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Chat hoat dong bé mat -
Axit ankylbenzensunfonic mach thing

Surface active agent — Linear alkylbenzensulfonic acid

P

1 Pham vi dp dung

Tiéu chuan nay ap dung cho chat hoat dng bé mat axit ankylbenzensunfonic mach théng (LAS).

2 Tiéu chuan trich din
TCVN 5491 - 91 (ISO 8212 - 1986) Chét hoat déng bé mét va chét Té}" rura, Lay mau trong san xuét.

TCVN 5454 - 1999 (ISO 607 - 1980) Chét hoat dong bé mat va chit tdy rira — Phuong phap plhé'm

chia mau.

. TCVN 5455 - 1998 (1ISO 2271 - 1989) Chdét hoat dong bé mat va chét tdy ria — Xac dinh chat hoat
ddng anion bang phuong phap chudn dé hai pha tryc tiép.

TCVN 6335 - 1998 (ISO 6841 - 1988) Chat hoat déng bé mat. Natri ankylbenzensunfonat mach thang
ky thudt — Xac dinh khdi lugng phan tir trung binh bang séc ky khi long;

TCVN 4851 - 89 (1SO 3696 - 1987) Nutc ding dé phan tich trong phéng thi nghiém. Yéu ciu ky thuat
va phuong phap tho.

TCVN 1272 - 86 Thudc thir va hod chdt tinh khiét dic biét. Phuong phdp phic chat xac dinh ham
itong chét chinh.

3 Yéu cau Ky thuat

Chdt hoat dong bé& mat LAS phai pnu hep vdi qui dinh trong bang 1 va bang 2.
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Bang 1 - Céc chi tiéu ngoal quan

Tén chi tiéu Yéu clu

1. Trang thai Long sét, déng nhat

2. Mau Nau sang

Bang 2 - Cac chi tiéu hoa, ly

Tén chi tiéu Mure chat lugng L
1. Ham lugng LAS, tinh bang phén tram khéi lugng, khong nho hon 95,5
| 2. Khéi lugng phan t trung binh, tinh bang gam 322 - 324
3. Ham luong H:504 , tinh bang phan tram khdi lugng, khdng 1dn han 1,5
4 Ham lugng nudc, tinh bang phén tram khéi luong, khdng lan hon 1,0
5. Ham luong déu tu do, tinh bang phan tram khéi lugng, khéng 1on hon 2,0
| 5. Chi s6 axit, tinh bang mg KOH 185 - 188
.FI 7. D6 mau, tinh theo doé Klett, khong lon hon 70

4 Phuong phap thi

41 Quidijnh chung
Hed chit ding dé phan tich 1a loai TKPT,

oo ohan tich su dung theo TCVN 4851 - 89.

4.2 L&y mau va chuén bi mau
Lay mau va chudr bi mau theo TCYN 5454 - 1999 va TCVN 5431 - 1891 va: luong mau trung binh toi
tnidu 12 300 g,
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Mau dé thi nghiém dugc cho vao binh sach, khé va cé nit mai hoac lo o nit kin, ngoai lo ¢é ghi nhan:

tén san pham;

tén noi san xuat;
ngay san xudt;

ngay va noi [dy mau;

ky hiéu tiéu chuan.

4.3 Danh gia ngoai quan san pham

L&y khoang 50 g mau vao céc thuy tinh dung tich 100 ml. Ding méat dé quan sat mau, cén tién hanh &

noi sach s&, di anh séng, khong chiéu truc tiép, khéng cé vat gi mau séc sac s& va khéng cé mui la.

' Danh gi4 mau thir theo cac yéu cdu qui dinh & bang 1.

4.4 Xac dinh ham lugng LAS

Bang phuong phap chudn dé hai pha truc tiép theo TCVN 5455 - 1998 va x&c dinh khéi lugng phan i
trung binh bang sac ky khi léng theo TCVN 6335 - 1998. '

4.5 Xac dinh ham lugng H:S0O,

451

Nguyén tac

Ham lugng H=SO, (la lugng HaSO, khéng dugc sunfonic hod ) cla mdu duge xéc dinh bang phuong
phép chudn dé véi dung dich tiéu chudn chi theo chi thi dithizon, trong méi truong dém axeton ¢6

452

J pH = 4 £ 0,2. Tai diém tuong duong mdu xanh |4 cay clia dung dich chuyén sang mau dé gach.

