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EUGENOL

Cdch tién hanh:
Tién hanh sic ky theo chuong trinh dung méi nhur sau:

Thoi gian Pha djng A Pha djng B
(min) (% t/tt) (% t/tt)
0-25 80 — 50 20 — 50

25-50 50 50

|
1

Cht y: Sau mdi 14n tiém, cdn bing cot bing pha dong A -

pha dong B (80 : 20), thdi gian cén bing c6 thé 1a 15 min.

Kiém tra tinh phu hop cua hé théng: Trén sic ky do cta
dung dich dbi chiéu (1), d6 phan giai giira pic etodolac va
pic tap chat H khéng nhé hon 3,0. D6 1éch chuén twong dbi
cia dién tich pic etodolac va dién tich pic tap chét H thu
dugc tir 6 lan tiém 13p lai dung dich doi chi€u (2) khong
16m hon 5,0 %. Trén sac ky d6 cua dung dich doi chiéu (3),
ty s6 tin hiéu trén nhidu cia pic etodolac va pic tap chit H

khong nho hon 10.

Tinh ham lugng phén trim tap chét H trong ché phim duwa
vao dién tich pic tap chat H trén sac ky do cua dung dich
thir, dung dich d6i chiéu (2) va nong do cua tap chat H

chuén trong dung dich dbi chiéu ).

Tinh ham lugng phén trim tap chat C (thoi gian Iuwu tuong
do: so voi etodolac khoang 0,85) va cac tap don khéc trong
ché phim, néu c6, dwa vao dién tich pic tap trén sac ky d6
cua dung dich thir, dién tich pic etodolac trén sic ky dd
ciia dung dich di chiéu (2) va nong d9 cua etodolac chuén

trong dung dich dbi chiéu (2).

Gioi han:

Tap chiat C: Khéng dugc qua 0,5 %.
Tap chét H: Khéng diroc qué 0,3 %.
Tap don khéc: Khéng dugc qua 0,2 %.

Téng cac tap chit (trir tap chat C): Khéng duoc qué 1,0 %.

Bo qua céc tap chit c6 ham lugng nho hon hodc bing

0,1 %.

Pinh legng
Phuong phap sac ky long (Phu luc 5.3).

Pha dong: Acetonitril - nude - acid phosphoric

(500 : 500 : 0,25).

Dung dich thir: Can 20 vién, tinh khéi luorng trung binh
vién va nghién thanh bét min. Cin chinh x4c mot lugng
bot vién tuong ing véi khoang 1000 mg etodolac vao binh
dinh mirc 500 ml. Thém 300 ml pha déng, lc 15 min, siéu
am 5 min, dé ngudi va thém pha dong dén vach, trén déu.
Loc, bé vai mililit dich loc d4u. Pha loang 10,0 ml dich loc
thanh 100,0 ml bang pha ddng, tron déu va loc qua mang

loc 0,45 pm ngay trudc khi sir dung.

Dung dich chuan: Dung dich chira 0,2 mg/ml etodolac

chuén trong pha dong. Dung dich pha dung trong ngay.

Dung d;ch phit hop hé théng: Dung dich chira 0,01 mg/ml
tap chat C chuin cua etodolac va 0,2 mg/ml etodolac chudn

trong pha djng.
Diéu kién sdc ky:

Cét kich thuée (25 cm x 4,6 mm) dugc nhdi pha tinh C

(10 pym).
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Detector quang phd tir ngoai dat & budc séng 274 nm,
Dung detector ddy diod cho Dinh tinh B.

Téc d6 dong: 1,5 ml/min.

Thé tich tiém: 10 pl.

Céch tién hanh: ‘ ‘
Kiém tra tinh phi hop cua hé théng: Trén séc ky do cia
dung dich pht hop hé théng, thoi gian luu tuong d6i so véi
etodolac cua tap chit C 13 0,8; do phan giai glua pic tap
chét C va pic etodolac it nhét la 2. Trén sic ky do cuia dung
dich chudn, hé s6 ddi ximg cua pic etodolac khong 16n hon
2; d6 léch chuan twong dbi cua dién tich pic etodolac thu
duoc tir 6 lan tiém 13p lai khéng lénhon 2 %.

