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NICOTINAMID
‘NICOTINAMID
N
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X CONH
CsHeN,O P.tl: 122,1

Nicotinamid la pyridin-3-carboxamid, phai chira tir 99,0 %
dén 101,0 % CsH¢N,O, tinh theo ché pham d4 1am kho.

Tinh chat

Tinh thé khong mau hay bét két tinh mau tring hodc gin
nhur tring.

Dé tan trong nudc va ethanol khan, kho tan trong methylen
clorid.

Pinh tinh

C6 thé chon mot trong hai nhom dinh tinh sau:

Nhom I: A.

Nhom II: B, C.

A. Phd hip thy hdng ngoai (Phu luc 4.2) cia ché pham
phai phit hop véi phé hip thu hdng ngoai ciia nicotinamid
chuan.

B. Diém chay: 128 °C dén 131 °C (Phu luc 6.7).

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

Ban mong: Silica gel Fs,.

Dung méi khai trién: Nudc - ethanol 96 % - methylen clorid
(4 :45:48).

Dung dich thu: Hoa tan 10 mg ché pham trong hdn hop
dong thé tich ethanol 96 % (TT) va nwoc va pha loang
thanh 10,0 ml v&i cung dung méi.

Dung dich doi chiéu: Hoa tan 10 mg nicotinamid chuan
trong hdn hop déng thé tich ethanol 96 % (TT) va nude va
pha loang thanh 10,0 ml véi cing dung moi.

Céch tién hanh: Chim riéng biét [én ban mong 5 pl mbi
dung dich trén. Trién khai sic ky dén khi dung méi di dugc
2/3 ban mong, 14y ban mong ra dé kho ngodi khong khi,
quan sat dum 4nh sang tir ngoai & budc séng 254 nm. Vét
chinh tren sc ky d6 thu duge cua dung dich thir phal tuong
{mg vé vi tri va kich thudc véi vét thu duoc trén sic ky do
ctia dung dich ddi chiéu.

D) trong va mau sic cia dung dich

Dung dich S: Hoa tan 2,5 g ché pham trong nudc khong
¢6 carbon dioxyd (TT) va pha lodng thanh 50 ml vdi cung
dung méi.

Dung dich S phai trong (Phu luc 9.2) va mau khong duoce
dam hon mau mau VN5 (Phu luc 9.3, phuong phap 2).

pH
Dung dich S phai c6 pH tir 6,0 dén 7,5 (Phu luc 6.2).

Tap chit lién quan
Phuong phép sac ky 1ong (Phu lyc 5.3).
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Pha dgng A: Tron 5,0 ml acid acetic loang (TT), 900 m|
nwde, 30 ml dung dich amoniac Iaang (TTy, 15 m|
acetomml (TT), pha loang thanh 1 L bang nwéc dung chg
sdc ky (TT).

Pha déng B: Acetonitril - pha dong 4 (50 : 50).

Dung dich thu:: Hoa tan 0,200 g ché pham trong pha dong
A 10i pha loang thanh 200,0 ml v&i cung dung méi.

Dung dich doi chiéu (1): Pha loang 1,0 ml dung dich thi
thanh 100,0 ml bing pha dong A. Pha lodng 1,0 ml dung
dich thu dugc thanh 10,0 ml bing pha dong A.

Dung dich doi chiéu (2): Hoa tan 5 mg isonicotinamid (tap
chat D) trong vira di 100,0 ml dung dich thir. Pha lodng
1,0 ml dung dich thu dugc thanh 25,0 ml bang dung dich
thr.

Piéu kién sdc ky:

Cét kich thude (15 cm x 4,6 mm) dugc nhdi pha tinh base-
deactivated end-capped octadecylsilyl silica gel ding cho
sdc ky (3 pm).

Detector quang phé tir ngoai & budc séng 264 nm.

Téc do dong: 1,0 ml/min.

Thé tich tiém: 20 pl.