Hoa chat va thubc thir

axeton 99%,;

etanol 95 %;

axit nitric, dung dich 1N;

amoni hidroxit, dung dich 10%:

natri hidroxit, dung dich 40 g/lit va 1 N;

dithizen, dung dich 0,5 g/lit trong axeton, bao quan trong chai ndu va bén trong 1 ‘uan;

amoni dicloaxetat, dung dich dém pH 1,5 +1,6;
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_ hoa tar 110 ml axit dicloaxetic trong 500 ml H;C. Trung hoa dung dich nay bang amoni hidroxit
theo gidy do pH dén pH khoéng 7 dé ngudi, thém tiép 55 ml axit dicioaxetic. Thém nudc dén

- 32 ml. (Dung dich dém nay trong mdi rudng axeton 70-B5% (V/V) co gid tri pH = 4,1 = 0.2);

_ dunz dich chun @ chi 0,01 M - Hoé tar 3,25 ¢ Pb (NOs): trong 100C m! HO. Xac dinh lai ndng

d5 dung dich ¢hi béng phuong pher =huar do complexon 11 theo TCVN 1272 - B€

45757 Thié! bi v& dung cu
- ¢og, dung tich 250 ml;
— buret 25 mi, phan vach 0,1 mi;
- binia tam giac, dung tich 250 ml;
_ tinh dinh mic, dung tich 100 mi, 100C mi:
— may khudy tir, téc db 150 — 300 vong/phut va que khudy;

- ¢an phan tich c6 df chinh xac 0,001 g.

454 Cach tién hanh

Can khoang 3 g mau (chinh x4c dén 0,001 g) vao cdc 250 ml, hoa tan méau bang 10 ml etanol. Trung
hoa méau bang dung dich NaOH 1 N theo chi thi phenolphtalein, pha loang bang nudc, dinh mic tdi vach
100 ml, Iac ky. Hat 10 ml dung dich trén vao binh tam giac 250 ml, thém vao dé 75 ml axeton va 1 ml
chi thi dithizon. Thém ba giot axit nitric 1 N va 2 ml dung dich dém amoni dicloaxetat.

Chudn d5 mau trén may khudy tir bang dung dich chi véi t6c do 1 giot trén 1 gidy cho dén khi mau cia
dung dich chuyén tir xanh 14 cay sang dé gach, bén trong 15 gidy. Thé tich dung dich chi tiéu tén dé

chuin do 12 vV ml.

455 Tinhkétqua

Ham lugng axit sunfuric tinh bang phdn tram khéi luong, theo cbng thirc:

VxCx9808x100

%% HQSD;: =
m x 1000

frong do
v 14 thé tich clung dich chi tiéu tén de chuan dé. riﬁn bang militit;
C 1& néng dé dung dich chi, tinf bang mol
m & khéi luong mau 18y dé chuan do, tinh bang gam,

08.08 13 khéi leong phan tr HxSO.. tink: bang gam.
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4.5.6 Do chinh x&c clia phuong phap

4561 Do lap lai
Chénh léch tuyét déi gifra hai két qua xac dinh song song tién hanh trén cing mét mau thu hoac dugc
thue hién lién tiép, do cung mdt ngudi phéan tich, sir dung cing loai thiét bi khong dugc vuot qua 0.05%

axit sunfuric.

4562 Botailap
Chénh léch tuyét déi gitra hai két qua thu duge trén cing mét mau thi & hai phong thi nghiém khong
dugc vugt qua 0,08 % axit sunfuric.

4.6 Xac dinh ham lugng nuéc bang phuong phap Karl Fisher

4.6.1 Pham vi 4p dung
Phuong phap nay ap dung dé xac dinh ham lugng nudc khéng Ion hon 1% trong chét hoat déng bé
mat LAS.

4.6.2 Binh nghia ham lugng nudc
Ham luong nudc bao gém nudc ty do, nudc két tinh, nude hép thy va nude & trong san phdm.

4.6.3 Nguyén tac

Thuéc thir Karl Fisher c6 mau nau, khi két hgp vdi nudc trong mau thir nd trd thanh khéng mau. Dung
dich thuéc thir nay dugc chudn hod trude bang céch chudn dd vai mét khéi lugng nude chinh xac da biét
trudc. Ham lugng nude duge tinh 14 % khdi lugng tir luong thudc thir d& dung.

