Nghién ctru khoa hoc céng nghé
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VO1 MOT SO AXIT HYDRAZID THOM
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1. PAT VAN PE

Zerumbone (2,6,9,9 - tetramethyl-[2E, 6E, 10E] - cycloundeca-2,6,10-trien-1-
on) la mdt sesquiterpen dugc phan lap tir cdy gung gid (Zingiber Zerumbet Smith),
phan b rong rdi & Pong Nam A [1]. V& mit cdu tao, sesquitecpen nay c6 chira hop
phan ¢, f-keton khong no, mot ndi déi biét 1ap & vi tri s6 6 va 2 nhém methyl ¢ dang
gemdimethyl & vi tri s6 9. Mot vai nghién ctru gan day da cho thay zerumbone c6
kha nang e ché hidu qua sy hinh thanh va phat trién cia mot s6 dong té bao ung thu
nhu ung thu dai trang [2, 3], ung thu vu [2], ung thu méu [4, 1]... nhung khong lam
anh huong dén cac té bao thuong [2]. Ngoai ra, cac dan xuit cuia zerumbone ciing
thé hién nhiéu hoat tinh sinh hoc nhu chdng ung thu, chdng oxi hoa... [5]. Cac bao
cao cling chi ra réng hau hét cac bién d6i hoa hoc déu dugc tap trung ¢ hai trung tam
phan tng cua zerumbone 13 ndi d6i biét 1ap va hé lién hop a, f-keton khong no, trong
dé mot trong cac hudng da dugc nghién cuu la can thi¢p vao ndi d6i biét 1ap dé tao
ra hop chét trung gian quan trong zerumbone oxit bang phan tng clia zerumbone véi
tac nhan oxi hoa 1a m-CPBA & nhiét d6 thép.

Céc hydrazid 1a mot trong cac dan xuat dién hinh cta axit carboxylic. Hop
chat nay thé hién nhiéu hoat tinh sinh hoc bao gdm khang vi sinh vt [6], chong ung
thu [7], chong viém [8], khang virus [9], va chdng sdt rét [10]. Mit khac, cac
hydrazid ciing d& dang chuyén hoa thanh nhém chét c6 hoat tinh hip dan hydrazid -
hydrazon bang phan tmg véi cac hop chat chira nhom carbonyl trong d6 c6 zerumbone.

Trong bai bao ndy, chung ti gidi thiéu két qua tong hop cac dan xuit méi
hydrazid - hydrazon ctia zerumbone bang phan ing ngung tu zerumbone oxit vdi cac
axit hydrazid thom va xéac dinh céu tric cta chung.

2. POI TUQNG VA PHUONG PHAP NGHIEN CUU

Zerumbone va zerumbone oxit dugc phan 1ap va téng hop tai Phong Vat li¢u,
Vién Do bén nhiét dai, Trung tam Nhi¢t déi Viet - Nga. Piém néng chdy dugc do
trén may Bamstead Electrothermal 9100 cua Anh, tbc do gia nhiét 1°C/phut. Tién
trinh phan Gng dugc theo ddi bang sic ky ban mong voi hé dung méi n-
hexan/EtOAc. Phd cong hudng tir hat nhan 'H va °C duoc do trén may AVANCE
Spectrometer (BRUCKER, Germany) & cac tan s6 500 MHz va 125 MHz, dung moi
DMSO-d va phé MS do trén may LC-MSD-Trap-SL. Cac loai phd déu dugc do tai
Trung tdm cac phuong phap pho tng dung, Vién Hoa hoc, Vién Han 1am Khoa hoc
va Cong ngh¢ Vi¢t Nam.

