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VIEN NEN CLORPHENIRAMIN

Téng dién tich pic cua tit ca céc tap chét khéng dugce 1én
hon dién tich pic chinh trén sic ky dd cua dung dich dbi
chiéu (1) (0,5 %).

Bo qua nhimg pic c6 dién tich nho hon hodc bing dién
tich pic chinh trén séc ky db cua dung dich d6i chiéu (2)
(0,05 %): bo qua pic ctia miu trang va acid maleic.

Ghi chu:

Tap chat A: 2-(4-lorophenyl)-4-(dimethylamino)-2-[2-
(dimethylamino) ethyl]butannitril.

TapchétB: N-(Pyridin-2-yl)pyridin-2-amin(2,2’-dipyridylamin).
Tap chét C: (3RS)-3-(4-Clorophenyl)-N-methyl-3-(pyridin-2-y1)
propan-1-amin.

Tap chit D: (2RS)-2-(4-Clorophenyl)-4-(dimethylamino)-2-
(pyridin-2-yl)butannitril.

Kim loai néing

Khéng dugc qua 20 phe‘“m triéu (Phu lyc 9.4.8).

Lay 1,0 g ché pham thir theo phuong phép 3. Ding 2 ml
dung dich chi mau 10 phan triéu Pb (TT) dé chuén bi méau
déi chiéu.

Mt khoi lwgng do 1am khé
Khong dugc qua 0,5 % (Phu luc 9.6).
(1,000 g; 105 °C; 4 h).

Tro sulfat
Khéng dugc qgé O:l %. (Phu luc 9.9, phuong phép 2).
Dung 1,0 g ché pham.

Pinh lugng

Hoa tan khoang 0,150 g ché phim trong 25 ml acid acetic
khan (TT). Chuan d6 bang dung dich acid percloric 0,1 N (CD),
xac dinh diém twong duong bing phuong phap chuin d6 do
dién thé (Phu lyc 10.2).

1 ml dung dich acid percloric 0,1 N (CD) tuong duong véi
]9,54 mg C20H23C1N204.

Bio quén
Trong bao bi kin, tranh anh sang.

Loai thube
Péi khang thu thé histamin H,.

Ché phim

Vién nén.

VIEN NEN CLORPHENIRAMIN

La vién nén chia clorpheniramin maleat.
Ché phim phai dap Umg cdc yéu cau trong chuyén luén
“Thudc vién nén” (Phu lyc 1.20) va céc yéu cAu sau day:

Ham lugng clorpheniramin maleat, C,H,,CIN,.C,H,O,,
tir 90,0 % dén 110,0 % so véi lugng ghi trén nhan.

Djnh tinh
A. Phuong phap sic ky 16p mong (Phy luc 5.4).
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Ban mong: Silica gel GF5;,.

Dung méi khai trién: Dung dich acid acetic 1 M - methanol
- ethyl acetat (20 : 30 : 50)

Dung djch thir: Lic k§ mot lugng bt vién twong duong
khoang 5 mg clorpheniramin maleat vé&i cloroform (TT),
loc, bay hoi dich lgc dén kho. Hoa tan cin trong 1 ml
cloroform (TT).

Dung dich dbi chiéu: Dung dich clorpheniramin maleat
chuén 0,5 % trong cloroform (TT).

Cdch tién hanh: Chdm riéng biét 1én ban mong 2 pl mdi
dung dich trén. Sau khi trién khai, 14y ban mong ra, dé khd
ngoai khong khi va quan sat dudi anh sang tir ngoai & budc
séng 254 nm. Hai vét chinh trén sic ky d6 ctia dung dich
thir phai twong tmg vé vi tri va mau sic vé6i hai vét chinh
trén sic ky dd cia dung dich dbi chiéu. Phun thudc thi
kali iodobismuthat lodng (TT) 1én ban mong. Vét chinh
thu dugc trén sic ky dd cua dung dich thir phai trong (mg
vé vi tri va mau sic v6i vét chinh trén sdc ky d6 ciia dung
dich déi chiéu.