4.6.4 Hoa chat va thudc thu

- metanogl, ham luogng nudc nhd hon 0,005% (m/m);

— thudc thir Karl Fisher, t6t nhat mua san trén thi truéing hoac diéu ché theo phu luc A1,

465 Thiét bi va dung cu

thiét bi Karl Fisher tu déng hoac ban tu déng theo phu luc A.2;

binh chudn dé cé dién cyc bach kim kép ho3c binh thugng, dung tich 100 ml;

buret tu ddng hodc binh thuing, 25 ml ¢o phan vach 0,1 ml;

I

binh 1am khé cé chira silicagel hoat tinh, hoac clorua canxi, dung tich 500 mi;
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- binh chia dung dich chudn dé , dung tich 1 lit;

-~ thiét bi khudy tir, tbc d6 150 - 300 vong/phat:
- bom tiém microlit, dung tich 100 pl ;

- bom tiém thuy tinh, dung tich 20 m!. ¢6 duting kinh tir 2 mm dén 4 mm cé thé gar. thay d3i cac kim
rhas nhau.
4 6.6 Cach tién hanh

D6 am cla mbi truong la nguyén nhén sai s6 lon nhét trong phuong phap chuan dé Karl Fisher, Dac biét
phai chi y lam khé toan bd cac thiét bi dugc su dung va thao tac nhanh vdi cac dung moi va mau thi.

4661 Xacdinh ham hrong nudc tuong duong trong dung dich Karl Fisher

Phai xac dinh ham luong nudc tuong duong trong moi binh dung dich thudc thir Karl Fisher va phai
kiém tra lai trudic khi sir dung.

Dua 20 ml metanol vao binh chudn d6 cla thiét bi Karl Fischer (Phu luc A.2) bang bom tiém 20ml, bat
may khudy tir rdi chudn dé voi dung dich thuéc thir Karl Fisher, khéng ghi thé tich tiéu tén [&n chudn
dd nay.

Dua chinh xac 4C ul nudc cat tir bom tiém microlit tuong duong 40 mg HeO, (m;) vao binh chudn do
cla thiét bi Karl Fischer.

4.6.6.1.1 Chuén 45 bang phuong phép do dién (khi thiét bi c6 bd dién cuc bach kim ghép)
Diéu chinh cac dién cye sao cho ching duoc nhing ngap dudi bé mat 2 mm + 3 mm.

Chudn 66 dung aich bang thude thir Karl Fisher cho dén khi dat diém tuong duong, lic do kim dién ké
trén may do dién gir khéng déi trong 30 gidy sau khi thém thude thir.

4 6.6.1.2 Chuin dé bang phuong phap thay déi mau tai diém tuong duong. (Khi thiét bi khéng c6 bbd
dién cue bach kim ghép).

Chuan dé dung dich bang thudc thdr Karl Fisher cho dén khi dat diém tuong duong dung dich khdng

mau trd thanh mau nau.

Thé tich tiéu t6n chudn do nay 12 V, ml.
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Ham lugng nudc tuong duong trong 1 ml thudc thir Karl Fisher p(HzQ), tinh bang miligam trén mililit,
theo cong thuc:
my
p(H0) =

Vi
trong dé

m. 1a khéi luong nude dua vao chudn dé, tinh bang miligam;

\/, lathé tich thudc thir Karl Fisher dung trong chudn da, tinh bang mililit.

4.6.6.2 Chuén bi mau th

N&u mau cé ham lugng nudc nhé hon 1% (m/m) thican 5 g dén 10 g, néu mau c6 ham lugng nuoc lan
hon 1% (m/m) thi can 1 g dén 5 g (chinh xac dén 0,001 g) (phdn mdau dé xac dinh cé khoang 10 mg
dén 50 mg nudc 1a tét nhat).

46.6.3 Xac dinh ham luong nudc trong mau

Pua 20 ml metanol vao binh chudn dé cua thiét bi Karl Fischer, bat may khudy tir roi chudn dd bang
thudc thir Karl Fisher nhu (4.6.6.1.1) hay nhu (4.6.6.1.2) dén diém twong duong, khang ghi thé tich 1an

chudn dd nay.

Dua méu thir (4.6.6.2) vao binh chudn dé va khudy k¥ cho tan mau, rdi chudn dé dén diém tuong duong.
Thé tich dung dich Karl Fisher chudn dé 1dn nay tiéu tén [a V ml.