Cdch tién hanh

Tién hanh séc ky theo chuong trinh dung méi nhu sau:

}r Thei gian Pha dong A Pha djng B |
(min) (% tt/tt) (% t/tt)
0-2 98 2
2-16 98 —0 2— 100

Sir dung séc ky dé cua dung dich ddi chiéu (2) dé xac dinh
pic cia tap chat D.

Théi gian lwu trong d6i so véi nicotinamid (thoi gian luu
khoang 7 min): Tap chét D khoang 0,9.

Kiém tra tinh phu hop cta hé théng: Trén sic ky dd cua
dung dich ddi chiéu (2), d phén giai giira tap pic tap chit
D va pic nicotinamid it nhat 1a 2.,0.

Tinh ham lugng phan tram céc tap chét dya vao nong d¢
ctia nicotinamid trong dung dich déi chiéu (1).

Gioi han:

Tap chét bét ki: V&i mdi tap chét, khong duoc qua 0,10 %.
Tong tap chat: Khong duoc qué 0,2 %.

B6 qua cic tap chit c6 ham lugng duéi 0,05 %.

Ghi chu:

Tap chat A: Acid pyridin-3-carboxylic (acid nicotinic).
Tap chét B: Pyridin-3-carbonitril.

Tap chét C: Pyridin-2-carboxamid (picolinamid).
Tap chat D: Pyridin-4-carboxamid (isonicotinamid).

Tap chét E: Pyridin-3-carboxamid 1-oxid (nicotinamid N-oxid).
Mit khdi lugng do 1am khé

Khéng duge qué 0,5 % (Phu luc 9.6).

(1,000 g; chan khong, 18 h).

Tro sulfat

Khoéng dugc qua 0,1 % (Phu luc 9.9, phuong phap 2).
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NANG NIFUROXAZID

pang 108 ché phim.

pinh lreng
Hoa tan 0,100 g ché Phﬁm trong 50 ml acid acetic khan
). Chuin d9 biing dung djch acid percioric 0,1 N (CD).
xdc dinh d1cm twong duong bing phuong phdp chudn do
4o dién thé (Phuy lyc 10.2).
| ml dung dich acid percloric 0,1 N (CP) trong duong vai
12,21 mg CeHeN; 0.

Biio qu:’m
Trong 46 dyng kin, trénh anh sang.

Loai th ude
vitamin nhom B.

Ché pham
Vién nén, thudc tiém.

NANG NIFUROXAZID

L nang ctmg chira nifuroxazid.
Ché phdm phm dap (g céc yéu cau trong chuyén luan
“Thuée nang” (Phy luc 1.13) va cac y€u cau sau day:

Ham lugng nifuroxazid, C,,H;N;Oq, tir 95,0 % dén 105,0 %
so voi luong ghi trén nhan.

Pjnh tinh

A. Cin chinh xdc mdt lugng bdt thude trong nang tuong
ing voi khoang 80 mg nifuroxazid vao binh dinh murc
200 ml, thém methoxyethanol (TT) dén dinh muc, lic 90 min
v loc. Pha lodng 2,0 ml dich loc thanh 200,0 ml bang
methanol (TT). Do phé hap thu tir ngoai (Phuy luc 4.1) cia
dung dich thu dugc trong khoang budc song tir 220 nm
dén 420 nm, dung dich thu dugc phai cho 2 cue dai hap thy
o budc song 287 nm + 2 nm, 367 nm + 2 nmva mot cuc
tidu hdp thu & budc song 315 nm = 2 nm. Luu y: Tién hanh
trong diéu kién tranh anh sang.

B. Trong phin Dinh lugng, pic chinh trén sic ky 46 cua
dung dich thir phai co tho‘l gian luu trong Ung vai thoi gian
Iwu ciia pic chinh trén sic ky d6 cia dung dich chuan.

D¢ ra (Phu luc 11.6)
Khong duge qua 20 min.

Tap chit lign quan

PhUUﬂg phap sic ky long (Phu luc 5.3). Pha déng, diéu
kién sic ky nhu mo ta & phén Dinh luong.

