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SULFASALAZIN

dich natri nitrit 0,1 M (CP), xac dinh diém két thic bing
phuong phap chuin d¢ do ampe (Phu luc 10.1).

| ml dung dich natri nitrit 0,1 M (CD) teong duong vai
28,03 mg C,; H,N,0,S.

Bio quén
Tranh anh sang.

Loai thuéc
Khang sinh nhém sulfonamid.

Ché phim
Thudc tiém.
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C,sH14N,O5S P.t.1: 398,4

Sulfasalazin 12 acid 2-hydroxy-5-[2-[4-(pyridin-2-ylsulfamoyl)
phenyl]diazenyl]benzoic, phai chira tir 97,0 % dén 101,5 %
C,sH,4N4OsS, tinh theo ché pham da 1am kho.

Tinh chit

Bt min mau vang sang hay mau vang nau.

Thyc té khong tan trong nudc va methylen clorid, rit kho
tan trong ethanol 96 %. Tan trong céc dung dich hydroxyd
kiém lodng.

Pinh tinh

Phd hip thu héng ngoai (Phu luc 4.2) ctia ché pham phai
phu hop véi phd hip thu héng ngoai cua sulfasalazin
chuin. Chuén bj mu do dang dia nén.

Tap chit lién quan

Phuong phép sic ky 1ong (Phu luc 5.3).

Pha dong A: Hoa tan 1,13 g natri dihydrophosphat (TT)
va 2,5 g natri acetat (TT) trong 900 ml nudc, diéu chinh
dén pH 4,8 bang acid acetic bang (TT) va pha lodng thanh
1000,0 ml bang nudc.

Pha djng B: Pha dong A - methanol (10 : 40).

Dung dich thir: Hoa tan 25,0 mg ché phim trong dung dich
amoniac 0,1 M (TT) va pha loang thanh 25,0 ml vé4i cling
dung moi.

Dung djch dbi chiéu (1): Pha loang 1,0 ml dung dich thir
thanh 100,0 ml bing dung dich amoniac 0,1 M (TT).
Dung djch déi chiéu (2): Hoa tan 1,0 mg din xuét clia
sulfasalazin dé kiém tra d phan giai trong 10,0 ml dung
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dich di chiéu (1). Pha loang 1,0 ml dung dich thu dugc
thanh 10,0 ml bing dung dich ddi chiéu (1).

Diéu kién sdc ky:

Cot kich thude (25 cm x 4,6 mm) dugc nhdi pha tinh C
(5 pm). _

Detector quang pho tir ngoai dat & budce song 320 nm.
Téc d6 dong: 1 ml/min.

Thé tich tiém: 20 pl.

Cdch tién hanh:

Tién hanh sic ky theo chwong trinh dung méi nhu sau:

“Thoi gian Pha déng A Pha dgng B
(min) (% t/tt) (% tttt)
0-15 | 60—4s 40 — 55
i 7157_-'2775/ 45 | 55
25- 60 4550 | 55100
 60-65 0 J 100

Thoi gian luu twong dbi so véi sulfasalazin: Tap chat H
khoang 0,16; tap chat I khoang 0,28; tap chit C khoang
0,80; tap chét F khoang 0,85; tap chét G khoang 1,39; tap
chit E khoang 1,63; tap chat B khoang 1,85; tap chit D
khoang 1,90; tap chit A khoang 2,00.

Kiém tra tinh phu hop cua hé théng: Trén sic ky dé
ctia dung dich ddi chiéu (2), d6 phan giai gitra pic cua
sulfasalazin va din xuét cua sulfasalazin dé kiém tra do
phén giai it nhat la 3,0.

Gioi han:

Tap chit A, B, C, D, E, F, G, I: Vi mdi tap cht, dién tich
pic khong dugc 16n hon dién tich pic chinh thu dugc trén
sac ky d6 ctia dung dich di chiéu (1) (1 %).

Tdng dién tich pic cua tit ca cac tap chit khong dirgc 16n
hon 4 1an dién tich pic chinh thu dugc trén sic ky do cua
dung dich déi chiéu (1) (4 %).

Bo qua nhimg pic ¢6 dién tich nhé hon hoic bang 0,05 lin
dién tich pic chinh thu dugc trén sic ky dd cua dung dich
d6i chiéu (1) (0,05 %); bo qua bét ky pic nao c6 thoi gian
Iru nhé hon 6 min (tap chat H va tap chit J).

Ghi chu:

Tap chét A: 4,4'-[(4-hydroxy-1,3-phenylen)bis(diazendiyl)]bis[V-
(pyridin-2-yl)benzensulfonamid].

Tap chat B: Acid 2-hydroxy-3,5-bis[2-[4-(pyridin-2-ylsulfamoyl)
phenyl]'diazenyl]benzoic.

Tap chat C: Acid 2-hydroxy-5-[2-[4-(2-iminopyridin- 1(2H)-yl)
phenyl]giazenyl]benzoic.

Tap chat D: 4-[2-(2-hydroxyphenyl)diazenyl]-N-(pyridin-2-yl)
benzensulfonamid.

Tap chit E: Acid 2-hydroxy-4’-(pyridin-2-ylsulfamoyl)-5-[2-[4-
(pyridin-2-ylsulfamoyl)phenyl]diazenyl]biphenyl-3-carboxylic.
Tap chat F: Acid 2-hydroxy-3-[2-[4-(pyridin-2-ylsulfamoyl)phenyl]
diazenyl]benzoic.

