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ETHYLCELULOSE

pha dong, dé yén cho rd hoan toan, siéu 4m 10 min. Ly tim
va dung 16p dich trong & trén.

Doéi voi vién nén cé ham heong bdng hodc nhé hon 50 ug:
Chuyén 1 vién nén vao binh nén thich hop ¢6 nit mai.
Thém 5,0 ml pha dong, dé yén cho ra hoan toan, siéu 4m
10 min. Ly tdm va dung 16p dich trong & trén.

Dung dich chudn: Hoa tan ethinylestradiol chuin trong
pha dong dé thu dugc dung dich ¢ nong do tuong duong
voi dung dich thar.

Diéu kién sac ky:

Cot kich thudc (20 cm x 4,6 mm) dugc nhdi pha tinh C
(5 pm). ]

Detector quang pho tir ngoai dit & budc séng 280 nm.
Téc d6 dong: 1,5 mU/min.

Thé tich tiém: 100 pl hodc 200 pl.

Cach tién hanh: Tiém lan lugt cic dung dich chuin va
dung dich thir. Ghi lai sic ky d6.

Tir dién tich pic thu duoc trén sic ky db cna dung dich
thir, dung dich chuin va ham luong CyH,,0, trong
ethinylestradiol chuin, tinh ham lugng ethinylestradiol,
C,oH2405, trong mdi vién.

Dinh lrong )
Ham lugng ethinylestradiol dugc tinh‘bz*mg cach lay trung
binh 10 két qua thu dugc & muc P$ dong déu ham luong.

Bio quan

Dé noi khé mat, tranh anh séng.
Loai thude

Estrogen.

Ham lwgng thwong ding
10 pg; 50 pg; 1 mg.

ETHYLCELULOSE

Ethylcelulose 14 celulose dirgc O-ethyl héa mdt phan, phai
chira tir 44,0 % dén 51,0 % nhém ethoxy (-OC,H), tinh
theo ché phdm di lam khé. Cé thé chira chét chéng oxy
héa thich hgp.

Tinh chit

Bot com hay bdt mau tring hoic tring nga. Tan trong
methylen clorid va trong hén hop gém 20 g ethanol
96 % va 80 g toluen, kho tan trong ethyl acetat va methanol,
thuc té khong tan trong nudc, glycerin 85 % va propylen
glycol. Dich chira ethylcelulose c6 thé duc nhe.

Pinh tinh

A. Phd hip thu héng ngoal (Phy lyc 4.2) cia ché phim
phai phi hop véi phé hip thy hong ngoai cua ethylcelulose
chuin. Hoa tan 40 mg ché phim trong 1 ml methylen
clorid (TT). Trai 2 giot dung dich nay vao giira hai dia natri
clorid, bo mdt tim ra dé bay hoi dung méi va tién hanh do.
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B. Ché phim phai dép img yéu cau giéi han ham lugng
trong phin Pinh lugng.

Giéi han acid - kiém

Thém 25 ml nwoc khéng co carbon dioxyd (TT) vao
0,5 g ché phdm va lic 15 min. Loc qua phéu loc thiy tinh
x6p s6 40. Lay 10 ml dich loc, thém 0,1 ml dung dich
phenolphthalein (TT) va 0,5 ml dung dich natri hydroxyd
0,01 N (CP), dung dich phai c6 mau hong. Lay 10 ml dich
loc, thém 0,1 ml dung dich do methyl (TT) va 0,5 ml dung
dich acid hydrocloric 0,01 N (CP), dung dich phai c6
mau do.

Do nhét

80,0 % dén 120,0 % gi4 trj ghi trén nhan déi v&i ché phim
c6 do nhét ghi trén nhan 16m hon 6 mPa-s va 75,0 % dén
140,0 % gi4 tri ghi trén nhan ddi véi ché pham c6 do nhat
ghi trén nhan khong 16n hon 6 mPa-s.