B. Trong muc Dinh lugng, sic ky d6 ctia dung dich thir phai
cho hai pic chinh c6 thoi gian luu trong ing véi thoi gian
luu ciia hai pic chinh trén sic ky db cia dung dich chuén.

Tap chit lién quan

Phuong phép sic ky 16p méng (Phu luc 5.4).

Ban mong: Silica gel GF 5s4.

Dung méi khai trién: Diethylamin - cloroform - cyclohexan
(10:40: 50)

Dung dich thir: Lac ki mot luong bét vién twong duong
khoang 50 mg clorpheniramin maleat véi cloroform (TT),
loc, bay hoi dich loc dén khé. Hoa tan cén trong 1 ml
cloroform (TT).

Dung dich déi chiéu: Pha loang 1 thé tich dung dich thir
v6i cloroform (TT) thanh 500 thé tich.

Cdch tién hanh: Chim riéng biét 1én ban mong 10 pl mbi
dung dich trén. Trién khai sic ky dén khi dung méi di dugc
khoang 12 cm. Ly ban méng ra, & khé ngoai khéng khi
va quan sat dudi 4nh sdng tir ngoai & budc song 254 nm.
Bit ky vét phu nao trén sic ky do cua dung dich thir khéng
duge ddm mau hon vét trén sic ky d6 cia dung dich ddi
chiéu (0,2 %). B qua céc vét tai diém xudt phat.

P§ hoa tan (Phu luc 11.4)

Thiét bj: Kiéu céch khudy.

Mb6i truomg hoa tan: Pha lodng 2,5 ml dung dich acid
hydrocloric 10 % (TT) v61 nwdc thanh 250 ml.

Téc d quay: 50 r/min.

Thoi gian: 45 min.

Cdch tién hanh: Sau thoi gian hoa tan quy dinh, liy mét
phén dich hoa tan, loc. Po d¢ hip thu cia dich loc thu
dugc & budc song 264 nm. Tinh lrgng clorpheniramin
maleat da hoa tan theo A (1 %, | cm), ldy 217 la gia tri
A (1 %, 1 cm) cia clorpheniramin maleat & budc song
264 nm.
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Yéu cdu: Khéng it hon 75 % (Q) lugng clorpheniramin
maleat, C,¢HoCIN,.C,H,0,, so v&i lugng ghi trén nhén
dugc hoa tan trong 45 min.

P ddng déu ham lwgng (Phu luc 11.2)

Phuong phép sic ky long (Phy luc 5.3)

Dung dich chuén va diéu kién séc ky nhu phin Djnh lugng.
Dung dich thu: Lﬁy mat vién cho vao binh dinh mirc dung
tich 25 ml néu 1a vién c6 ham lugng 2 mg hojc binh dinh
mirc dung tich 50 ml néu Ia vién c¢6 ham lugng 4 mg, thém
20 ml pha dong, lic dén khi vién ra hoan toan, thém pha
dong dén vach, lic ky va loc.

Djnh lwgng

Phuong phap sic ky long (Phu luc 5.3).

Dung dich dém: Hoa tan 11,5 g amoni dihydrophosphat
(TT) trong nwoc, thém 1 ml acid phosphoric (TT) va pha
lodng v&i nwdc thanh 1000 ml.

Pha dong: Acetonitril - dung djch dém (20 : 80). Diéu
chinh ty 1& néu can.

Dung dich chudn: Hoa tan mét lugng clorpheniramin
maleat chuan trong pha ddng dé thu duge dung dich cé
nong dd khoang 0,08 mg/ml.

Dung dich thir: Cin 20 vién, tinh khéi lugng trung binh
vién va nghién thanh bt min. Can chinh xdc mét lugng
bt vién twong Umg véi khoidng 4 mg clorpheniramin
maleat vao binh dinh mirc 50 ml, thém 30 ml pha ddng va
lic siéu am khoang 10 min. Pha loang bing pha dong vira
da dén vach va trén déu. Loc.

Piéu kién sdc ky:

Cét kich thudc (25 cm x 4,6 mm) duoc nhdi pha tinh C
(10 pm).

Nhiét dg cot: 30 °C.

Detector quang phd tir ngoai dat & budc séng 262 nm.
Téc 46 dong: 1,0 ml/min.

