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LUUITIYITURANTITNNE B
N15NAaBLY 1 (AZLLUUTIU 20 AZLLUU)

N138LATIEOYRUSVRIANITY (Synthesis of Coumarin Derivatives)

AaUN 1 AHUATIEN Ethyl coumarin-3-carboxylate A28Ufi381 Knoevenagel Tnglildfavinazang

(7.6 AZLLUY)

aaa

1.1 (0.3 azuuw) nMstunnumtnuazUsuinsansnldinugisen

wwitin ¥3e Y3uns dmiunssuNsANdR UYL
Salicylaldehyde 0.60xx g nantalu
(0.1 AzLuw) AR SR
Diethyl malonate 0.82 mL L1 vienswn
(0.1 AZLLUW) I:l I%L’Jmﬁu .............................................
Piperidine 0.20 mL auile¥enIsUNTANaU
(0.1 AzUwL) ansun viseldaaniv -0.5 Azl

1.2 (5.4 AZLLUY) NSUUNNKNANISNAABY AZNaU P

dmtin
NTLAINUINRNT + NTEAMWATOE  _____ XXXOXK .. g dmiunssunsANa Uy
- wanlely
NS¥INUIRNT + NTLATNTBA |
KX 8 N394 (U9)
+eEneUP | [T T e
L1 shansmn
penNau P X XXXX g I 19mawiy
A A
aeiledonIsUNIIANaU
o A v a
asun viseldaaiu -0.5 Azl
¥ = VY
HAlARIUVIE Y = XXX g HalAseLay = XX.XX %

(2.4 AzLUY)
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o w a

WNANNISUNASUUNISUUNNKE 1eVdEEIA kaznaAdey

v

¥mitn salicylaldehyde Aaaniadosds (g) nAdeu 4 dunds | Tuiinie viseldduiin
-0.1 AZLUY

U3um3 diethyl malonate wag piperidine (mL) Aoy 2 dunds | Sudinide wasldvuiin
e -0.1 AzUY

dhmihnszanuniing nsvanunses avneu P (g) naten 4 sunds | Yuiiniin wisludduiin
-0.1 AZWUY

Halaeungud wavnalizesas vemznau P (%) netien 2 duwnis | Guiinde viselddudin
-0.1 AZLUY

NN A WUUNA LA 308 VBINLNBU P (2.4 AZLUL)

NalAspeaY
2.4 AZLLUU 1.2 AZLUU 0.6 AZLLUU 0 AZLLUU
- fnade (X)+ SD - Anade (X) + 25D > 100.0 lailanenou
= 95.78 +3.25 ualaiLAn 1009% < 89.27
92.53 < X < 99.03 = 95.718+£6.50
99.04 < X < 100.0
89.28 <X <9252

Y a 1

ARRY X AWInAINHANISaaeililiiveianaInveInguaIunl 31U n = 28

dwsunssunsANaeuWINTiY

ANSUUTNAMNAZADU | oo

aeiledenssunsANay

" AATNURIAZNBU (3.0 AZUUL) TTANTUIINANAZNOU P ALONaNTNaain1sIiAZiuUNITIAREIT 1

1.3 (0.9 AziUY) MIAUINEITIIUAUSINA Halanunged uazkalaiouay

asfinuaUTIIN AD IZI Salicylaldehyde I:l Diethyl malonate (0.1 AZLULY)

ANNDURDIADNAABINUADTAIUIN
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WAwauesTYasAmUaUTUIN

0 1 mol

waulua Salicylaldehyde = 0.60xx g x m = 4.9xx mmol (0.2 AELUW)

. 1.05¢ 1 mol

uulua Diethyl malonate = 0.82 mL x X = 5.4 mmol (0.2 AELUY)
ImL 160.17 ¢

. 0.86¢ 1 mol -

Tuulua Piperidine = 0.20 mL x X = 2.0 mmol (LiAnAzwuL)
ImL 8515¢

AU @nsAmuaUsNN Ae Salicylaldehyde

ad o ¥ a
FAuHalanung el

9 - ImolP 21821¢P
HalaPINaE = 4.9xx mol S x Trols X Tmolp - 1.0xx g (0.2 AzLUW)

