghiém vao
bép gia nhiét.
Nung trong 30
phut.

9. Day nap lai va
lac déu trong
15 giay.

&

13. Nhan biéu twong
dong ho. Chon
OK.

6. Dung bao tay
chdng nhiét dé
ldy 6ng nghiém
ra khoi bép
nung. Lam mat
dén nhiét do
phong.

10. Nhan biéu
twong déng ho
dém thoi gian.
Nhan OK.

Doi cho phan
trng xay ra trong
3 phut.

||

14. Sau khi co tiéng
bip, m& nap hai
ong nghiém TN

Hach Programs

7. Nhén Hach
Programs.

Chon chwong
trinh 350 N,
Total TNT.
Nhan Start

ol &

11. Sau khi c6 tiéng
bip bao hét thoi
gian, thao nap
va cho vao moi
éng 1 g6i TN
Reagent B
Powder Pillow

15. Bay nap hai 6ng
lai va dao ong 10

lan. Dao 6ng tor tor

& &7

8. LAy nép ra khdi
bng da ngudi
va cho mét goi
Total Nitrogen
(TN) Reagent A
Powder Pillow
vao méi éng.

12. Bay nép lai va
lac trong 15
giay.

Cha y: thube
thir sé khéng
tan hét. Diéu
nay khéng gay
anh hudéng dén
dé chinh xac

Dung dich sé
tré thanh mau
vang.

&

16. Nhan chon biéu
twong dong ho.
Chon OK.



Hai phut phan
trng bat dau.

Reagent C va cho
2mL mau da xt ly
vao ong th&r nhat

dé phan tan dung
dich bén trong
hoan toan. Ong sé

Dé cho phan &rng
xay ra trong 5

va 2 mL mau trang tré nén nong. phat.
vao ong TN
Reagent C. Dung dich sé co
mau vang dam.
Zero

18. Nhén ZERO. 19. Lau sach bén
ngoai éng chira
mau va dat vao
budng do

17. Lau sach bén
ngoai éng chira
mau trang roi dat
vao trong budng
do.

Man hinh hién thi
0.0 mg/L N

Man hinh hién
thimg/L N

MAu trang trong phép so mau
Ma&u trang thudc thir co thé dung Iap lai trong phép do dung thudc thir co cling 16 hang. Lwu mau trang

thudc thir trong bong ti & nhiét d6 phong (18- -25° C) t6i da trong 7 ngay. Néu cé moét it béng can tréng
xuét hién trwdc khi di mot tuan thi phai bé mau trdng nay va chuén bi mau trdng maoi.

Cac chat can tro

Cac chét liét ké trong bang 1 da dugc kién] tra va phat hién khéng gay anh hwéng & muirc thi nghiém
(mg/L). Cac chét gay can tré véi két qua ndng dd thay ddi +10% nhuw trong bang 2.

Bang 1 Cac chat khong can tré va mirc do



Barium 2.6 mgl

Calcium 200 mgl
Chromiurn (34 0.5 mglL
Iron 2 mg/L
Lead 6.5 po'll
Magnesium 500 mgL
Organic Carbon 150 mgL
pH 132 pH units
Phosphorus 100 mg/L
Silica 150 mglL
Silvar 0.9 mglL
Tin 1.5 mgl

Bang 2 Cac chét can tré va mirc do

Bromids = B0 mg'L; positive interferance

Chloride = 1000 ma'l; positive intarferanca

Cac nha hoa hoc clia Hach da kiém tra hoa chat cua cac dung dich Nito' chudn dwec chuén bi
san tr cac hgp chat sau va dat dwoc dé phuc hoi la 95%:

Ammonium chloride
Urea

Ammonium sulfate
Glycine

Ammonium acetate

Ammonium chloride hay nicotinic-PTSA pha trong mau nwdc sinh hoat déu‘véo, dau ra va cac
thanh phan chuan ASTM cho nwéc thai thay thé (D 5905-96) c6 dat mrc hoi phuc = 95%

M6t lwgng 16N cac hop chét Nito khéng co chat hiru co' trong mét s6 mau co thé 1am gidm hiéu
qua viéc pha mau do tiéu thu mot phan persylfa:te. Mot s6 mau co chlra lwgng hiru co’ cao can
dwgc pha loang va tién hanh phan tich lai dé kiem tra hiéu qua cta viéc pha mau.