Tién hanh trong diéu kién tranh anh sang va ding dung cu
thiy tinh toi mau.

Dung dich thir: Can chinh xac mt lugng bot thudc tuong
img véi khoang 100 mg nifuroxazid vao binh dinh mirc
100 ml, Thém 20 ml dimethylsufoxid (TT), lac 15 min
de phan tan déu. Thém methanol (TT) dén vach va loc.
Pha lodng 10,0 ml dich loc thanh 20,0 ml bang hon hop

Mmethanol - nuée (40 : 60).

Dung djch thic dg nhay: Can chinh xac 20 mg nifuroxazid

chuidn vao binh dinh mac 100 ml. Hoa tan bing 4 ml

dimethylsufoxid (TT). Thém methanol (TT) dén vach. Pha

lodng 5,0 ml dung dijch nay thanh 100,0 ml bing methanol

(TT). Pha lodng 5,0 ml dung djch thu dugc thanh 100,0 ml

bing han hgp methanol - nude (40 : 60).

Cdch tién hanh:

Kiém tra tinh phi hgp cua h¢ thong Tién hanh sac ky

dung dich thir do nhay, trén sic ky dd thu du‘qc ty so tin

hi¢u trén nhiéu it nhét 1a 10. S6 dia 1y thuyet tinh trén pIC

nifuroxazid thu dugc trén séc ky dé cua dung dich chuén

cua myc E);nh lwong khong nho hon 3000.

Tién hanh séc ky dung dich thir voi thoi gian gap 3 ]an thoi

glan luu cta nifuroxazid. Tinh phan trim tap chat néu c6
biang phuong phap chuin hoa. Bo qua céc pic ¢6 dién tich

nho hon dién tich pic thu duge tir dung dich thir d nhay.

Gidi han:

M3i tap chit khong dugc qué 0,2 %.

Tong tap khong duge qua 0,5 %.

Pinh lugng

Phuong phap sac ky long (Phu lyc 5. 3). Tién hanh trong
diéu kién tranh dnh sang va dung dung cu thuy tinh t6i mau.
Pha d¢ng: Methanol - dung dich acid formic 0,1 M (40 : 60).
Dung dich thir: Can 20 nang, tinh khéi lugng trung binh
cua bot thude trong nang va ng,hlcn thanh bot min. Can
chinh xac mét lugng bot thude twong ung véi khoang
100 mg nifuroxazid vao binh dinh mic 100 ml. Thém 20 ml
dimethyl sufoxid (TT), lac 15 min. Thém methanol (TT)
dén vach va loc. Pha loang 5,0 ml dich loc thanh 50,0 ml
bang hon hop methanol - nuwde (40 : 60).

Dung dich chudn: Can chinh xac 100 mg nifuroxazid chuan
vao binh dinh mic 100 ml. Hoa tan bang 20 ml dimethyl
sufoxid (TT) va thém methanol (TT) dén vach. Pha loing
5,0 ml dung dich thu duoc thanh 50,0 ml bang hon hop
methanol - nuoc (40 : 60).

Piéu kién sdac ky:

Cot kich thude (15 cm * 4,6 mm) duge nhdi pha tinh C
(5 um). |

Detector quang phé tir ngoai dit & budc song 270 nm.

Téc do dong: 1,3 ml/min.

Thé tich tiém: 20 pl.

Kiém tra tinh phu hop cua hé théng: Tién hanh sic ky dung
dich chuan, trén sac ky do thu dugc hé s6 doi xng cua pic
nifuroxazid khong 16n hon 1,5 va d6 1éch chuan twong déi
cua "diff:n tich pic thu duge tir 6 lan tiém lap lai dung dich
chuan khong lon hon 2,0 %.

Tién hanh sic ky lan lugt dung dich chuén va dung dich th.
Tir)nh h_z"im lugng phan tram nifuroxazid, C,,H,N,0s, trong
ché pham dya vao dién tich pic thu duge trén sic ky do cua
dung dich thu, dung dich chuan va ham lugng C,,HsN;Os
cua nifuroxazid chuan.
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