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n D
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E = 1.23+0.47 — 0.386-0 +0=1.31V 4.4-33
A
1.02V 1.31V
1.0mol L™ C?*
Eep o=EQ2 (;u+%59210g1.0:0.345\/ 4.4-34
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0.1742mL
+0.1%
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5.4.5
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247350 B S Ir Ge Pt Hg Os Bi Sn Cu | Mn Lu Hf Mg Mo Cr V Nb Be
Ag Pd Ni Rh Co Re Ru Ti Zr
Re Mo Al Yb Mn Pd Nb Ga Gd _~
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(3) 5~6A 6~20A
(4) 5~7pm
(5)
(6)
(7) 11
(8) 10mg
2.5mm 3mm 0.5~0.7mm
(9)
6.1.3.2
6.1-4
Pb %
0.001 283.307nm 261.418nm  280.200nm
0.003 283.307nm 261.418nm  280.200nm
0.01 266.317nm  287.332nm
0.03 266.317nm  287.332nm
0.1
0.3 239.38nm 257.726nm
1 240.195nm 244.383nm 244.612nm 241.17nm
3 322.05nm  233.242nm
10 242.664nm  239.960nm
30 311.89nm  269.75nm
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283.3nm

0.001% 0.01% ~0.001%
(2)
1-2
6.1-4
6.1.3.3
1.
I c
I = ac
lgl = lga + blgc
lgl  lgc
a b
b=1 b <1 a
2.
I L
I, = a;cp
12 = azc/?
€2
I, = a,
R
I
R = I; = ac’
I
IgR = lgI— = blgc + lga
2
IlgR lgc

R
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0.01% ~



20pm
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6.2

6.2.1

6.2.2
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K

B DRAT

Mg285.2nm

e

st RIS

WL ESE
BURN
o=
e
6.2—-1
6.2-2

6.2-1

285.2nm



6.2.2.1 —

i : Ik : SHERGE {fﬁf‘}?‘lﬁiﬁ?ﬁfjﬁ
u
12 : > : 2 1 =
N o dl]
nnAEH) Aﬁ'l°'}
} 5 : |
|
r '—E | | "
| e & s
6.2-2
- 2—  3-  4- 5-
7- 8- 9-
1- - 13-
1.
2.
3.
6.2-3
] 2B
BHR
i
6.2-3
300~500V

6 —
10 -
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6.2.2.2

278 -

10%

6.2—-4

5~20min



~11 0.5~0.6

Zn Sn
Al V Mo Ti

C:Ha
2358 N0

A
ERE N0

N~

10%

10
0.46

Pb Cd



- 2300C 35

Al Ti Zr
2.
10% 90 %
3~4
(1)
6.2-5
@ i\% ‘5
400~500A L
2000C
)
©)
6.2-5
2
( ) 16— 29— 3-
4- 5- 7-
10— 11— 12—
20~60s
3.

280 -



6.2—-1

4.
SnCl, Hg [l
Hg253. 7nm
6.2—-1
AsHj SbH; BiH; GeH, SnH, PbH, H,Se H,Te
T -55 -17 —-22 —-88.5 -52 —42 -18
T 300 200 150 340 150 100 0
pg mL~1| 0.0008 | 0.0005 | 0.0002 | 0.004 | 0.0005 0.1 0.0018 | 0.0015
6.2.2.3
6.2-06
S R
= = .
'
[
st [ s !
6.2—-6
6.2.2.4
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6.2.3

6.2.3.1
1.
1% 0.0044
pg mL 1%
S pg mL! 1% = OOAﬁ
S— pg- mLt 1%
c pg: mL"!
0.0044 1%
A—
1% g 1%
Sgl% = %f
S— g 1%
¢ g mL™!
V—— mlL
0.0044 1%
1969
D = CTZG
D— pgr mlL!
C
A
o
1975 [UPAC
3
2.
As Se Hg
200nm
3.

282 -



Fe Co

Ni

nm = mm X nm mm
1mm
nm
6.2-2
6.2-2
nm nm nm nm
Al | 309.3 | 0.2 | Cr | 357.9 | 0.1 | Mo | 313.3 | 0.5 | Se | 196.0 | 2
Ag | 328.1 | 0.5 | Cu | 324.7 | 1 Na |589.0P| 10 | Si | 251.6 | 0.2
As | 193.7 |<0.1| Fe | 246.3 | 0.2 | Pb | 217.0 | 0.7 || Sr | 460.7 | 2
Au | 242.8 | 2 | Hg | 253.7 | 0.2 | Pd | 244.8 | 0.5 | Te | 214.3 | 0.6
Be | 234.9 | 0.2 | In | 302.9 | 1 Pr | 2659 | 0.5 | Ti | 364.8 | 0.2
Bi | 2231 1 K | 765.5| 5 | Rb | 780.0 | 1 T | 377.6 | 1
Ca | 422.7 | 3 Li | 670.9 | 5 | Rh | 343.5 | 1 Sn | 286.3 | 1
Cd | 228.8 | 1 || Mg | 235.2 | 2 Sh | 217.6 | 0.2 | Zn [213.9%| 5
Co | 240.7 | 0.1 | Mn | 279.5 | 0.5
0) 10nm 589.0  589.6nm 4nm 589. 0nm
@ Cu216.6nm  Cu217.8nm 1nm
4.
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10~30min

K Na -

® 606

0.15~0.2MPa cm 2

@O

(@)

.2.3.2
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1000mg kg !