Lay mau, bao quan va lwu triv

Lay mau va lwu trir trong chai nhira hay thiy tinh sach. Bé c6 két qua tét nhat thi phai phan tich
mau twre thi.

DPé bdo quan mau, diéu chinh pH xudng 2 hay thdp hon bang axit nitric d@m dac (khoang 2
mL/L) Sulfuric Acid (Cat. No. 979-49). D& & nhiét dd 4°C hay thap hon. Mau bao quan tbi da
trong 28 ngay. Trwdc khi tién hanh phan tich, 1am dm mau trd lai nhiét d6 phong, trung hoa
mau tré lai bang 5.0 N Ammonium Hydroxide (Cat. No. 2450-26). Diéu chinh két qua theo thé
tich cho vao thém. Xem phéan 3.1.3 Correcting for Volume Additions (diéu chinh cho phan thé
tich b sung).



Kiém tra d6 chuan xac

Phuong phap nay thwong dat 95-100% dé hdi phuc déi véi dung dich chuan Nito hitu co. Dé
chrng minh mirc d6 chuan xac, Hach dwa ra mét bé 3 dung dich chuan so cap ding xac dinh
Nito Kjeldahl (Cat. No. 22778-00)

1. Chuén bj mét hay nhiéu hon ba dung dich chuén sau day. M&i dung dich chuan bi sé c6
twong dwong 25 mg/L N chuén. St dung nwéc khir ion c6 cap kém theo thuoc thir hoac
dung nwéc khdng cé cac thanh phan hiru co hay nito dé pha ché.

a. Can 0.3379g Ammonium p-Toluenesulfonate (PTSA). Hoa tan vao trong éng
dong thé tich 1000 mL v&i nwéc khir ion. Cho nwéc dén vach 1000mL.

b. Can 0.4416 g Glycine p-Toluenesulfonate (PTSA). Hoa tan vao trong 6ng dong
thé tich 1000 mL v&i nwéc khtr ion. Cho nwéc dén vach 1000mL.

c. Can 0.5274 g of Nicotinic p-Toluenesulfonate (PTSA).Hoa tan vao trong éng
dong thé tich 1000 mL v&i nwéc khir ion. Cho nwéc dén vach 1000mL.

2. Phan tich tirng dung dich chuén theo cac bwdc & trén. Tinh phan trdm do hdi phuc cla
ttrng dung dich theo céng thire dwéi day:

measured concantration

% recovery = 55 » 100
Do hdi phuc phai dat dwoc nhw trong bang 3:
Bang 3
Ammonia-PTSA 95%
Glycine-PTSA 95%
Micotinic-PTSA 95%

Cac phan tich clia Hach cho thdy Ammonia-PTSA Ia khé phan hiy nhat. Cac hop chat khac co
theé cho hiéu suat phan tram do hoi phuc khac nhau.

Phwong phap bé sung dung dich chuan (Sample Spike)

1. Sau khi doc két qua, 1ay cell (mAu chwa cho dung dich chuén) ra khoi may. Kiém tra lai cong
thirc cau tao hoa hoc.

2. Nhdn OPTIONS>MORE. Nhdn STANDARD ADDITIONS. M6t quy trinh tém tat sé hién ra.

3. Nhan OK dé chap nhan gia tri nébng do dung dich chuan, thé tich mau va thé tich bd sung
cta dung dich chun dwoc hién thi. Nhan EDIT dé thay dbi cac gia tri nay néu can. Sau khi xac
nhan cac gia tri, két qua doc mau chwa c6 bd sung dung dich chuan sé& xuét hién & dong trén
cung. Xem tai liéu hwéng dan phan Standard Addition dé biét thém chi tiét.