48 Tap chi Khoa hoc va Céng nghé nhiét d&i, S6 08, 6 - 2015



Nghién ctru khoa hoc c6ng nghé

2.1. Tong hop zerumbone oxit
0 O

| | acid m-chloroperbenzoic | |

Y

N o

Nho tir tir ting giot dung dich dugc diéu ché tir 1,2 g (7 mmol) axit m-
chloroperbenzoic (m-CPBA) trong 30 ml CH,Cl, vao hon hop ctia 1,22 g (5,6 mmol)
zerumbone trong 20 ml CH,Cl, sao cho nhiét do phan tmg luén duy tri & -5 + 0°C.
Qué trinh phan tng dugc kiém tra bang sic ky 16p mong véi hé dung méi n-hexan:
EtOAc / 17:3. Sau khi két thiic phan tng (4h) thém 10 ml Na,CO;3 5% (pH=9) vao
hdn hop phan tng, sau d6 chiét 1ay phan hitu co, rira bang nudc dén pH=7, 1am kho
bang Na,SO, khan, cat loai dung méi thu dugc san pham tho. San pham tho duge
tinh ché bang sic ky cot silicagel v6i hé dung moi n-hexan:EtOAc / 17:3 thu san
pham tinh khiét c6 Dy = 97 - 98°C. Phd "H NMR (DMSO - dy), 65 (ppm): 6,08 (s,
2H, H-11, H-10), 6,11 (quartet of d, 1H, J=9,5, 1,5, H-3), 2,81 (1H, dd, /=11, 1,5
Hz, H-7), 2,28-2,45 (2H, m, H-4), 2,1-2,15 (1H, m, H-5), 1,8 (1H, d, J= 14,0 Hz, H-
8), 1,75 (3H, s, H-12), 1,41 (1H, dd, J= 14,0, 11,2 Hz, H-8), 1,27-1,33 (1H, m, H-5),
1,27 (3H, s, CHs-14 hodc 15), 1,15 (3H, s, CH3-13), 1,03 (3H, s, CH3-15 hoac 14);
BC NMR (DMSO - dy), 6 (ppm): 202,1 (C1), 159,16 (C10), 147,79 (C3), 138,59
(C2), 128,07 (C11), 61,43 (C7), 61,0 (C6), 42,07 (C8), 37,42 (CS5), 35,65 (C9), 29,41
(CHs-14 hodc 15), 24,33 (C4), 23,6 (CHs-15 hodc 14), 15,4 (CH3-13), 11,88 (CH3-
12); Phé MS: m/z 257,06 ((M+Na]"), pic co s& 100%, 235,08 ([M+H]").

2.2. Tong hop céc axit hydrazid thom

I P!
NH,NH 3
RN Noon, o RTNYT NANG
|/ C,HOH,t° 45/ _Z¢
R' 5

Cho 10 mmol este thom va 15 ml ethanol vao binh ciu day tron dung tich 50
ml. Khqu déu cho dén khi chét rin tan hét thi thém vao va 6 ml NH,NH,.H,0 80%.
Pun hdi luu hdn hop phan tng, dong thoi kiém tra su két thiic ctia phan tng bang
sdc ky ban mong v6i hé dung moéi EtOAc/n-hexan: 3/1. Thoi gian phan tng tir 3-4h.
Hdn hop phan tng dugce dem ¢6 can dung moi dudi ap suét giam thu dugce san phim
thd. San pham nay dugc két tinh lai trong ethanol 96% thu dwoc san phim sach
(bang 1).
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Bang 1. Két qua diéu ché cac axit hydrazid thom la - g

