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kém bor (TT) dé yén 10 min, gan 16p chit long & trén hodc
loc néu can thiét. Lam lanh dung dich thu duge trong nudc
da, thém 0,5 ml dung dich natri nitrit 10 % (TT), sau 2 min
thém 1 g ure (TT), | ml dung dich 2-naphtol trong kiém
(TT) va 2 ml dung dich natri hydroxyd 10 M (TT), mau do
xuat hién. Lam lai thi nghiém nay khéng c6 bot kém, dung
dich s& khong c6 mau do.

D{ hoa tan (Phy luc 11.4)

Thiét bj: Kiéu gio quay.

Moi truomg hoa tan: 900 ml dung djch acid hydrocloric
0.1 M(TT).

Toc dé quay: 100 r/min.

Thoi gian: 45 min.

Cdch tién hanh: Sau thoi gian hoa tan quy dinh, liy dich
hoa tan, loc, bo dich loc dau, pha loang néu can. Do do hip
thy 4nh sang cua dung dich thu dugc & budce séng cyc dai
278 nm (Phu luc 4.1), c6c do day | cm, ding méi truong
hoa tan 1am mau tring.

Tinh hrgng cloramphenicol, C;,H,,CI;N,Os, da hoa tan trong
mdi nang theo A (1 %, 1 cm), lay 297 1a gid tri A (1 %, 1 cm)
cua cloramphenicol & cyuc dai hip thy 278 nm.

Yéu cau: Khéng it hon 75 % (Q) lugng cloramphenicol,
C;H;,C1;N,0s, so vai lugng ghi trén nhan dugce hoa tan
trong 45 min.

2-Amino-1-(4-nitrophenyl) propan-1,3-diol

Phwong phép sic ky long (Phy luc 5.3). Diéu kién sic ky,
dung dich phéan giai nhu mé ta trong phan Dinh lugng.
Dung djch thir: Céan chinh xac mét lugng bt vién turong
img v&i khoang 40 mg cloramphenicol va chuyén vao binh
dinh mirc 200 ml, thém khoang 100 ml pha dong, lic 10 min
dé hoa tan, thém pha dong vira di 200,0 ml, tron déu va loc.
Dung djch déi chiéu: Dung dich chira 0,0002 % 2-amino-
l-(4-mtrophenyl)propan 1,3-diol chuan trong pha djng.
Cach tien hanh:

Kiém tra tinh phi hgp cua hé théng: Trén sic ky d6 cua
dung dich phan giai, d§ phan giai giira pic cloramphenicol
va pic 2-amino-1-(4-nitrophenyl) propan-1,3-diol it nhat
1ag,0.

Tién hanh sic ky véi dung dich thir va dung dich d6i chiéu.
Gidi han: Trén sic ky d6 cua dung dich thir, dién tich cia
bat ky pic nao twong (mg véi 2-amino-1-(4-nitrophenyl)
propan-1,3-diol khéng dugc 1ém hon dién tich cua pic
tuong img trén sic ky dd cua dung dich dbi chiéu (1 %).

Dinh hrgng

Phuong phap sic ky 16ng (Phy luc 5.3).

Pha dgng: Dung djch natri pentansulfonat 0,21 % -
acetonitril - acid acetic bang (85 : 15 : 1).

Dung dich thir: Can 20 vién, x4c dinh khéi lugng trung binh
vién va nghién thanh bt min. Can chinh xic mjt lugng
bt vién twomg img v6i khoang 100 mg cloramphenicol va
chuyén vao binh dinh mic 500 ml, thém khoang 400 ml
meic, lic ki dé hoa tan, lam 4m dung dich néu cin dé hoa
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tan hoan toan. Thém nurde vira di dén vach, lic déu. Loc.
Pha lodng 25,0 ml dich loc thanh 50,0 ml bang pha déng.
Loc qua mang loc 0,45 pm.

Dung dich chudn: Pha cloramphenicol chuin trong miede dé
thu duge dung dich c¢6 nong d¢ chinh xdc khoang 0,1 %.
Pha loang 10,0 ml dung dich thu dugc thanh 100,0 ml bing
pha ddng.

Dung djch phdn gidi: Dung dich chira 0,005 % cia mdi
chat cloramphenicol chuin va 2-amino-1-(4-nitrophenyl)
propan-1,3-diol chuan trong pha dong.