Feuamnalasesas

NANTLATIEI A TNEN U9 Ethyl coumarin-3-carboxylate MW iinfiu 218.21 ¢/mol

nalpseway = ————x100 = 96.85% (0.2 AZLUL)

(0] (o)
H A
v o AN N o
EtO OEt
OH o o

Salicylaldehyde Diethyl malonate

Ethyl coumarin-3-carboxylate
C12H1004 (MW = 218.21)

(lassasenvagndeaintdy = 1.0 Aziuw)

anansalddyanual Et unumy ethyl la
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AOUY 2 N1SANNEAN ethyl coumarin-3-carboxylate A8AINazANYNEN (8.2 AZLUL)

2.1 (8.0 AZKUY) NISUUNNKNANISNARRIANNEAN C

i mtin dwsunssunsaNaeuWINTY
nailglu
SU’QG]‘/L']é}a .......... KXXXKK e g ﬂ,]i%;q (u,]ﬁ) ...........................................
L vianswn
1nloa + wan C XXXXXX S ]
L Haniu
= A A
wan C XXXXX g AeileYonIIUNTANADY

YMAISUN UIDLELIAWAY -0.5 AT

SRUAYNISNAUAU = XX.XX % (3.0 AZLUL)

n9INISENAZKUUNISTUINKE watadAty waznatioy

io’ CY . = a o 1 v = Aa A I v =2
Untln vanlida wazndn C (g) naten 4 suurds | Yudinde wisludtuiin 0.1 Azwuuy
SovaznINauAUYDINGN C (%) naton 2 s | Yudinde wisludvuiin 0.1 Azwuu

WIS RS UUS D8aZNISNAUAUVDINEN C (3.0 AZLUL)

$RUAYNISNAUAUYDINAN C

3.0 AZLUY 2.0 AZLLUU 1.0 AZLLUU 0 ALLUY
- fnade (X) + SD - Anade (X)+ 25D < Anade (X) + 25D lailanan
= 37.438.18 (u8n) - 37.43+16.36 (W8n) > Aade (X) + 25D
29.25 < X <4561 45.62 < X < 53.79 X>100
21.07 < X < 29.24 53.80 < X < 100.0
0.00 <X <21.06

ALRRY X ANUINAINHANITNARRINLATUNENEIENULAZUTANT Y09NGUAIUAN J1UIU n = 20

2.2 (0.2 AzUUY) NM1SATUINSEAZNITNAUAUYBINISANNEN (% recovery)

Uutinu@n (g)
v o A
JOUATNITNAUAY = S X 100 = xxxx % (0.2 AzLU)
UINUNRZNBY (Q)
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dwsunssunsANaeuWINTY

mﬁﬁiﬂﬂ\la&lgﬂ ............................. I ..............................................
AeilayenITUNIANARUY

" AuAMWYRIKEN (5.0 AZWUY) NANTANINAINREN C AenasinaainIsiiazi UL TNAae 1

AAUN 3 N15ASIVFBUNANNUIIRNATA TLC (4.2 AZLUL)

3.1 (1.2 AzwUL) N1SUUNNTEEENINTITARIUNVDIYAETST WAZAT R;

SLOYNTNTIIALAAROUT oo A.00. 0o, cm
s 0l syogyafigaansiadeud (cm) A1 Re (MAtleal 2 fiumts)
S 1 3. XX 0.7x
1 0.5x 0.1x
P Y
2 (914) 1.7x 0.4x
1 0.5x 0.1x
C Y a
2 (914) 1.7x 0.4x

° v ‘:4' = ! a =~
ﬂ'ﬁ/iu@ﬂ‘lﬁ "QGW] 1 A® "i‘lﬂa’N e "i]]ﬁW] 2 A9 "QWUU

(0.6 AZLUL) (0.6 AztU)