Tap chét G: Acid 5-[2-[4",5-bis(pyridin-2-ylsulfamoyl)biphenyl-
2-yl]diazenyl]-2-hydroxybenzoic.

Tap chét I: Acid 2-hydroxy-5-[2-(4-sulfophenyl)diazenyl]benzoic.
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Tap chét H va J

Phwong phap sic ky 1ong (Phu luc 5.3).

Pha déng: Pha dong B - pha déong A (30 : 70) (Pha dong A
va pha dong B nhu mé ta trong phan Tap chit lién quan).
Dung dich thir. Hoa tan 25,0 mg ché phdm trong dung dich
amoniac 0,1 M (TT) va pha lodng thanh 25,0 ml vd&i cling
dung méi.

Dung dich déi chiéu (1): Hoa tan 5,0 mg acid salicylic
(TT) (tap chat H) va 5,0 mg sulfapyridin chuén (tap chét J)
trong dung dich amoniac 0,1 M (TT) va pha lodng thanh
10,0 ml véi cung dung moi.

Dung dich déi chiéu (2): Pha loang 2,0 ml dung dich déi
chiéu (1) thanh 100,0 ml bing dung dich amoniac 0,1 M (TT).
Diéu kién sdc ky:

Cot kich thudc (25 cm x 4,6 mm) duge nhdi pha tinh C
(5 pm). ]

Detector quang phé tir ngoai dat ¢ budce song 300 nm.
Téc 36 dong: 1,0 ml/min.

Thé tich tiém: 20 pl.

Cdch tién hanh:

Théi gian tién hanh sic ky: 10 min.

Tién hanh sic ky véi dung dich thw va dung dich dbi
chiéu (2).

Thoi gian luu cua tap chit H khoang 6 min; tap chét J
khoang 7 min.

Kiém tra tinh ph hop cia hé thong: Trén sic ky db cua
dung dich ddi chiéu (2), 46 phén giai giira pic tap chit H
va tap chat J it nhit 1a 2,0.

Gidi han:

Tap chit H va J: Vi mdi tap chét, dién tich pic khong
dugc 16m hon 0,5 14n dién tich pic trong img thu dwoc trén
sic ky db ciia dung dich déi chiéu (2) (0,5 %).

Bo qua nhing pic c6 dién tich nhé hon hoic bing 0,05 1in
dién tich pic chinh thu duoc trén sic ky db cua dung dich
ddi chiéu (2) (0,05 %).

Clorid

Khéng dugc qua 140 phan triéu (Phu luc 9.4.5).

Hoa tan 1,25 g ché phim trong 50 ml nudc cat. Pun néng
& 70 °C trong 5 min, dé ngudi va loc. Thém 1 ml acid
nitric (TT) vao 20 ml dich loc, dé yén 5 min va loc dé thu
dugc dich lgc trong,

Sulfat

Khong dugc qua 0,04 % (Phu luc 9.4.14).

Thém 1 ml dung dich acid hydrocloric 2 M (TT) vao 20 ml
dich lgc thu dugc & phép thir Clorid, 3 yén 5 min va lgc.

Kim loai ning

Khéng dugc qué 10 phén triéu (Phu lyc 9.4.8).

Ly 2,0 g ché phim tién hanh thir theo phwong phép 4.
Ding 2,0 ml dung dich chi mau 10 phan triéu Pb (TT) dé
chuén bj mAu déi chiéu.

SULFATHIAZOL

Mét khdi hrgng do 1am khd
Khéng dugce qua 1,0 % (Phy luc 9.6).
(1,000 g; 105 °C; 2 h).

Tro sulfat
Khéng duge qua 0,5 % (Phu luc 9.9, phuong phap 2).
Dung 1,0 g ché pham.

Pinh lhrgng

Hoa tan khoang 0,150 g ché pham trong dung dich natri
hydroxyd 0,1 M (TT) va pha lodng thanh 100,0 ml véi
ciing dung mdi. Chuyén 5,0 ml dung dich thu duge vao
binh dinh mic 1000 ml c6 chira sin 750 ml nwdc, thém
20,0 ml dung dich acid acetic 0,1 M (TT) va pha lodng
thanh 1000,0 ml bing nude.

Song song chuén bi dung dich chuén v6i cach tuong ty nhu
chuin bi dung dich thir, ding 0,150 g sulfasalazin chuan.
Do d6 hép thu cua hai dung dich ¢ budc séng hip thu cuc
dai 359 nm.

Tinh ham lugng CgH,,N,OsS trong ché pham dira vao do
hép thu cua dung dich thir, dung dich chudn va ham lugng
C,sH4,N,O;S trong sulfasalazin chuin.

Bdo quén
Trong bao bi kin, tranh 4nh sang.

Loai thudc
Thudc chong viém.

Ché phﬁm
Vién nén.
SULFATHIAZOL

o 0O N

N

S<
gl -
H
H,N

CyHyN,0,S, P.t.l: 2553

Sulfathiazollé4-an3ino-N-(thiazo]-2-yl)benzensulfonamid7
chira tir 99,0 % dén 101,0 % CoHgN,0,S,, tinh theo ché
phém da 1am kho.

Tinh chit

Bot két tinh mau tring hofic hoi vang. Thuc té khong
tan trong nudc va methylen clorid, khé tan trong ethanol
96 %, tan trong dung dich kiém hydroxyd loang va trong
dung dich acid v6 co lodng.

Pinh tinh

C6 thé chon mot trong hai nhém dinh tinh sau:
Nhom I: A, B.
Nhom II: B, C, D, E.
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