Tinh ham lugng etodolac, C;7H, NOs, trong ché pham dyra
vao dién tich pic etodolac thu dwrgc trén sac ky do cua dung
dich thir, dung dich chudn va ham lwgng C;H,NO; trong
etodolac chuén.

Bio quén
Trong d6 dung kin, & nhiét d§ phong.

Loai thude
Thudc uc ché cyclo-oxygenase, giam dau, chong viém.

Ham lugng thwdong ding
200 mg, 300 mg, 400 mg.

H,CZ OCH,

Eugenol 14 2-methoxy-4-(prop-2-enyl)phenol.

EUGENOL

C1oH120, P.t.l: 164,2

Tinh chit

Chét long trong, khéng mau hay vang nhat, sim mau lai
khi t1ep xuc véi khong khi, c6 mui thom cua dinh huong.
Thyc té khéng tan trong nuéc va trong glyccnn dé tan
trong ethanol 70 % (tt/tt), trdn 14n dugc vdi ethanol 96 %,
acid acetic bing, ether, methylen clorid va diu béo.

Pinh tinh

C6 thé chon mét trong hai nhém dinh tinh sau:

Nhém I: A.

Nhém II: B, C, D.

A. Phd hap thy hong ngoai (Phulyc 4.2) cua ché phim phai
phu hop voi phd hap thu hong ngoai cua eugenol chuan.
B. Ché phim phai d4p img yéu ciu ciia phép thir Chi sb
khic xa.

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

Ban mong: Silica gel GF ;.

Dung méi khai trién: Ethyl acetat - toluen (1 : 9).

Dung dich thir: Hoa tan 50 pl ché phim trong ethanol
96 % (TT) va pha loang thanh 25 ml véi cing dung méi.
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Dung dich déi chiéu: Hoa tan 50 pl eugenol chuin trong
ethanol 96 % (TT) va pha lodng thanh 25 ml voi cing
dung maéi. N
Cdch tién hanh: Chim riéng biét 1én ban mong 5 pl moi
dung dich trén. Trién khai sic ky dén khi dung méi di dugc
15 cm. Lam khoé ban mong bing ludng khi lanh va quan
sat dudi dnh sdng tir ngoal & budc song 254 nm. Dung dich
thir phai cho vét chinh cé vi tri va kich thuéc giong voi vét
chinh cua dung dich d6i chiéu.

Phun ban moéng bﬁng dung dich anisaldehyd (TT), sdy ban
mong ¢ 100 °C dén 105 °C trong 10 min. Dung dich thir
phan cho vét chinh c6 vi tri, mau sac va kich thuéc gidng
véi vét chinh cia dung dich dbi chiéu.

D. Hoa tan 0,05 ml ché pham trong 2 ml ethanol 96 % ( TI)
va thém 0,1 ml dung dich sat (IIl) clorid 10,5 % (TT), mau
xanh luc ddm xuét hién va chuyén sang xanh vang trong
vong 10 min.

Ty trong twong doi
1,066 dén 1,070 (Phu luc 6.5).

Chi sb khiic xa
1,540 dén 1,542 (Phu luc 6.1).

Hop chit dimeric va oligomeric

Hoa tan 0,150 g ché pham trong ethanol (TT) va pha lodng
thanh 100,0 ml véi cing dung méi.

Do hép thu cia dung dich thu duge & budc séng 330 nm
khong dugc 16n hon 0,25.

Tap chit lién quan

Phuong phép sac ky khi (Phu luc 5.2).

Dung dich thir: Hoa tan 1,00 g ché phim trong ethanol
(TT) va pha loang thanh 5,0 ml véi cing dung méi.

Dung dich déi chiéu (1): Pha loang 1,0 ml dung dich thir
thanh 100,0 ml béng ethanol (TT).

Dung dich doi chiéu (2): Hoa tan 50 mg vanilin (TT) (tap
chat H) trong 1 ml dung dich thir v pha loang thanh 5 ml
béng ethanol (TT).