Thuc hién phép x4c dinh ldn thir hai bang cach cho tiép lugng mau thir nhu trén va 1ap lai sir chuén do.

467 Tinhkétqua

Ham iugng nude trong méu (Hz0), dugc tinh bang phan tram, theo cong thic:

5 {H20) x V x 100

% HO =
m

trong do

V ia thé tich thudc thir karl fisher dung dé chudn dé mau, tinh bang mililit;

m la khéi lugng clia mau dua vao chudn do, tinh bang miligam.
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4 6.8 D6 chinh x&c clia phuong phap

4 6.8.1 DO lap lai

Chénh léch tuyét d6i gifra ha: két qua xac dinh song song tién hanh trén cung mét mau thir hoac dugc
thur hién lién tiép, de clng mét ngudi phan tich, st dung cing loai thiét bi khong dugc vugt qua 0.03%
khéi luong H.O.

4682 Dotailap
Chénh léch tuyét dsi gitra hai k&t qua thu duoc trén cing mét mau thir & hai phong thi nghiém khong
dugc vugt qua 0,05% khoi lugng H:O.

4.7 Xac dinh ham lugng dau ty do

4.7.1 Nguyén tac

Ham luong déu tr do (14 cac chét hiru ¢o khéng dugc sunfonic hod) cla méu dugc hoa tan trong etanol,
sau dé chiét vdi ete ddu hod va x4c dinh bang phuong phap khéi lugng.

4.7.2 Hoa chat va thube thir

- ete ddu hod;

- etanol , 95% va (1:1);

- phenolphtalein, dung dich 10 g/lit pha trong etanol 95%;
— natri hidroxit, dung dich 0,5 N;

- natri sunfat, khan.

4.7.3 Dung cy

- phéu chigt, dung tich 250 ml;
- c¢fc, dung tich 250 ml;
- binh tam gidc. dung tich 250 ml;

-t sdy, duy tri & nhiét dé 105 °C.
- c¢dn phan tich cé d¢ chinh xac 0,01 g.
4 7.4 Cach tién hanh

Céan khoang 10 ¢ mau (chinh xac dén 0,07 g} vao coc 250 ml, hoa tar trong 100 ml etanol (1:1).

Chuyen dung dich mau va trang cdc nhiéu lan bang luong nho 16ng cong khoang 50 ml etanol (1°1) vao

phéu chiét thir nhat, Thém vai giot phenoliphtalein va trung hoa bang NaOH 0,5 N dén mau hong.

10
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Cho vao ph&u 50 m! ete du hod, day ndt va lc manh trong 1 phut, d€ y&n mau dén khi phan thanh hai
pha, chuyén pha etanol dudi sang phéu chiét th hai. Loc pha ete diu hod qua phéu cé san khodng
3 g natri sunfat khan v3o binh tam giac 250 ml di dugc sdy khd va can trutic dén khéi luong khong

Lap lai qué trinh chiét ndy hai l4n nira trong ph&u chiét thir hai, mdi 1an ding 50 ml ete ddu hod. Thu

gop tat ca pha ete ddu hoa vao binh tam giac trén.

Cé nhe binh tam gidc nay trén bép cé4ch thuy dén khd, sau d6 cho binh vao ti sdy & nhiét dd 105°C
trong 15 phat. D& ngubi binh trong binh hiat &m, sau 30 phiut dem can 14 gié tri m;.

Lap lai qué trinh s8y nay dén khi chénh léch gilra hai l1&n céan lién tiép khéng I6n hon 0,1%.

475 Tinh kétqua
am lugng déu ty do (D), tinh bang phan tram khéi lugng, theo cong thuc sau:

{my-mgp) x 100

D=
m

trong dé
(m+ - mg) la khéi lugng clia ¢&n & trong binh, tinh bang gam;

m la khéi lugng cia phdn mau thir, tinh bang gam.

4.7.6 Do chinh xac clia phuong phap

4.7.6.1 DO laplai

'enénh léch tuyét doi gilra hai k&t qua tir hai Idn can lién tiép trén cing mot maw thi hodc duge thue hién
lien tiép, do cling mét ngudi phan tich, s dung cing loai thiét bi khéng lon hon 0,1 % khdi lugng dau.
4762 Dotailap

Chénh léch gilra hai két qua thu duge trén cling mét mau thir & hai phéng thi nghiém khéng l6n hon
0.15 % khdi lugng dau tuyét doi.