¢ o/

HNUINNIIUNASHUY (52U 1.2 AZKUU)

v = a = A
mMsUunHassezn1siynasiaiaun Azuuuslidinnay
Tuiinseeen19vedgnans 4-5 90 / fvhazanensuiiu (et 2 dumis) | 0.6 AZHUU
Tuiinsseeevegaans liasuaiu -0.2 Az
o = = Y 1 D - D T
Tuiinszegmatliavivdrdayliigndesilaiivile -0.2 AZLUY
Uuiindeyaliiasuiiu auusu TLC Tsng -0.2 AxlUY (siafn)
ANSATUIUAT Ry AzuuusulisiRnau
AUIRUAT R QNABY UazATUNIY (MATlEY 2 AW) 0.6 AZLLUU
A R lignaes (IdeyaaniiniSeuduiinlunisa) -0.2 AzlUY (siafn)
Uuiindeyaliasuiiu lifwiue A -0.2 ALUY (siaen)

Note: MslirgiuuiasannmMstuiinuawaznisamin (ldadadanuninvawiu TLO)

n1slviaguuu TLC (3.0 AZWUL)
W15 INBIAUTENOUVBIHY TLC wagh1 R ¥899aaNsidufian (H19nasianudulndifsediuli

FIBNUNWILA) QLeanansinasinsiinzuuunIInaAaean 1
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LUUITIYITURANTITNNE B
N1INAADIN 2 (AZLLUUTIU 20 AZLLUU)

n1Imgasialivasasussnaulansunsuddy
AaUN 1 N1sydauzasndntuvedlosaulanzlug1susenauvaalansunsuddu
1.1 (10.0 AZLUL) N1SHIAMULTNTUVRIlaRaulanslnen1s MWsA looauLTstau

1.1.1 Msmanududuasazarsunnsgiulgugll Mg*

vwein MgSOq 7H,O = . 018 .. g

JSumsarsazanenmse 50.00 mL (0.1 AZLLL)

SF = 4 lsignéias %in 0.1 AzuuY

Trumanudntuvesasazaennsgulgugil Mg® lumiie molL (0.2 Azuuw)

mtuduresasaransunsgIulsunil Me®t
0.18xx g§ MgS04-7H,O 1 mol MgSQO,4-7H,0O 1000 mL
= X X (0.2)
50.00 mL 286.48 g MgSO,TH,0 1L
= 0.015xx mol/L
ANUUTUYRIENTALABUINITIY Mg®t = 0.015xx mol/L (0.2 AzluW)

SF = 4 lsignéaein 0.1 AzuuY
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1.1.2 mMsmanududunuiuauvasasazatenInggIu EDTA

P399 1 Jufinuan1slnmsamanudutunL UL uYeIasagaeuInsgIu EDTA (4.6 AwUL)

YSumsansarangunnsgiu Mg = 10.00 mL (0.1 AZLUL)

SF = 4 lsignsias %in 0.1 AzuuY

%@%aﬂ'ﬁmﬂaaﬂ ﬂ%ﬂ‘ﬁ 1 ﬂ%ﬂ‘ﬁl 2 ﬂ%ﬂ‘ﬁl 3
anauudasaEudy (mL) XXX XXX XXX
ﬂLﬂaﬁ’JLimﬁﬁgﬂqa (mL) XX XX XX XX XX XX
U31msuesansazans EDTA 7l (mL) XX.XX XX.XX XX XX
U3unsvesansavats EDTA wde (ml) XX.XX

(4 4 L= v
Lnmmm’ﬂmmmumsuuwn%aga (0.5 AzLLUW)

SufinainavudismuazUnasilinmuvdnauioddngnmndos 0.2 ALY
auUTIAIYNARY 0.1 AZLUY
USumsiade

- ATLIUYNADS 0.1 AzUUY
- ldedfygnees 0.1 AzWUY

LWIEUINNIS IAAZUY Precision (0.5 AZLUL)

%RSD < 1.1 0.5 AZLUU
1.1 < %RSD < 2.1 0.25 AZLUY
%RSD > 2.1 0 AZLLLU

dwsunssunsANauWINTIY

$rnunfanslmss
5k ] Cyagy | e
aneiletenssunis
nasinnsazuuusutuaSieanislnmsn (0.5 Azuuw)
Tnnsm 3 A% ndeuanendunssunis 0.5 AYLUL
Tnnsm 2 A% n¥euaneidunssunis 0.25 Az
Tnnsm 1 A% n¥euaneidunssunis 0.1 ATWUU
laifianedunssunis 0 AZLLUU
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WU TuNkitouYeIEsazateNInIgIu EDTA Tuniig mol/L (0.3 Aziuw)