Ki | Tinh . |Hiu PhoMS|
hicu | thé P, "C) | suat (m/z) Pho 'H NMR (DMSO - dg), ou (ppm)
; (%) | [M-H]"
7,82 (d, 2H, J= 7,5 Hz, H-7 & H-3),
g 7,40 (t, 2H, J= 7,5 Hz, H-3 & H-4),
la |trang | 112.0-113,0 | 81 135 7,50 (t, 1H, J= 7.5 Hz, H-4), 9,78 (s,
1H, NH), 4,48 (s, 2H, NH,).
) 7,63 (s, 1H, H-7), 8,36 (d, 1H, J= 8,0
trang Hz, H-4), 7,77 (t, 1H, J= 8,0 Hz, H-4),
1b nga 153,4-154,2| 83 | 179,97 8,25 (d, 1H, J= 8,0 Hz, H-3), 10,16 (s,
1H, NH), 4,62 (s, 2H, NH>).
8,04 (d, 2H, J= 8,5 Hz, H-7 & H-3),
1c | vang [210,0-211,0| 75 | 179,97 | 8,29 (d, 2H, J=9,0 Hz, H-3 & H-4),
10,13 (s, 1H, NH), 4,65 (s, 2H, NH,).
6,97 (d, 2H, J=9,0 Hz, H-7 & H-3),
‘ 7,79 (d, 2H, J= 8,5 Hz, H-3 & H-4),
1d |trang | 136,0-137,0 | 71 | 164,98 961 ((s, 1H, NH), 441 (s, 2H. NHz)),
3,79 (s, 3H, OCH3).
8,96 (d of s, 1H, J=1,5 Hz, H-7), 8,68
(dd, 1H, J=5,5; 1,5 Hz, H-4), 8,15 (t of
le tréng 154,0-155,0 | 79 | 135,97 |d, 1H, J=8,0;2,0 Hz, H-4), 7,48 (d of t,
1H, J=6,5; 3,0 Hz, H-4), 9,96 (s, 1H,
NH), 4,58 (s, 2H, NH,).
tréng 7,52 (d, 2H, J = 8,5 Hz, H-7 & H-3),
1g nga 163,0-164,0| 72 | 168,91 | 7,83 (d, 2H, J= 8,5 Hz, H-3 & H-4),

9,85 (s, 1H, NH), 4,52 (s, 2H, NH,).

NHNH, .
CH,COOH

2.3. Ngung tu 2,3-epoxid zerumbone véi cac axit hydrazid thom

2k

EtOH

R=C; R'= H (a), 3-NO, (b), 4-NO, (c), 4-OCH, (d), 4-Cl (g)

R=N, R=H (e)
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Cho 1 mmol (0,234 g) zerumbone oxit va 5 ml ethanol khan vao binh cau
dung tich 50 ml két hop khudy tir. Thém vao binh cau 1,2 mmol axit hydrazid thom
(1a-g), sau d6 cho thém ethanol khan dén khi axit hydrazid tan hét, cho dung dich
trong su6t. Nho giot tir tir 4 ml axit acetic bang va dun hdi Iuu hdn hgp phan tmg
trén bép khudy tir cho dén khi sic ky ban moéng (n-hexan/EtOAc) chi ra rang
zerumbone oxit dd chuyén hoa hét. Sau khi loai bé dung méi, san pham phan tmg
dugc chay sic ky cot véi hé dung moi n-hexan/EtOAc, tiép theo 1a két tinh lai trong
hé n-hexan/EtOAc di chay cot dé thu san pham 2a-g.

Dir liéu cac loai pho xac dinh cau truac cac chat2a — 2g

Hop chit 2a (cong thuie phan tir: CnHxgN2Os, tén: (£)-N'~((4E,7E)-1,5,9,9-
tetramethyl-12-oxabicyclo[9.1.0]dodeca-4,7-dien-6-ylidene)benzohydrazide): H¢ dung
moi: n-Hexan / EtOAc : 2/1. tinh thé mau trang, Py (°C) = 227,5-229,5; hiéu suét
37,1%; '"H NMR (DMSO - dg), ou (ppm): 1,78 (d, 1H, J = 13,5 Hz, H-8), 1,4 (dd,
1H, J = 13,5 Hz; 11,25 Hz, H-8), 2,76 (dd, 1H, J = 11,25 Hz; 1,5 Hz, H-7), 2,1 (d,
1H, J = 13,0 Hz, H-4), 1,23-1,31 (m, 1H, H-4), 2,23-2,4 (m, 2H, H-5), 5,68 (dd, 1H,
J=10,0 Hz; 1,5 Hz, H-3), 6,58 (d, 1H, J = 16,5 Hz, H-11), 5,75 (d, 1H, J= 16,5 Hz,
H-10), 1,13 (s, 3H, H-13), 1,89 (s, 3H, H-12), 1,33 (s, 3H, H-14 hoac 15), 1,07 (s,
3H, H-14 hoac 15), 7,78 (dd, 2H, J= 7,5 Hz;1,5 Hz, H-2’& 6°), 7,47 (t, 2H, J=17.5
Hz, H-3'& 5°), 7,36 (t, 1H, J =75 Hz, H-4), 10,14 (s, 1H, NH); “C NMR (DMSO -
dg), 0 (ppm): 41,97 (C-8), 61,4 (C-7), 60,61 (C-6), 37,65 (C-5), 23,02 (C-4), 139,98
(C-3), 136,85 (C-2), 128,9 (C-1), 120,96 (C-11), 153,75 (C-10), 35,65 (C-9), 14,98
(C-13), 13,92 (C-12), 29,61 (C-14), 23,93 (C-15), 134,069 C-1°, 127,75 (C-2’,C-
6’,C-3°,C-5%), 130,71 (C-4"); Pho MS: m/z 353,13 ([M+H]"), pic co so 100%.