4.8 Chisé axit

4.6.1 Dinh nghia chi s6 axit
Chi s8 axit duoc thé hién bang don vi mg KOH, dung dé trung hoa 1 g sdn phdm trong etanol theo chi

thi phenolphtalein.

11
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4.8.2 Hoachat va thude thi

~ etanol 95 %, dung dich trung tinh;

— dun héi luu cac dung dich nay trong 5 phat dé loai CO,. D& ngudi dén nhiét dd phong va trung hoa
bang dung dich KOH 0,1 N theo chi thi phenolphtalein dén bat ddu chuyén sang héng;

~ kali hidroxit, dung dich tiéu chudn 0,5 N, xac dinh lai ndng dd trudc khi dang va 0,1 N;

- phenolphtalein, dung dich 10 g/lit pha trong etanol 95 %.

483 Dungcu
- binh tam giac, dung tich 250 ml;

- buret. dund tich 25 ml, phan vach 0,1 mi.
— cén phan tich c6 d6 chinh xac 0,001 g.

‘-

Can khoang 2 g mau (chinh xac dén 0,001 g) vao binh tam gidc 250 ml, cho vao 100 mi etanol, lac cho

4.8.4 Cachtién hanh

tan mau hodn toan rdi thém 4 dén 5 giot dung dich phenclphtalein. Ding buret 25 ml chira dung dich
KOH 0,5 N chudn dd dén xudt hién mau hdng.

4.85 Tinh két qua
Chi s& axit (T) la sd miligam KOH dung dé trung hoa 1 gam san phdm, dugc tinh theo céng thic sau:

VxGCx561
T s
m
trong dé
V 12 thé tich ciia dung dich tiéu tn khi chudn da KOH, tinh bang miliit; )

C la ndng d6 chinh x4c cla dung dich chudn dé KOH, tinh bang néng dé N;
m 14 khdi lugng mdu thi, tinh bang gam;

56,1 la khdi luong phén tir KOH, tinh bang gam.

48.6 DA chinh xac

4361 Dolaplai
Chénh léch gira hai két qua xac dinh song song dugc tién hanh trén cung mot méu thd hodc duge thuc
hién lién tiép, do cing mét ngudi phan tich, s dyng cing loai thiét bi khdng duge vugt qua 5 mg.

12
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4862 D6 tailap
Chénh léch giita hai két qua thu dugc trén cang mot mau thir & hai phong thi nghiém khac nhau, khéng

dugc vuot qua 8 mg.

4.9 Xac dinh d mau

491 Nguyén tac
D6 mau Klett (M) 1a s6 do sy hdp thy dung dich mau thir 5% trong etanol & budc song i = 420 nm va

cuvet 40 mm, bang may do mau Klett - Summerson.

4.9 2 Hoa chat va thude thu

Etanol 95%.

453 Dungcu
— may do mdu Klett - Summerson, kinh loc s6 42, ¢ thang don vi Klett;
— guvet thach anh, | = 40 mm;

- ¢Bc thay tinh, dung tich 250 mi.

4.9.4 Cachtién hanh
Can khoang 5 g mau (chinh x4c dén 0,01 g) vao cdc 250 ml, sau thém etanol sao cho khdi lugng toan
dung dich Ia 100 g. Khudy ky dung dich dé tan mau hoan toan.

Piéu chinh may do mau dén diém khéng bang etanol.
Po dung dich mau thi trong cuvet 40 mm & kinh loc s6 42.

Ghi gia tri d&6 mdu M theo dan vi Klett trén may.

5 Bao cdo két qua

B4o c4o cac két qua x4c dinh gdm nhimg muc sau day:

14t ca cAc thang tin c4n thiét dé nhan biét ddy dd vé miu the;
_ céac phuong phép s dung (theo tiéu chudn nay);
- gac két qua thu dugc va cach biéu thi cac két qua;

- zac chi tiét cia moi thao tac khdng qui dinh trong tiéu chudn nay hodc cac tiéu chudn trich dén
khac, hoac b&t ky thao tac tuy y nao cing nhu cac sy cd xay ra anh hutng dén két qua.

13
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6 Bao g6i, ghi nhan, van chuyén va bao quan san pham

6.1

Bao gci

Chét hoat dong bé mat LAS dugc dung trong thing nhua chuyén dung.