Diéu kién sdc ky:

Cét kich thude (10 cm x 4,6 mm) dugce nhéi pha tinh end-
capped octadecylsilyl silica gel ding cho sdc ky (5 pm).
Detector quang phé tir ngoai & budc séng 278 nm.

Téc 3¢ dong: 2,0 ml/min.

Thé tich tiém: 10 pl.

Cdch tién hanh:

Kiém tra tinh phi hgp cua hé thong: Trén sic ky db cua
dung dich phan giai, d§ phan giai giira pic cloramphemcol va
pic 2-amino-1-(4- mtrophenyl)propan-l 3-diol it nhat la 8,0.
P§ léch chuén tucmg dbi cua dién tich pic cloramphenicol
thu dugc tir 6 lan tiém 13p lai dung dich chudn khéng lém
hon 2,0 %.

Tién hanh sic ky lan lugt véi dung dich chuéan va dung
dich thir.

Tinh ham lugng cloramphenicol, C;H,,CI;N,Os, trong
vién dya vao di¢n tich pic cloramphenicol trén sic ky
dd cua dung dich thir, dung dich chuin va ham lugng
C,,H,,C1;N,Os trong cloramphenicol chuin.

Bio quén
Trong d6 dyng kin, dé noi khé mat, tranh 4nh sang.

Loai thuée
Khang sinh.

Ham lrgng thuwdmg dung
250 mg.

KEM CLORAMPHENICOL VA
DEXAMETHASON NATRI PHOSPHAT

La kem bdi da c6 chira cloramphenicol va dexamethason
natri phosphat.

Ché phiam phai ddp (mg cac yéu cdu trong chuyén luin
“Thudc mém dung trén da va niém mac” (Phu lyc 1.12) va
céc yéu cdu sau day:

Ham lwgng cloramphenicol, C,;H;CI,N;Os, tir 90,0 %
dén 130,0 % so v&i lugng ghi trén nhan.

Ham lugng dexamethason !Iltﬂ phosphat,
C2;Hy5FNa,O4P, tir 90,0 % dén 115,0 % so vai lugng ghi
trén nhin,
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Tinh chilt
Kem mau triing ngd, thé chit mém, mjn, ddng nhét.

Djnh tinh

Chuyén mot lugng ché phdm c6 chira khodng 50 mg
cloramphenicol vao binh gan bing 50 ml ether (TT), thém
10 ml mecre, 1 k§ rdi dé phin 16p hoan toan. Chiét thém
3 IAn nira, m3i dn 25 ml ether (TT). GOp chc dich chiét
ether rbi dé bay hoi dén kho. Cén thu duge ding trong phép
thir A, dung djch nuée dung trong phép thir B nhu sau:

A. Djinh tinh cloramphenicol

Phuong phap sic ky 16p mong (Phy lyc 5.4).

Ban mong: Silica gel GF,s,.

Dung moi khai trién: Cloroform - methanol - nudc
(90:10:1).

Dung dich thie: Dung dich 1 % cén trong ethanol (TT).
Dung dich déi chiéu: Dung dich cloramphenicol chuin
1 % trong ethanol (TT).

Cdch tién hanh: Chim riéng bigt 1&n ban moéng 1 pl mbi
dung dich trén. Trién khai sic ky dén khi dung méi di dugc
khoang 15 cm. LAy ban sfic ky ra va dé kho ngoai khong
khi. Quan sét dudi dén tir ngoai ¢ budc song 254 nm. Trén
sic ky dd, vét chinh cua dung dich thir phai cé gia trj R;
twong {mg véi vét cia dung dich déi chiéu.

B. Dinh tinh dexamethason natri phosphat

Phuong phép sic ky 16p mong (Phy luc 5.4).

Ban mong: Silica gel GF 5,

Dung méi khai trién: Butanol - acid acetic bing - nude
(60 : 20 : 20).

Dung dich thir: Pha loiing dung djch thu dugc & trén, néu
chn, v&i methanol (TT) d& dugc dung dich ¢ ndng d6
dexamethason natri phosphat 0,05 % trong methanol (TT)
Dung djch déi chiéu (1): Dung djch dexamethason natri
phosphat 0,05 % trong methanol (TT).

Dung djch déi chiéu (2): Dung dich chira dexamethason
natri phosphat 0,05 % va prednisolon natri phosphat
0,05 % trong methanol (TT).