Diéu kién sdc ky:

Cot mao quan bing silica nung chay (chiéu dai 30 m,
duong kinh trong 0,25 mm) dugc trang médt 16p phim
polymethylphenylsiloxan (TT) day 0,25 pm.

Khi mang: heli disng cho sac ky khi, luu lugng 1 ml/min.
Detector ion hda ngon lra.

Ty le; chia dong: 1 : 40.

Thé tich tiém: 1 pl.

Chuong trinh nhiét d6:
Thoi gian Nhigt dp
(min) (°C) |
0-2 80 r
Cot 2-27 80 — 280
27-47 280 |
Budng tiém 250 '
Detector 280

EUGENOL

Cdch tién hanh:

Kiém tra tinh phi hgp cua hé théng: Trén séc ky dé cua
dung dich déi chiéu (2), thoi gian luu twong déi so voi
eugenol cia tap chit H it nhét 1a 1,1.

Gidi han:

Tap don bét ky: Vi méi tap chit khéng duge qué 0,5 %.
Téng tht ca cac tap chét c6 thai gian luu twong dbi so véi
eugenol 1n hon 2,0: Khong dugc qua 1,0 %.

Tng tit ca céc tap chit khong qué 3,0 %.

Bo qua nhimg tap chét c6 dién tich pic nho hon hoac bing
0,05 lan dién tich pic chinh trén sic ky d6 cta dung dich
déi chiéu (1) (0,05 %).

Ghi chit:

Tap chit A: (1R,4E,95)-4,11,11-trimethyl-8-methylenbicyclo
[7.2.0Jundec-4-en (B-caryophylen).

Tap chat B: (1E,4E,8E)-2,6,6,9-tetramethylcycloundeca-1,4,8-
trien (a-humulen, a-caryophylen).

Tap chét C: (1R,4R,6R,105)-4,12,12-trimethyl-9-methylen-5-
oxatricyclo[8.2.0.04,6]dodecan (B-caryophylen oxyd).

Tap chit D: 4-(Prop-2-enyl)phenol.

Tap chét E: 1,2-Dimethoxy-4-(prop-2-enyl)benzen (eugenol
methyl ether).

Tap chét F: (cis) 2-Methoxy-4-[(Z)-prop-1-enyl]phenol (cis-
isoeugenol).

Tap chét G: (trans) 2-Methoxy-4-[(E)-prop-1-enyl]phenol (trans-
isoeugenol).

Tap chét H: 4-Hydroxy-3-methoxybenzaldehyd (vanilin).

Tap cht I: 2-Methoxy-4-(prop-2-enyl)pheny] acetat (acetyleugenol).
Tap chét J: 1-(4-Hydroxy-3-methoxyphenyl)prop-2-enon.

Tap chat K: (E)-3-(4-hydroxy-3-methoxyphenyl)prop-2-enal
(trans-coniferyl aldehyd).

Tap chit L: 2-Methoxy-4-[3-methyl-5-(prop-2-enyl)-2,3-
dihydro benzofuran-2-yl]phenol (dehydrodi-isoeugenol).

Tap chit M: 3,3’-Dimethoxy-5,5'-bis(prop-2-enyl)biphenyl-
2,2’-diol (dehydrodieugenol).

Tap chitN, O: 2 hop chét dimer chua x4c dinh.

Tap chit P: Toluen.

Hydrocarbon

Hoa tan 1 ml ché phidm trong 5 ml dung dich natri hydroxyd
2 M (TT) va thém 30 ml nuée trong mot 6ng nghiém co nit.
Quan sat ngay, dung dich phai c6 mau vang (Phu lyc 9.3)
va trong (Phu luc 9.2).

Tro sulfat
Khéng dugce qué 0,1 % (Phu luc 9.9, phuong phap 2).
Dung 1,0 g ché phim.

Bio quin ‘
Trong bao bi kin va déng day, tranh 4nh sing.

Loai thuéc
Dung lam chit gay té tai chd trong nha khoa.
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