Hop chit 2b (cong thirc phan tir: CyHy N3Oy, tén: (Z)-3-nitro-N'-((4E,7E)-
1,5,9,9-tetramethyl-12-oxabicyclo[9.1.0]dodeca-4,7-dien-6-ylidene)benzohydrazide):
Hé dung mdi: n-Hexan / EtOAc : 2/1. Tinh thé mau tring, Dy (°C) = 183,4-184,6;
higu suét 43,3%; '"H NMR (DMSO - dy), oy (ppm): 1,79 (d, 1H, J = 13 Hz, H-8),
1,41 (dd, 1H, J = 13,5 Hz; 11,5 Hz, H-8), 2,76 (dd, 1H, J= 11 Hz; 1,5 Hz, H-7), 2,1
(d, 1H, J = 13,25 Hz, H-4), 1,12-1,31 (m, 1H, H-4), 2,22-2.4 (m, 2H, H-5), 5,71 (dd,
1H, J = 9,75 Hz; 1,25 Hz, H-3), 6,58 (d, 1H, J = 16,5 Hz, H-11), 5,77 (d, IH, J =
16,5 Hz, H-10), 1,13 (s, 3H, H-13), 1,87 (s, 3H, H-12), 1,34 (s,3H, H-14 hoac 15),
1,08 (s,3H, H-14 hodac 15), 8,6 (s, 1H, H-2’), 8,21 (dd, 1H, J = 8,0 Hz; 1,25 Hz, H-
6’), 7,78 (t, 1H, J = 8,0 Hz, H-5), 8,36 (d, 1H, J=7,5 Hz, H-4"), 10,56 (s, |H, NH);
BC NMR (DMSO - dg), 6 (ppm): 41,97 (C-8), 61,37 (C-7), 60,59 (C-6), 37,63 (C-5),
23,03 (C-4), 140,54 (C-3), 136,62 (C-2), 129.,4 (C-1), 120,97 (C-11), 154,01 (C-10),
35,67 (C-9), 14,98 (C-13), 13,81 (C-12), 29,5 (C-14), 23,94 (C-15), 135,56 (C-1°),
152,9 (C-27), 150,8 (C-6"), 161,1 (C-37), 125,1 (C-5"), 143,9 (C-4’), 183,13 (C=0);
Phé MS: m/z 398,12 ([M+H]"), pic co s& 100%.
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Hop chit 2¢ (cong thirc phan ti: CyHy N3Oy, tén: (Z)-4-nitro-N'-((4E,7E)-
1,5,9,9-tetramethyl-12-oxabicyclo[9.1.0]dodeca-4,7-dien-6-
ylidene)benzohydrazide): Hé dung méi: n-Hexan / EtOAc : 2/1. Tinh thé mau vang,
P, (°C) = 227,5-228,5; hiéu sut 37,8%; 'H NMR (DMSO - dy), o5 (ppm): 1,79 (d,
1H, J= 14,0 Hz, H-8), 1,4 (dd, 1H, J= 14,0 Hz; 11,5 Hz, H-8), 2,75 (d, 1H, J=10,5
Hz, H-7), 2,1 (d, 1H, J = 12,5 Hz, H-4), 1,21-1,31 (m, 1H, H-4), 2,21-2,38 (m, 2H,
H-5), 5,7 (d, 1H, J=9,0 Hz, H-3), 6,57 (d, 1H, J= 16,5 Hz, H-11), 5,76 (d, IH, J =
16,0 Hz, H-10), 1,13 (s, 3H, H-13), 1,87 (s, 3H, H-12), 1,33 (s, 3H, H-14 & H-15),
1,08 (s, 3H, H-14 & H-15), 7,99 (d, 2H, J = 8,0 Hz, H-2’& 6°), 8,29 (t, 2H, J= 8,5
Hz, H-3’& 5°), 10,53 (s, 1H, NH); >C NMR (DMSO - dy), 6 (ppm): 41,99 (C-8),
61,36 (C-7), 60,59 (C-6), 37,60 (C-5), 23,04 (C-4), 140,48 (C-3), 136,67 (C-2),
129,2 (C-1), 120,98 (C-11), 154,1 (C-10), 35,66 (C-9), 14,99 (C-13), 13,88 (C-12),
29,51 (C-14), 23,95 (C-15), 147,8 (C-17), 129,5 (C-2°& 6°), 122,85 (C-3’& 5°),
168,0 (C-4’); Pho MS: m/z 398,09 ([IM+H]"), pic co s& 100%.

