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Bdang 7.4 - Lugng che pham va lugng thude thir trong (mg
Lurgng thubc thir

7ok £
hg(r:dh:oszvl Lll'ccfgﬁ ;::‘l‘:: ([;l;ﬁm Pyri:i:t;ca(t:]l:lg;drid
10 - 100 2.0 50
100 - 150 15 50
150 - 200 10 .
200 - 250 0,75 5.0
250-300 0,60 hay 1,20 5.0 hay 10,0
300 - 350 1.0 i
350 - 700 0,75 5.0
700 - 950 0,5 15.0

Phwong phap B
Cho lugng ché phdm da chi din vao binh nén nit mai hoan
toan khé dung tich 5 ml, thém 2 ml thuéc thir anhydrid
propionic (TT). Pay nut va lic nhe nhang cho dén khi ché
pham tan hoan toan Dé yén trong 2 h. Néu khéng co chi
din khac, m¢ nap, cho c& binh vao mot binh nén rong
miéng dung tich 500 ml, ¢6 chira sin 25,0 ml dung dich
anilin trong cyclohexan (TT) va 30 ml acid acetic bang
(TT). Lac tron, dé yén 5 min va chuén d6 bang dung dich
acid percloric 0,1 N (CP) cho dén mau xanh ngoc, ding
0,05 ml dung dich tim tinh thé (TT) 1am chi thi. Song song
tién hanh mét mAu tring.
Tinh chi s6 hydroxyl ciia ché phdm theo cong thirc sau:
. (b—a) x 5,610

Chi s6 hydroxyl = ———-P—
Trong do:
a la sé ml dung dich acid percloric 0,1 N (CD) da dung
trong mau thir;
b 1a s6 ml dung dich acid percloric 0,1 N (CP) da dung
trong mau tring;
P Ia hrong ché pham dem thir (g).
Xac dinh ham Iugng (%) nudc trong ché phim (A) theo
Phy luc 10.3. Tinh chi sb hydroxyl hiéu chinh theo cong
thirc sau:
Chi s6 hydroxyl hiéu chinh = Chi sb hydroxyl - 31,1 x A.

7.5 XAC PINH CHI SO 10D

Chi s iod 1a s6 gam halogen, tinh theo iod, két hop véi
100 g ché pham trong nhirng diéu kién quy dinh.

Cach x4c dinh

Sir dung phuong phép iod bromid, trir khi c6 chi din khéc
trong chuyén luan riéng.

Phurong phép iod bromid

Néu khong 6 chi dan khéc trong chuyén luan riéng, ldy
lugng ché pham theo chi din trong Bang 7.5 dé thir.
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Bang 7.5 - Lugng ché pham can lay

Chi s iod Luwgng ché pham cin liy (g)
Dudi 20 1.0
20 - 60 0.5 dén 0.25

60 - 100 0,25-0.15

Trén 100 0.15-0.,10

Cén luong ché phdm da chi dan, cho vao binh nén mit
mai di dugc lam khé hodc dugce trang bang acid acetic
béng (TT), néu khong chi dan khéc, hoa tan trong 15 ml
cloroform (TT). Thém tur tir 25,0 ml dung dich iod bromid
(TT) day nat, néu khong c6 chi dan khac, dé yén trong chd
t6i 30 min, thinh thoang lic. Thém 10 ml dung dich kali
iodid 10 % (TT) va 100 ml meoc cat. Chuan do bing dung
dich natri thiosulfat 0,1 N (CD), lic manh cho dén khi
dung dich ¢6 mau vang nhat, thém 5 ml dung dich ho tinh
bot (TT) va tiép tuc chuan d6 cham cho deu khi dung dich
mat mau. Song song tién hanh mét mau tring.