4. B& gay dau 6ng Ammonia Nitrogen Voluette® Ampule Standard Solution, 1000-mg/L as
NH3-N.

5. Chuan bi 3 mau dé b sung. B6 vao 3 6ng dong (Cat. No. 1896-40) 50mL mau. Dung
TenSette® Pipet dé cho vao lan lwgt tirng 6ng 0.1mL, 0.2mL va 0.3mL dung dich chuén, xao
trén déu.



6. Cho 2mL méi dung dich da chuan bj 14n lwot vao 3 6ng Total Nitrogen Hydroxide Reagent.

7. Phan tich tirtng mau da bd sung (spike) theo cac budc & trén, bat dau véi mau spike 0.1 mL
dung dich chuan. Chap nhan két qua doc dwoc bang cach nhan chon READ. Méi gia tri bd
sung sé& phan anh gan nhw 100% héi phuc. Nong dé nito' phai tang xap xi lan luvot 2, 4, 6 mg/L
N trong dung dich chuan cho thém vao.

8.Sau khi hoan tét cac budc, nhan GRAPH dé xem dudng twong thich tot nhat di qua cac diém
tai cac ,gié tri bO sung, lap bg’mg ma tran. Nhan View: Fit sau dé chon IDEAL‘LINE va OK dé
xem moi twong quan git’a mau duwgc thém vao va dudng ly twédng cho 100% hoi phuc.

Phwong phap dung dich chuan

1. Dé kiém tra tinh chudn xac, thay thé mau bang 2 mL dung dich chudn ammonia nito' néng
dé 10 mg/L \(é thyc hién theo cac bwéc phan tich moé ta & trén. B9 chénh léch khéong qua
5% cho mai lan Iap lai.

2. Diéu chinh dwong cong hiéu chudn theo gia tri chuan doc véi 10mg/L N chuén, nhén
OPTIONS trén menu chwong trinh luc d6. Nhan STANDARD ADJUST.

3. Nhéan ON, nhan ADJUST dé xac nhan gia tri hién thi ( gia tri thay ddi theo codng thirc hoa
hoc). Néu ding ndng dd khac, nhan con sb trén hdp dé nhap vao néng dd dung sau dé
nh&n OK. Nhidn ADJUST.

Hiéu qua phwong phap

Do chinh xac
Dung dich chuan: 10 mg/L NH3-N

350 9.0-11.0mgL N

Xem phan 3.4.3 B¢ chinh xac trén trang 33 dé biét thém théng tin hodc néu nong dé chuan
khéng nam trong thang do déa dinh.

Do nhay

Ertira ranga 0.010 0.5mglL N

Xem phén 3.4.5 B6 nhay trén trang 34 dé biét thém chi tiét.

Tom tat phwong phéap

Su pha mau bang kiém persulfate chuyén tat ca cac dang nito thanh nitrat. Natri metabisulfite
dwoc cho vao sau khi pha mau dé han ché cac anh huéng cla halogen oxide. Nitrate sau d6
phan &ng vé&i axit chromotropic dwéi diéu kién axit manh dé tao thanh phirc mau vang cé sw
hép thu anh sang cao nhat & bwédc 410 nm.



Danh muc thay thé va tiéu thu

Chuantity Required
Drescription Per Test
Test "N Tube™ Total Nitrogen Reagent Set ... i s s
Required Apparatus
DEB 200 Reactor, 110 V, 153 16 mum oo L
DEB 200 Reactor, 220V, 15 30 16 10 e L
Funnel, micro . - S
Test Tube Loolmg R’u.k w13

Required Standards
Ammeonia Nitrogen Standard Solution as N, 100-mg /L ...

Ammonia Nitrogen Standard Sol., 10-mL Voluette’ i‘kmpule lﬁﬂ—mg; L NH3—N

Primary Standard Set, N1tmgen
Water, deionized .
or

Water, OrganiC-frEe ..o i e e e s s e

Umit

Bl wials...ce

..each.....
..each...
YT Tl o W
e BACH

B0 mL

16/pkg. .
RN 7 -7= S
= (U 11 O —

00 mL.

Cat. No.
26722-45

LTV082.53.40001
LTV082.52.40001
25843-35
18641-00

24065-49
21061-10
22778-00
272-49

26415-49