Hop chit 2d (cong thic phan ti: CpHioN,Os, tén: (Z)-4-methoxy-N -
((4E,7E)-1,5,9,9-tetramethyl-12-oxabicyclo[9.1.0]dodeca-4,7-dien-6-
ylidene)benzohydrazid): Hé dung méi: n-Hexan / EtOAc : 2/1. Tinh thé mau tring,
P, (°C) = 180,5-182,0; hiéu suét 38,1%; 'H NMR (DMSO - dy), oy (ppm): 1,79 (d,
1H, J = 13,5 Hz, H-8), 1,4 (dd, 1H, J= 13,75 Hz; 11,25 Hz, H-8), 2,76 (dd, 1H, J =
11,0 Hz; 1,0 Hz, H-7), 2,1 (d, 1H, J = 13,0 Hz, H-4), 1,22-1,31 (m, 1H, H-4), 2,23-
2,4 (m, 2H, H-5), 5,67 (dd, 1H, J=9,5 Hz; 1,5 Hz, H-3), 6,58 (d, 1H, J = 16,5 Hz,
H-11), 5,74 (d, 1H, J =16 Hz, H-10), 1,13 (s, 3H, H-13), 1,9 (s, 3H, H-12), 1,34 (s,
3H, H-14 hoac 15), 1,07 (s, 3H, H-14 hoac 15), 7,01 (d, 2H, J =9,0 Hz, H-2’& 6’),
7,8 (d, 2H, J = 9,0 Hz, H-3’& 5°), 9,96 (s, 1H, NH), 3,83 (s, 3H, OCH3); “C NMR
(DMSO - dg), 6 (ppm): 41,97 (C-8), 61,42 (C-7), 60,63 (C-6), 37,66 (C-5), 23,01 (C-
4), 139,8 (C-3), 136,9 (C-2), 129,3 (C-1), 120,92 (C-11), 153,68 (C-10), 35,67 (C-
9), 14,98 (C-13), 13,95 (C-12), 29,65 (C-14), 23,93 (C-15), 143,8 (C-17), 129,83 (C-
2’ & 6°), 113,19 (C-3°> & 5°), 166,8 (C-4), 55,11 (OCH;); Phé MS: m/z 383,13
(IM+H]"), pic co s& 100%).