6.2 Ghi nhan (N&u chira bang thung nhua)

1én co sO san xuat,

tén san pham LAS, ham lugng;

kh&i lugng tinh, theo y&u cau khach hang;
ky hiéu ctia tiéu chudn;

sd dang ky,

ngay san xuat.

6.3 Van chuyén

Van chuyén bing phuong tién théng dung.

6.4 Bao guan

Bao quan LAS @ noi khté mat.

14
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Phu luc A

(Qui dinh)

A.1 Chuan bi dung dich thuéc thir Karl Fischer

Cho 670 m! metanol vao binh cdu dung tich 1 lit c6 nat bang lie va khoang 85 g iot. Bay nut binh va
thinh thoang lac cho dén khi iot tan hoan toan. Sau dé cho thém 270 mi pyridin (trong 1 kg pyridin chia
it hon 500 mg nuwdc). Day nat va l&c tron.

Chii thich - NGt bang lie c6 nhiét k& va 6ng thuy tinh din khi SOz xuyén qua, ddu dudi 8ng nay cach day binh
. 10 mm va mat 8ng mag quan nhd ndi vai ngoai binh.

Khi phan tmg bét ddu toa nhiét, gir binh nay ¢ 0°C trong chéu da.
Dat toan bd binh va chiu d4 Ién trén can va can ching dén df chinh x4c 1 g, ghi gia tri nay.

N&i binh vai mét 6ng din khi oxit sunfurg, diéu chinh ddng khi sao cho tét ca cac khi dugc hdp thu hét
ma dung dich khong bi ddy lén ng mao quan nho. Gilr dung dich trong binh dudi 20°C, thinh thoang
can. Kho4 binh dan khi SO, khi trong luong trong binh tang 1&n tir 60 g dén 70 g. Day binh, lac dung
dich va dé yén it nhét trong 24 gid trudc khi sir dung.

Dung dich thudc thir nay c6 lugng nudc tuong duong khodng 3,5 mg dén 4,5 mg H.O/ml thudc thir.

4

Bao quan dung dich thudc thir nay trong binh 16i va tranh hat am tir ngoai vao.

&u muén co dung dich ham lugng nudc nhé hon thi pha loang bang metanol.

15
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A.2 Thiét bi chudn dé bang thudc thi Karl Fisher bang phuong phap chuan dé hay
chuin d6 do dién

Syrat o ddng 25ml. chia vach 2,1mi

P

Pidm dua mau thir bang bom tiém co nut day

Diém wde thi |
dua thudc thir bao vé khdi dd 4m ctia khang khi

Dién cyc tach kim kep \\ "-.L | o
\ i v
: ' . x:
. Binh chudn do iy A i g
dung tich 100 mi v ' S
; e & 7 yandiéu knién khi vao
Que khudy tir co boc thuy tinh BN %/(l
hay polytetrafiuoroethylen (PTFE) \\\F="%", r[

e -
e ~

r
1_\
i,

May khudy tU

i ;..-o-'—"'_‘—'--.: 1§ ,I' E _H‘\
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Phu luc B

Phuong phap thir nhanh cac thanh phdn cua LAS
bing chudn do dién thé

B.1 Pham vi éap dung

Phugng phap chudn do dién thé xac dinh déng thai cac ham lugng axit sunfonic ( RSO4H ), axit sunfuric
(H,S0, ), chi s6 axit cha LAS, dung theo dai trong san xudt.

B.2 Nguyén tac

Mau thit trong dung dich metanol (hodc isopropancl) dugc chuan dé véi dung dich chug
cyclohexylamin va thu dugc duting cong dién thé co hai didm uén (dudng cong vi phan) hay hai é’i‘
(duting cong dao ham).

Didm udn (hay pic) thir nhét dai dién cho sutrung hoa axit sufonic va sunfuric ndc tha nhat Vy (ml).
Diém uén (hay pic) thir hai dai dién cho sy trung hoa axit sunfuric ndc thar hai Vo (ml).
Toan bd thé tich cla dung dich chudn (V; +V2)( ml) tuong duong vai chi s6 axit (T) clia méau thir.

Ham lugng axit sunfonic dugc tinh tir thé tich dung dich chudn ( Vi -Vz) (ml).