Tinh chi s iod cta ché pham theo cong thirc sau:

1,269 x (b — a)
P

Chi sb iod =

Trong do:
a 1a s6 ml dung dich natri thiosulfat 0,1 N (CP) da dung
trong mau thir;
b 1a s6 ml dung dich natri thiosulfat 0.1 N (CP) dimg trong
mau tring;
P 1a lrong ché pham dem thir (g).
Phuong phap iod monoclorid
Néu chuyén luan quy dinh ding binh dinh hrong iod, trir
khi ¢6 chi dan khac, dung loai binh dung tich 250 ml va
dap (g cac tiéu chuin quéc gia.
Hoa tan lwong ché phdm da chi din véi 10 ml dicloromethan
(TT) trong mot binh dinh lrgng iod khé. Thém 20 ml dung
dich iod monoclorid (TT). Day nut di duge lam udt vai
dung dich kali iodid 10 % (TT), dé yén 30 min trong chd
t6i & nhiét d§ 15 °C dén 25 °C. Nhé 15 ml dung dich kali
iodid 10 % (TT) 1én miéng binh va cén thin m& nit. Ria
nut, miéng va thanh binh véi 100 ml nuéc, lic déu. Chuén
do bﬁng dung dich natri thiosulfat 0,1 N (CD), lac manh
cho dén khi dung dich c6 mau vang nhat, thém 0,5 ml dung
dich hé tinh bot (TT) va tiép tuc chudn dd cham cho dén khi
dung dich mat mau. Song song tién hanh mdt mau tring.
Tinh chi s6 iod ciia ché phdm theo cong thirc sau:
Ctishigd = 2222 50 -8)

P
Trong do:
a la sé ml dung dich natri thiosulfat 0,1 N (CD) da dung
trong mau thir;
b la ) ml dung djch natri thiosulfat 0,1 N (CD) dung trong
mau trﬁng,
P 14 lrgng ché pham dem thir (g).
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C6 thé tinh lwgng ché phim dem thir (g) bing céch
ldy 20 chia cho chi sé iod Iy thuyét cao nhét cua ché
phim. Néu méu thir tiéu thy qué nira lugng thudc thir iod
monoclorid cho vao, phai lam lai thi nghiém vé&i lrgng
ché phim nhé hon.

7.6 XAC PINH CHI SO PEROXYD

Chi s6 peroxyd 1a s mili dwong luong gam oxygen hoat
tinh biéu thi lugng peroxyd chira trong 1000 g ché phim
khi duge x4c dinh theo cic phwong phép dudi déy.

Cach xac dinh

Sir dung phuong phap A, khi chuyén luan riéng khéng quy
dinh phuong phép thir.

Phwong phip A

Cén 5,00 g ché phim cho vao bmh noén nat mai dung tich
250 ml, thém 30 ml hdn hgp gbm 3 thé tich acid acetic
bang (TT) va2 thé tich cloroform (TT), lic cho tan va thém
0,5 ml dung dich kali iodid bao héa (TT). Lic dung | min,
thém 30 ml mwdc. Chuan d6 cham bing dung dich natri
rhrosulfat 0,01 N (CD) lién tuc lic manh, cho dén khi mau
vang gan nhu bién méit. Thém 0,5 ml dung dich hé tinh
bqt (TT) va tiép tuc chuin d9, lic manh, dén khi dung dich
mat mau.

Song song tién hanh mot miu tring. Luong dung dich
natri thiosulfat 0,01 N (CP) da ding trong miu trf'ing
khéng duoc vugt qua 0,1 ml.

Chi s6 peroxyd ctia ché phim dwoc tinh theo cong thirc sau:

(a—b)x 10

Chi s6 peroxyd = P

Trong do:

a 1a s6 ml dung dich natri thiosulfat 0,01 N (CP) da ding
trong méu thir;

b 1a s6 ml dung dich natri thiosulfat 0,01 N (CP) da ding
trong mAu tring;

P 1a luong ché phém dem thir (g).

Phurong phip B

Tién hanh thir trong diéu kién tranh 4nh séng.