Hop chit 2e (cong thirc phan tir: CyHyN3Oy, tén: (2)-N'-((4E,7E)-1,5,9,9-
tetramethyl-12-oxabicyclo[9.1.0]dodeca-4,7-dien-6-ylidene)nicotinohydrazide): H¢
dung méi: n-Hexan / EtOAc : 1/2. Tinh thé mau tring, D, (°C) = 248-249,5; hiéu
suat 39,7%; '"H NMR (DMSO - dg), ou (ppm): 1,88 (d, 1H, J = 14,0 Hz, H-8), 1,4
(dd, 1H, J = 14,0 Hz; 11,0 Hz, H-8), 2,76 (dd, 1H, J= 11,0 Hz; 1,5 Hz, H-7), 2,1 (d,
1H, J = 13,0 Hz, H-4), 1,22-1,31 (m, 1H, H-5), 2,22-2,39 (m, 2H, H-4), 5,69 (dd,
1H, J =38,5 Hz; 1,5, H-3), 6,58 (d, 1H, J = 16,5 Hz, H-11), 5,76 (d, 1H, J = 16,5 Hz,
H-10), 1,13 (s, 3H, H-13), 1,87 (s, 3H, H-12), 1,34 (s, 3H, H-14 hoic 15), 1,08 (s,
3H, H-14 hoic 15), 8,93 (ds, 1H, J= 1,5 Hz, H-2"), 8,12 (td, 1H, J = 7,5 Hz; 2,0 Hz,
H-6), 7,5 (t, 1H, J = 6,25 Hz, H-5"), 8,69 (ds, 1H, J = 3,5 Hz, H-4"), 10,42 (s, 1H,
NH); *C NMR (DMSO - dy), 5 (ppm): 42 (C-8), 61,37 (C-7), 60,6 (C-6), 37,65 (C-
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5), 23,04 (C-4), 140,25 (C-3), 136,68 (C -2), 129,91 (C-1), 120,99 (C-11), 153,95
(C-10), 35,66 (C-9), 14,99 (C-13), 13,9 (C-12), 29,52 (C-14), 23,94 (C-15), 1422
(C-1), 151,2 (C-2°), 148,6 (C-6"), 122,81 (C-5°), 136,68 (C-4’); Pho MS: m/z
352,12 ([M-H]"), pic co s& 100%), 353,13 [M"].

Hop chiat 2g (Cong thic phan tir: CyHyCIN,Os, tén: (Z)-4-chloro-N -
((4E,7E)-1,5,9,9-tetramethyl-12-oxabicyclo[9.1.0]dodeca-4,7-dien-6-ylidene)
benzohydrazide): Hé dung méi: n-Hexan / EtOAc : 3/1. Tinh thé mau trang, D, (°C)
=216-218; hiéu suét 36,0%; "H NMR (DMSO - dy), éy (ppm): 1,87 (d, 1H, J= 14,0
Hz, H-8), 1,4 (dd, 1H, J = 14,0 Hz; 11,25 Hz, H-8), 2,76 (dd, 1H, J = 11,0 Hz; 1,0
Hz, H-7), 2,1 (d, 1H, J = 12,5 Hz, H-4), 1,22-1,31 (m, 1H, H-4), 2,23-2,39 (m, 2H,
H-5), 5,68 (d, 1H, J=8,5 Hz, H-3), 6,57 (d, 1H, J=16,5 Hz, H-11), 5,75 (d, 1H, J =
16 Hz, H-10), 1,12 (s, 3H, H-13), 1,88 (s, 3H, H-12), 1,33 (s, 3H, H-14 hoac H-85),
1,07 (s, 3H, H-14 hoac H-85), 7,21 (d, 2H, J=8,5 Hz, H-2’& 6°), 7,8 (t, 2H, J= 8,5
Hz, H-3’& 5°), 10,25 (s, 1H, NH); >C NMR (DMSO - dy), 5 (ppm): 41,97 (C-8),
61,39 (C-7), 60,62 (C-6), 37,65 (C-5), 23,04 (C-4), 140,14 (C-3), 136,78 (C-2),
129,1 (C-1), 120,97 (C-11), 153,89 (C-10), 35,66 (C-9), 14,99 (C-13), 13,94 (C-12),
29,58 (C-14), 23,95 (C-15), 135,7 (C-1"), 127,78 (C-2* & 6’), 129,8 (C-3* & 5°),
132,83 (C-4"); Phé MS: m/z 387,9 (IM+H]"), pic co s& 100%.