B.3 Hoa chat va thuéc thir

metanol. 99% kiém tra dé trung tinh trudc khi su dung;

g

isopropanol, 99% kiém tra do trung tinh trugc khi str dung;

cycloheiylamin 99 %, dung dich tiéu chudn 0.1 N - Hoa tan 10 g thudc thir Cyclohexylamin trong

I

1600 mi metanol (hoac isopropancl). Xac dinh d& chudn clia dung dich theo (C.5);

axit sunfamic, chét chudn axit.

B.4 bungcu
_ may chudn d8 dién thé i dién cyc so sanh calomel;
_ buret 25 ml, phan vach 0,1ml ;
_ 8¢ chudn db dang cao dung tich 250 ml;
— binh dinh mic dung tich 500 mi;

— méy khudy tor va thanh khudy.

— cén phén tich c6 dd chinh xac 0,1 g.
18
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5.5 Xac dinh do chuan dung dich cyclohexylamin 0,10 N

Car ba lan m., moi lan knoang C.1 g axit sunfamic{chinh xac dén 0.7 mg)v'ao coz. hoa tan axit Ky bang
100 ml metano! (ho&c isopropanol).

Chuan o dung dich axit vai gung dich cyclohexyiamin (8.3) banc phuong phap chuan db dien thé cho

dén khi c6 mét diém udn (hay pic;. Thé tich dung dich cyclohexylamin nay la Vg(m!)

Tinh néng db dung dich chudn cyclohexylamin (N ayneameny. AL BELL

My X 1000

N cyheamin =

Ve % 87,08
trong d6: 97,09 & khéiluong phan t0r clha axit sunfamic, tinh bang gam.

Q@ chudn cua dung dich can tién hanh 3 lan.

B.6 Cach tién hanh

Gan khodng 0,4 g méu th chinh x&c dén 0,1 mg vao e6c dung tich 250 ml. Hoa tan kj mau bang may
khudy tir véi 100 ml metanc! (hoic isopropanol). Chuén dd mAu véi dung dich cyclohexylamin bang
phuong phap chudn db dién thé cho dén khi co duge hal diém uén (hay hai pic) tuang Ung vGi Vi va
Vz (ml).

E.7 Tinh két qua

_i

2. 7.1 Ham lugng axit sunfuric (H2S0q), tinh bang phan tram khoi luong, theo cong thirg:

V5 X Neyhearmin X 98,08 x 100

% HQSDd -
m x 1000

B.7.2 Ham lugng axit sunfonic (RSOaH), tinh bang phén tram khéi luong, theo cong thiuc:

|: U1 = !'I|Ir2 } x N’;,-ngam,n X Mm X 1Dﬂ

2 RS0O:H =
m x 1000

B.7+2 Chi s6 axit (T) 4 s6 miligam KOH dung dé trung hoa 1 gam san pham, dugc tinh theo ¢ong thuc.

(Vi + Vz ) % N cyneamn X 561
T = —

m
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trong dé tr B.7.1 dén B.7.3:

V., V. la thé tich dung dich chudn cyclohexylamin trung hoa dén diém udn (hay pic) thr nhat va
thir hai, tinh bang mililit;

Neyneamin 1@ néng dd cla dung dich chudn cyclohexylamin, tinh bang néng d@- N;

Mm la khéi lugng phan tir trung binh cla axit sunfonic, tinh bang gam (theo 4.4);

98.08 la khéi luong phan tir cla axit HoSOj, tinh bang gam;

56,1 la kh&i lugng phan t cia KOH, tinh bang gam;

m 1a khéi lugng clia phdn méau thir, tinh bang gam.

B.8 ©é chinh xac cla phuong phap ‘W

B.8.1 DO lap lai

Cheénh l&ch gitra cac két qua tir hai Ian xdc dinh song song tign hanh trén cing mét mau thir hodc dugc
thue hién lién tiép nhau, do cung mot ngudi phan tich, st dung cung loai thiét bi khéng dugc vugt qua
0.05% d6i véi axit sunfuric , 0,16 % d&i véi axit sunfonic va 5 mg KOH dgi voi chi s6 axit.

B.8.2 Dotailap

T
Chénh Iéj:ﬁ%%a hai két qua thu dugc trén cung mét mau thir & hai phong thi nghiém khéng duoc vugt
qué 0,08 % ddi vai axit sunfuric, 0,36 % déi véi axit sunfonic va 8 mg KOH ddi vai chi sd axit.

N
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