Cadch tién hanh: Chim riéng biét 1én ban méng 10 pl mdi
dung djch trén, Sau khi trién khai séc ky, ldy ban mong
ra dé kho ngoai khong khi. Sy ban mong ¢ 110 °C trong
10 min, phun Ién ban mong con dang nong dung djch acid
sulfuric trong ethanol (TT) va sy & 120 °C trong 10 min.
Dé ngudi, quan sat ban mong dudi dnh séng ban ngdy va
duéi 4nh sdng tir ngogi & budce séng 365 nm. Trén skc ky
44, biing ca hai céch quan sat, vét chinh cia dung djch thir
phai twong (mg voi vét ctia dung dich ddi chiéu (1) v& vj
tri, kich thudc va mau séic. Phép thir chi c6 gid trj khi trén
séic ky dd cua dung dich dbi chiéu (2) c6 2 vét, tuy nhién
2 vét niy c6 thé khong tach nhau hoan toan.

C. Trong phin Pinh lugng, sic ky dd cta dung djch thir
phai cho 2 pic ¢6 théi gian luu tuong (mg vai thoi gian
luvu cua pic cloramphenicol va pic dexamethason natri
phosphat thu dugc tir siic ky dd cua dung dich chudn.
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Djnh lugng

Phuong phap sic ky long (Phy luc 5.3).

Pha dgng: Dung djch kali dihydrophosphat 0,01 M -
methanol (55 : 45). Piéu chinh ty 1& néu cin.

Dung dich chudn (dugc pha ngay khi ding): Hoa tan
dexamethason natri phosphat chudn va cloramphenicol
chuén trong pha dong dé thu dugc dung dich c6 ndng do
chinh x4c 14n lugt khoang 20 pg/ml véi dexamethason
natri phosphat va 20C pg/ml véi cloramphenicol (C la ti 1é
lugng ghi trén nhin cla cloramphenicol va dexamethason
natri phosphat), loc.

Dung dich thir: Can chinh x4c mot lugng ché phim tuong
trng v&i khoang 10 mg dexamethason natri phosphat vao
cbe c6 mé 200 ml, thém 70 ml methanol (TT), dit trong
cach thuy sbi, thinh thoang lic cho tan, chuyén vao binh
dinh mirc dung tich 100 ml da cé sin 20 ml methanol (TT).
D& ngudi vé nhiét 4o phong, thém methanol (TT) téi vach,
lic déu. Chuyén 10,0 ml dung dich nay vao binh dinh mic
50 ml, thém pha dng vira du dén vach, lic déu, loc.
Diéu ki¢n sdc ky:

Cot kich thudce (25 cm x 4,0 mm) dugc nhdi pha tinh C
(5 pm), ¢t Nucleosil C18 1a thich hgp.

Detector quang phd tir ngoai dit & budc séng 280 nm
cho cloramphenicol va 254 nm cho dexamethason natri
phosphat.

Tbc 49 dong: 1,0 ml/min.

Thé tich tiém: 20 pl.

Cdch tién hanh:

Kiém tra tinh phi hgp ctia hé théng sic ky: Tién hanh sic
ky véi dung dich chuén, d¢ 1éch chudn tuong déi ciia cac
dién tich pic thu dugc tir 6 14n tiém 13p lai khéng dugc 16m
hon 2,0 %. Hé sb phén gidi ctia pic cloramphenicol va pic
dexamethason natri phosphat khéng dugc nho hon 2,5.
Tién hanh sic ky 14n lugt véi dung dich thir va dung
dich chuén.

Tinh ham lugng cloramphenicol, C,H;,Cl,N,0Os, va
dexamethason natri phosphat, C;,H,3FNa,O4P, c6 trong
I g ché phidm dva vao céc dién tich pic cloramphenicol
va dexamethason natri phosphat thu dwgc trén sic ky
d6 cua dung dich chuin, dung dich thir v ham lugng
C,,H,,C1;N,0s trong cloramphenicol chuén va ham lugng
Cy,H,3FNa,OgP trong dexamethason natri phosphat chuan.

Bdo quén
Trong bao bl kin, noi khé mét, tranh anh sang.

Logi thudce
Khang sinh, chéng viém dung ngoai da.

Ham lwgng thudng dang
Dexamethason natri phosphat 0,05 %.
Cloramphenicol 2 %.