3. KET QUA VA BAN LUAN

Phén g ngung tu cia zerumbone oxit vé&i cac axit hydrazid thom dugc thuc
hién trong dung moi ethanol khan véi sy c6 mat cia xuc tac axit acetic bang.

Phan {mg nay xdy ra theo co ché cong - tach & nhom chtic carbonyl, gém hai
giai doan: Cong nucleophil vao nhom carbonyl va dehydrat hoa.

Co ché phan tmg;
PP " P
=/ \ _ ’/\N N\ VA
5 0 ~, H/ N Ar ’Yl\ \H"H A
=0 —— -0 — H N4 CAr
— /T - ™
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O day axit acetic bang duoc sir dung lam xtc tac dé tao moi trudng axit nham
hoat héa nhém carbonyl trong giai doan cdng nucleophil va proton héa nhém
hydroxy gitip tach loai mot phéan tir nudc trong giai doan dehydrat hoa. Mot diéu
quan trong can phai luu y d6 1a giai doan cong nucleophil cta phan tng khong can
mot axit manh hon lam xtc tac, vi cac axit nay khong hoat héa nhom amin do tao
thanh amoni v6i cac axit nay. Mat khac phan ing nay 1a mot phan ung thuan nghich,
do d6 can han ché sy c6 mit ciia nu6e trong hdn hop phan tmg, tranh khong cho lién
két azomethin tao thanh bi thuy phan.

Céu triic ctia cac san pham tao thanh tir cac phan tmg ngung tu dugc xac dinh
b&i phuong phap phd 'H NMR, *C NMR va MS.

Khi so sanh phé 'H NMR cua cac hop chét tdng hop duge voi phd chudn cua
zerumbone oxit, chung to6i nhan théy trén phé 6 thém sy xuét hién cta céc tin hiéu
cong hudng & vung thom (7 - 8,9 ppm) va dac biét 1a su xuat hién cua tin hiéu cong
huéng singlet c6 do chuyén dich hoéa hoc & khoang 10 ppm cua proton CO-NH.
Diéu nay chiig to zerumbone oxit dd dugc chuyén hoa.

Trén phd MS cuia cac hop chit ngung tu duge déu thay xuét hién cac pic cua
jon phan tir 1a pic co s¢ [M-H]" phut hop v6i két qua tinh toan theo 1y thuyét. Ngoai
ra, chung t6i nhan thiy cac pic ion manh c6 cudng do rat thap, diéu nay ching to cac
hop chit tong hop dugc tuong ddi bén viing.

4. KET LUAN

- Pi chuyén hoa zerumbone thanh zerumbone oxit va tong hop duoc 6 axit
hydrazid thom, tir d6 tong hop duogc 6 hop chit méi bang phan (mg ngung tu cua
zerumbone oxit voi 6 axit hydrazid thom.

- Bang cac phwong phap phé hién dai nhu 'H NMR, C NMR va MS dé
nghién ctru cdu trac ciia cac chét tong hop duogc, da khang dinh cu tric cua cac chit
da tong hop 1a phu hop véi dinh huéng tong hop ban déu ciia nhom nghién ciu.
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SUMMARY

STUDY ON TRANSFORMATION OF ZERUMBONE OXIDE
WITH AROMATIC HYDRAZIDE

Zerumbone was isolated from several plant species of the Zingiberaceae
family which have many potential biological activities, such as antiproliferative,
antioxidant, anti-inflammatory, and anticancer activities. Due to these biological
effects, many scientists have managed to synthesize zerumbone derivatives and
evalute their bioactivities. In this paper, we report some results in the synthesis of
six new zerumbone derivatives by the condensation of zerumbone oxide with
aromatic hydrazides. The structures of these compounds have been confirmed by 'H
NMR, “C NMR and ESI-MS spectroscopic data.

Twr khoa: Zerumbone, zerumbone oxide, aromatic hydrazide, condensation.
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