Lic mot lwgng trong duong 5,00 g ché phim da lam khé
v6i 95 g hdn hop gdm 20 g ethanol 96 % (TT) va 80 g
toluen (TT) &én khi ché phdm tan hoan toan. Xac dinh )
nhét & 25 °C bang nhét ké mao quan (Phu luc 6.3).

Acetaldehyd

Khéng duge qua 100 phén triéu.

Céin 3,0 g ché phidm vio binh nén nat mai dung tich
250 ml, thém 10 ml ruée va lac co hoc 1 h. P& yén 24 b,
loc va pha lodng dich loc thanh 100,0 ml bing muwdc
(dung dich A). L4y 5,0 ml dung dich A véo binh dinh mirc
25ml, thém 5 ml dung dich methylbenzothiazolon hydrazon
hydroclorid (TT) 0,05 % va dun néng trong céach thuy &
60 °C trong 5 min. Thém 2 ml thuéc thir sdt (Ill) clorid -
acid sulfamic (TT) va txep tuc dun néng trong cach thuy
& 60 °C trong 5 min. P& ngudi va thém nudc dén vach.
Dung dich khéng dugc ¢6 mau ddm hon mau cia dung
dich dbi chiéu dugc chudn bi cling thoi gian va tuong t
nhu dung dich thir bing cach thay 5,0 ml dung dich A bing
5,0 ml dung dich thu dugc khi pha lodng 3,0 ml dung dich
acetaldehyd mdu 100 phén triéu C,H,0 trong medc (TT)
thanh 100,0 ml bing rudrc.

Clorid

Khéng duogc qua 0,1 % (Phu luc 9.4.5).

Phén tin 0,250 g ché phim trong 50 ml nwdc, dun dén soi
va dé ngudi, thinh thoang lic. Loc va bé 10 ml dich loc
dau. Pha loang 10 ml dich loc thanh 15 ml b?mg nuoc
dé thr.

Mit khdi lwgng do 1am khé
Khéng dugc qué 3,0 % (Phu luc 9.6).
(1,000 g, 105 °C, 2 h).

Tro sulfat
Khong dugc qyé 0,_5 % (Phu luc 9.9, phuong phap 2).
Dung 1,0 g ché pham.
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Dinh lrgng

Phuong phéap sac ky khi (Phy luc 5.2).

Lieu y: Acid hydriodic va cdc san pham tao thanh do phan
img ctia nd vori ché phdm rdt dgc hai. Thiee hign 14t ed cde
budc chudn bj dung djch thir va chudn trong tu hut,

Dung djch chudn ngi: Ly 10 ml o-xylen (TT), thém 0,5 ml
octan (TT) va pha loang thanh 100,0 ml bang o-xylen (TT).
Dung djch thir: Lay 30,0 mg ché phdm (d4 lam kho), thém
60 mg acid adipic (TT) vao l¢ phan ing thanh day, dung
tich 5 ml c6 nép day kiéu septum chju 4p sudt. Thém cén
than 2,0 ml dung dich chuén ndi va 1,0 ml acid hydriodic
(TT), ngay l4p tirc ddy cht lo v can chinh x4c khdi lugng
(khéi luong trude khi dun). Khong lic lo phan (g bing
tay truéc khi dun, a3t lo vao mot ti sy hogc 16 dun thich
hgp c6 by phéan diéu chinh nhiét 49 sao cho duy tri nhiét
do trong lo & (115 + 2) °C trong 70 min. Dé ngufi va can
lai (khoi lwgng sau khi dun). Néu khéi lugng hai 14n cdn
(trude khi dun va sau khi dun) khac nhau quéa 10 mg thi bé
hdn hop va lam lai. Sau khi tach 16p, dung bom kim tiém
da dugc lam lanh xuyén qua nip lo phan (ng dé ]éy mdt
thé tich vira dui cta 16p trén 1am dung dich thir.