Cén chinh x4c mot lugng ché phim (theo chi dan trong
Bang 7.6.) cho vao bmh nén nat mai dung tich 250 ml,
thém 50 ml hdn hop gom 3 thé tich acid acetic bang (TT)
va 2 thé tich trimethylpentan (TT). Ddy nut, lc cho tan v
thém 0,5 ml dung dich kali iodid bao hoa (TT) biy nut
dé yén dung dich trong (60 +1)s. Tlep tuc ldc manh, rdi
thém 30 ml mwde. Chuin d§ cham bﬁng dung dich natri
thmsuy’ar 0,0l N (CD) lién tuc lic manh cho dén khi mau
vang gan nhu bién mat. Thém 0,5 ml a’ung dich hé tinh bot
(TT) va tiép tuc chuén d, lién tuc lic manh, nhit 13 gin
didm két thac dé giai phong hét iod ra khoi 16p dung méi.
Thém timg giot dung dich natri thiosulfat 0,01 N (CD) cho
dén khi mat mau lam.
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Bdng 7.6 - Lugng ché phdm cén liy

~ Chisb perbxyd | Lurgng ché pham cin Iy (g)
0-12 | 2,00- 5,00
12-20 | 1,20 - 2,00
0 20-30 | 0,80- 120
30- 50 _ ~0,50-0,80
50-90 0,30 - 0,50

Tuy thudc vao luqmg dung dich natri thtosmfat 00! N
(CD) di sir dung, néu cin c6 thé thay thé bing dung dich
natri thiosulfat 0,1 N (CD).

Ghi chii: Doi véi chi s0 peroxyd = 70, khi chuan do dén
dung dich c6 mau vang nhat, chds 15 s dén 30 s méi thém
dung a’;ch hé tinh bgt (TT), do trimethylpentan cé xu
huémg ndi 1én bé mit 16p nuéc va diy la thoi gian cén thiét
dé trén dung moi véi dung dich dinh lugng, dong théi giai

phéng hét iod. Nen dung dung dich natri thiosulfat 0,1 N
(CP) khi chi sb peroxyd lén hon 150. Cé thé cho luong
nho dung dich chét nhii héa cin bang ua nudc/ua diu cao

(nhu polysorbat 60) 0,5 % dén 1,0 % (kl/kl) vao hén ho’p

phan ung dé 1am chim sy tach pha va ddy nhanh thoi gian

giai phéng iod.

Song song tién hanh mot mau tréng Néu luqmg dung dich

natri thiosulfat dung trong mau tring vugt qua 0,1 ml, thay

cic thpoc thir tinh khiét va tién hanh thir nghiém lai.

Chi s6 peroxyd ciia ché pham dugc tinh theo céng thirc sau:

(a—b) x 1000  c
P

Chi s6 peroxyd =

Trong do:

ala so ml dung dich natri thiosulfat da dung trong mau thir;
bla so ml dung dich natri thiosulfat d2 ding trong mau tring;
¢ 1a nbéng d6 dwong luong cia dung dich natri thiosulfat;

P 14 lrong ché phim dem thir (g).

7.7 XAC PINH CHI SO XA PHONG HOA

Chi sb xa phong héa 12 sé mili gam kali hydroxyd cn thiét
dé trung hoa cac acid tr do va dé xa phong hoa céc ester
chira trong 1 g chét thir.

Céch xdc djnh

Néu khéng c6 chi din khéac trong chuyén ludn riéng, lay
lwgng ché pham theo chi din trong Bang 7.7 dé thi.

Bang 7.7 - Lugng ché pham can lay

Chi s xa phéng héa Lugng ché phdm cin ldy (g)
3-10 12,0 - 15,0
10 - 40 8,0-12,0
. 40-60 50-8,0
60 - 100 3,0-50
100 - 200 2,5-3,0
200 - 300 1,0-2,0
300 - 400 0,5-1,0
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