AN TUYDIATALAHUINTFIU EDTA

10.00 mL Mg®"  0.015xx mol Mg”™ 1 mol EDTA 1000 mL
- X X X (0.3)
xxxx mL EDTA 1000 mL Mg?* 1 mol Mg?* 1L

= 0.009xxx mol/L

ANUUTUYRIENTAZANEUINIUY EDTA = 0.009xxx mol/L (0.2 AzwUL)

SF = 4 lyignsias in 0.1 AzuUY

LNEUaINS IRAZUUY accuracy (2.5 AZLUL)

AMULTUTUY ALY
X —X|<sD 2.5 Azl
SD< |X—X|<2SD 1.5 Azluy
2SD < |X — X| < 3SD 0.5 AzluY
3SD < |X —X]| 0 AZLUY
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1.1.3 nmsyAnudutulavslasauluansazanenlagng F

A15197 2 Yufinnansinmsamanudutulosaulanslufaodne F (4.9 azlkuw)

USunsansazanesiny e G = 10.00 mL (0.1 AELUY)

SF = 4 lsignsios in 0.1 AzuuY

UoyaN1INAGDS ASedl 1 ASaN 2 ASaR 3
anauudnsasusy (ml) XXX XXX XXX
ﬁLﬂaﬁ’JL’iG}ﬁf\mqa (mL) XX.XX XX.XX XX.XX
USumsuosansazans EDTA 74 (mL) XX XX XX XX XX XX
U3umsuosansazans EDTA wae (mL) XXXX

(4 4 L= v
Lnmmm’ﬂmmmumsuuwn%aga (0.5 AzLLUW)

SufinawnavudsauazUSnmsildnuvdnauioddaygnmnos 0.2 ALY
aulunsgnees 0.1 ALY
USunsade

- AINABY 0.1 AZUUY
- wytpdAnygnaas 0.1 AZLUY

LWEUINNIS IAAZUY Precision (0.5 AZWUL)

%RSD < 2 0.5 AZLUU
2 < %RSD < 4 0.25 AZLUU
%RSD > 4 0 AZLLLU

nauainsIRAZIUY accuracy (2.5 AZLUL)

U3ung AZLUU
X — X| <sD 2.5 Azl
SD< |X—X|<2SD 1.5 AU
2SD < |X —X| <3sD 0.5 AZLUU
3SD < |X — X]| 0 AZLUY
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ANMSUNTIUATIITU

FIUIUATINTENNTH
[]3a%s L] 2ass [11a%s w
ANgUBIBNITUNT
¢ v o &
LEUININIS IAAZBUUIIUIUATIVDINT INNGA (0.5 AZLUU)
nmnse 3 A wSouaeduNTSUAIS 0.5 ATLUY
Inmsn 2 A% WSoNaETUNTTUNIT 0.25 AZLLUY
Tnwmsn 1 A% WSoNaEGUNTTUNIT 0.1 ATLUY
Taiflanedunssunig 0 ALY

AAUIUANUTUTUVDIANTAZA18A28819 F Tuntig mol/L (0.6 AztuL)

ANUINTUYDIA1TALAUAIBENN G

xx.xx mL EDTA 0.009xxx mol EDTA 1 mol M™ 1000 mL
- X X X (0.2)
10.00 mL sample G 1000 mL EDTA 1 mol EDTA 1L
= 0.01xxx mol M™/L sample G (0.2)

AMULUUVUVDIEITAYANERDEe F

0.01xxx mol M™™  50.00 mL sample G~ 1000 mL
- X X (0.2)
1000 mL sample G 10.00 mL sample F 1L

0.05xxx mol M™/L sample F

AMULUUTIUYDIATAZANEABEN F = mol/L

SF = 4 liignsias in 0.1 AzUUY
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1.2 (8.0 AZLUU) NSMNEAUZINTMTUVR9laRaUlan: (M™) Aen1slnmmsanua1sazale NaOH

715199 3 Juiinwanisinimsaiuansazale NaOH 1ien1smgaasya (1.5 Azuuw)