Thé tich tiém: 10 pl.

Cach tién hanh:

Kiém tra tinh phu hqp cia hé thdng: Tién hanh sic ky
d6i véi dung dich chuén. Thir ty nra giai lan lugt 1a acid
maleic, clorpheniramin. Phép thir chi c6 gi4 tri khi sé dfa ly
thuyét tinh trén pic clorpheniramin khong nhod hon 4000.
Tién hanh sic ky l4n luot dbi voi dung dich chuén va dung
dich thur.

Tinh ham lugng clorpheniramin maleat, C,¢H,,CIN,.C;H,0,,
¢ trong vién dya vao dién tich pic clorpheniramin thu
duge tir sic ky dd cia dung djch thir, dung djch chuén
va ham lugng C,¢H,oCIN,.C;H,0, trong clorpheniramin
maleat chuén.

Bdo quén
Tranh 4nh sang.

Loai thudc
Khang histamin.

Ham lwgng thudng ding
2mg, 4 mg.

CLORPROMAZIN HYDROCLORID

CLORPROMAZIN HYDROCLORID

| .HCI
S CH,

Cl

C,7H,4CIN,S.HClI Ptl: 3553

Clorpromazinhydroclorid 12 3-(2-cloro-10H-phenothiazin-
10-yl)-N,N- dlmetbylpropan-l -amin hydroclorid, phai chira
tlr 99,0 % dén 101,0 % C C,;H,,CIN,S.HClI, tinh theo ché
phédm da dugc lam kho.

Tinh chét

Bot két tmh da hinh mau tring hoic gin nhu tring. Bi phéan
huy khi tiép xuc véi dnh sdng va khong khi.

Rét dé tan trong nudc, dé tan trong ethanol 96 %.

Dinh tinh

C6 thé chon mét trong hai nhém dinh tinh sau:

Nhém I: A, D.

Nhém 1I: B, C, D.

A. Phd hép thy hdng ngoai (Phu luc 4.2) cia ché phim
phai phi hgp véi phd hép thu hdng ngoai cia clorpromazin
hydroclorid chudn. Xé4c dinh bing dung dich ché phim
6,0 % trong methylen clorid (TT), sir dung cbc do day 0,1 mm.
B. Phd hap thu tir ngoai (Phu luc 4.1): Hoa tan 50,0 mg
ché pham trong dung dich acid hydrocloric 0,1 M (TT) va
pha loang thanh 500,0 ml véi ciung dung méi. Pha lodng
5,0 ml dung dich thu dugc thanh 100,0 ml bing dung dich
acid hydrocloric 0,1 M (TT). O dai buée séng tir 230 nm
dén 340 nm, dung dich thu dugc c6 2 cyc dai hz’ip thu &
budc song 254 nm va 306 nm. A (1 %, 1 cm) & budc song
254 nm tir 890 dén 960. (Chi y: Chuén bj céc dung dich
dudi 4nh sidng diu va do ngay).

C. Phuong phép sic ky 16p méng (Phu lyc 5.4).

Bdn mong: Kieselguhr G trang sdn. Thim u¢t ban mong
bing cach dit ban moéng vao binh kin chira dung dich
10 % (tt/tt) phenoxylethanol (TT) va 5 % macrogol 300 (TT)
trong aceton (TT ) sao cho ban moéng ngdp 5 mm. Khi dung
dich thim 1én dén it nhit 17 cm tinh tir mép dudi ldy ban
méng ra dé tién hanh sic ky ngay 1ap tire. Tién hanh trién
khai sic ky cling chleu v6i chidu thim wét.

Dung méi khai trién: HOn hop chira 50 ml ether dau héa
(khoang s6i 50°C- 70 °C) (TT) va 1 mldiethylamin (TT) bdo
hoa phenoxyethanol (TT) (thém 3 - 4 ml phenoxyethanol
(TT) vao hdn hgp dung djch trén lic dén khi c6 do duc
ddng nhét, gan bo phan phenoxyethanol thira).

Dung dich thir: Hoa tan 20 mg ché phim trong cloroform
(TT) va pha lodng thanh 10 ml véi cing dung méi.
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