Dung djch chudn: Lay 60 mg acid adipic (TT) va 2,00 ml
dung dich chuan ndi vao lg phan tmg dung tich 5 ml khac,
thém 1,0 ml acid hydriodic (TT). Day chit lg ngay va can
chinh xac khéi lugng. Sau d6 tiém 25 pl iodoethan (TT)
vao lo, cén lai 1o va l4c déu. DBé cho tach 16p, dung bom
kim tiém d3 dugc lam lanh xuyén qua nap lo phan (mg'dé
ldy mt thé tich vira du cua 16p trén lam dung dich chudn,
Diéu ki¢n sdc ky:

Cot silica nung chay (30 m % 0,53 mm) dugc phi pha tinh
poly(dimethyl) siloxan (TT), 16p phim day 3 pm.

Khi mang: Heli diing cho sdc ky (TT).

Téc d dong: 4,2 ml/min.

Ty 1é chia dong la 1 : 40.

Detector: Ion héa ngon lira.

Nhiét do:
Théi gian Nhiét aj
(min) (°C)
0-3 50
3-8 50 — 100
cat 8-12 100 — 250
12 -20 250
Budng tiém 250
Detector 280
Thé tich tiém: 1 pl.
Cach tién hanh:

Tién hanh sic ky dung dich chudn. Théi gian luu tvong déi
%0 vGi octan (thdi gian luu khoang 10 min) cia iodoethan
khoang 0,6.

Kiém tra tinh phit hop ciia hé théng: Trén séc ky db cua
dung djch chudn, d6 phén giai gitra pic iodoethan va pic
octan it nhét 1a 5,0; 49 léch chuln twong dbi cia hé sb dap
(mg (R) ctia iodoethan thu dugc tir 6 14n tiém 13p 13i khong
16n hon 2,0 %.

ETODOLAC

Tinh hé sb d4p (mg (R) ca iodoethan theo cing thirc sau:
(A, # W, 2 CY(A, % 100)
Trong 46:
A ul: dién tich pic chuln ndi trén shc ky db cia dung dich
chuan;
A; 14 dién tich pic cia iodoethan trén sfc kg db cua dung
dich chuén;
W, la khbi lugng cia iodoethan (TT) trong dung dich
chudn (mg);
C 14 ham lugng phan tram cha iodoethan (TT).
Tién hanh séc k¢ voi dung dich thir,
Ham lugng phan trim (k)/kl) cia nhém ethoxy duge tinh
bang cong thirc sau:
(Ag 7 R 7 M, # 100)(A; 7 Wy 7 My)
Trong d6:
Ay 1a dién tich pic chuén ndi trén shc ky 86 ciia dung dich thir;
Aqla dién tich pic iodoethan trén shc ky 4 cia dung
dich thir;
R 14 hé sb d4p (g cia iodoethan tinh dugc & trén;
M, 14 khdi lugng phén tir cita nhém ethoxy (45,15,
M, 14 khoi lugng phan tir cida iodoethan (156,0);
W, la lugng mau thir (42 1am khd) trong dung dich thir (mg).

B4o quén
Trong 46 dyng kin, trdnh 4nh sang.

Nhin

Trén nhin quy dinh 4§ nhét tinh theo milipas’cal.giéy cho
dung dich 5 % (kI/kl). Tén va ham lugng chit chong oxy
héa 44 thém vao ché phim (néu c6).

Logi thube
T4 duge.

CAC PAC TINH LIEN QUAN PEN CONG DUNG CUA
NGUYEN LIEU

Chc d4c tinh vé& 49 nh6t, marc dd thé nhoém ethoxy cé thé
lién quan dén viéc sir dyng ethylcelulose 1am t4 duge
két dinh va tgo phim va c6 thé dugc dua vao tiéu chudn
chét lugng.

ETODOLAC

C,-HzyNO, P.LI: 2674

Etodolac 1a acid [(1RS)-1,8-diethyl-1,3,4,9-tetrahydro-
pyrano[3,4-bJindol-1-ylJacetic, phai chira tir 98,0 % dén
102,0% C”H“NO;, tinh theo phﬁm khan.
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