U3u%3 NaOH (mL) A1 pH U395 NaOH (mL) A1 pH
XXX XX
XX XX XX

¢ v A &
Lﬂmsl/lﬂ']'islﬂﬂglaluu UAYU

1) yhnslnmsaudidnis@y NaOH Usuinsasu 15.00 mL (0.50 AzLLL)
2) avdpdrAgnstuiinU3unng NaOH WWunalloy 2 s (0.25 AzLUL)
3) aatedRymstuiinAn pH Wunadeon 1 funs (0.25 Azliuw)
4) fimsfnnszane pH fdnSewinismaaes dmsudinssunis (0.50 AZHUL)

(QINanEuNIINNITANEOUTIVNEATING)
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nsnIslmmsaiiemynaNya (4.0 AzLUL)

14

13

12 i 3

11 e ~,
10 e 7

NN
\\

pH

9.2mlL

v

0 1 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16

3uasansazara NaOH (mL)

USumsansazany NaOH fiqnamya = XX mL (0.2 AzUUL)
inusinslnzuu fdeil

1) wnu X (szq%mmu) (0.25 Agthuu)

2) uuy (wq%mmu) (0.25 Agtluw)

3) anavesunuulsldgneios daau / Tiuiinswlimnya (0.5 AzUUL, 0.25/0.25)

4) 11’1mamimaaamwﬁamLﬁ@ﬁ%’ﬁﬁﬂiﬂﬂlé}’aﬂw%’mLﬁ]uLLasQﬂéfaq (0.5 ALY, 0.5, 0.25, 0
AlunInIIw)

5) trnsilusumisinnay T5uaugalifiingt 5 qa (0.5 AZLUW)

6) HANMIUEAINITMAALLAUUNTIN (1.0 AzLUY)

[

7) ANUYNERIaIRIUINIng NaOH Mnauyailaninnsu (Weuduxansimain excel) fiansandall
Harne < 0.14 mL (1.0 AZLUW)
0.14 < waf1a < 0.24 mL (0.5 AZLUW)

0.24 mL < Wa®9 (0 AZLUL)
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A UIUMFD UL BONTLATUVDILANEWNTUTTY (1 AZLUL)

xx mL NaOH  0.12xx mol NaOH 1000 mL M"*
amusaaﬂ%m%wuaﬂam = X X
10.00 mL M™ 1000 mL NaOH  0.05xx mol M"*
= 2X
amuzaaﬂ%m%’maﬂawLmsu%%’umﬂmimaaq = 2.X (1.75 ﬂsu,uu)

(AL 1 ALAUY)
4 14 a [
LNEUININIS RS BUUFDTULDINTLATU
- poudtauunadoy 1 dwnus (0.25 AZLUW)

- AUYNABIVRIANULRENTATY (WBUfUYARIUAL) (1.5 AzluY)

LNEUaINSIRAZLULY accuracy

U3ung AU
|X — X|<SD 1.5 Azluy
SD< |X—X|<2SD 1.0 AZLhUY
2SD < |X — X| <3SD 0.5 AZLLUU
3SD < |X —X]| 0 AZLUU
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AaUN 2 (2.0 ATkUL) N1SIMIITIIvTnvaYlasauauluaIsUsENauVBIlans N SUTTUY

A15991 4 Mstuiinanisdunanisvnaeulessuay

ANSNAZDU
- looaumaslsn looaulumnsm looauwa®ngm
FUNAT
ANSNNTIVBUA WNMZNDUEY LARILAIUAUIRE LAMZNDUFUIAIALAY
lopauay (0.2 AZLLLUY) (0.2 AZLLLUY) (0.2 AZLLUY)

ansavalunaegng H

ldinnznaudvn

(0.1 AZLLUY)

LANNLRIUEUINE

(0.2 AZLLU)

Toansazatedunnaws
LalAnnenaudtuinnawnns

(0.1 AZLLU)

looauauluansfiiegn Ao

I:l Aaalse

luwse

I:l WO

(\BeanleesuasnmdssiuNanIsnaasd 0.25 Azkuy) (lalunsalossuy 0.5 ALLUL)

d3UnNanIINAaY

gnsialvesansusznauvedlavsunsugty

M(NO3),

(0.25 AZLLLUL)

poulugy MX, die n 1udwiudu way X Ao leesuau (seyviia)

dmiunssunsaANga ULt

NTAINANTEAY pH

A A
ANYUBYDNIIUNTT