0.03nm
285 -



6.2.3.3

286 -

- 250nm
0.1nm
Snm
Ipg mL™!
Img mL™ ! 10mg mL !
3.9



6.2.3.4

0.1%
G G Cio

6.2.3.5

6.2.3.6

1.

4~6 10 ~20mL
A a
b
2.
4 ~6
a b a b

b
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6.3

6.2.4
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60

6.2-7



6.3.1

6.3.1.1
6.3—-1
Rkt
- é% FRENEE
- -~
It -
. l/
/ IR
L
=
—J ——
ik Bk ST
6.3—1
6.3—2
¢
T —NH, —OH
—NO, —COOH
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IF = ke
%51
2
=
4
H
i
=
ES
®
3’50 400
¥ (nm)
6.3-2
6.3.1.2 Mok g

6.3-3 @ ] w

Bl

90° - RATSER
£3L i
JERAY
6.3-3
6.3.2
6.3.2.1
(1)

150 ~ 40k} mol !
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Iz t
dc
dz
6.3.2.2
6.4 —
6.4.1
6.4.1.1
©)
200nm

t

= kc

t

+ b

0—>0

T>TC
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6.4.1.2

6.4.2

6.4.2.1

n—>o n—>mn"

o>¢" >n>¢ >w>n’ >n>n’

' d°
d
S
n—2 f
d—d
_ I
T_Io
AZlogl *log*0 = ecl
T 1
I I
[ =1m ¢ = lmol- L! A

10~

Na® K' Mg?" Ca®" SP' Ba®' Sn®" Pb*' BP?" Ag" Zn?" Cd**
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Hg,’" Hg?' BO, B0 G022 Ac CO3 SiO2~ NO;~ NO,
PO, AsO"  SbClg 37 SbCly ~ SOy2~ SO2° & S0 F
Cl- ClOy~ Br~ BrO;~ I° SCN™  CuCl, ~ TiO** VO;~ VO~

MoO,?~ WO,
Cu*”" CuCly 2~ Cu NH; 4 2* T
TiCl H,O 5 ** TiO H,0, ?** V2t V3
\( VO, * VO, O, , 3 vV O, 3
Ccr?t crt Cr H,O sCl ?*
Cr H,0 ,Cl, ** Cr NH; , H,O0 , *" Cr NH; ;
H,O 5 ' Cr NH; , H,O , 3" Cr NH; sH,0 3"
Cr NH; ¢ *°* CrO, - CrO,%~ Cr,02~
Mn?* MnO,*~ MnO, ~ Fe?t
Felt Fe CN 4 4~ Fe CN ¢ 3°
Fe SCN , 3" Co** Co NH; , %'
Co NH; ¢ " Co NH; 5Cl 2% Co NHj s
H,0O °*' Co NH; ,CO5 * Co CN 4 3~
Co SCN , %~ Ni?* Ni NH; ¢ 2*
6.4.2.2 -
1. —
(1)
6.4-1
6.4—2

~F< ~CH;< — CI< — Br< — OH< — OCH;< — NH, < — NHCH;< — N CH; ,<
~ NHCH;< O~
(3)

-NH; " < = SO,NH, < - COO™ < = CN< — COOH< — COOCH; < — COCH; <
—CHO< -NO
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6.4—1
Amax nm €max
178 10000 T
C5H1 1 (J‘E(:iCHg 196 2000 —_—
225 160 R
(@]
I 204 41 n—n’
CH;COH
O
I 214 60 n—r
CH;CNH,
(”3 186 1000 -
CH;CCH, 280 16 n>w’
CH;N=NCH; 339 5 n—>m
CH;NO, 280 22 n—>m
300 100
C4HLNO 665 20 e
CG,HsONO, 270 12 n—>m
o
(5)
A
(6) hyperchromic effect s
[ A AR 7
(7) hypochromic effect
€
(8) 6.4—-1
10*




10°

6.4-1
2. -
6.4-2
€ €
nm mol ™ * em ™! nm mol ™ * em ™!
AN AN
—C—0— 185 1000 n>s" N—Cl 270 300 n>s"
/ /
N AN
—C—N— 200 3000 > N—0DBr 300 400 n—>¢"
/ /
AN
7C*S* 200 2000 n>c’ —0—0— 200 n—>¢"
AN
—C—Br— 200 300 n>c —S—S— 250~330 1000 n—>¢"
N /
AN c——C ,
7 —1 260 500 n—>c AN 265 508 n>c"
S
AN / AN
—=C 190 9000 n>n’ S0 210 2000
/ AN /
—N=0 675 20 >’
=0 280 20 >’ 300 100 >
190 2000 n>c" —NNO 350 100 >’
160 >’ 240 8000
—COOR 205 50 n—>n —ONO 310~390 30 n—>n
165 4000 > 220 1000
C—=N— 250 200 n>n’ —NO, 330 10
280 20 >
AN
/C:N*OH 193 2000 n>n” —ONO, 260 20 n>n”
—SCN 245 100 n—>n
=S 500 10 n—>mn —NCS 250 1000
AN
240 9000 —C—N; 280 30 n—>n
/
=N\, 350 5 n>n’ 220 150 >’
—N=N— 340 10 n>n’ —C=C— 175 8000 n—>n’
240 >’
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N—>V
A.c>c"
6 c
6" o
G'X
A 135nm
B.m>x"
> s
o T
182nm
K
A 217nm € 21 000
E
E T
E
E, e =10
B T
B
183nm 203 nm 255nm
46 000 7 400 220 183nm
E, 255nm B
2 N—>Q
n
An—>o"

n

B.n—>=x"
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TE*

E,

200

203nm

10°



n—>n" R € 100

o T n

N—>R

X—Y > X—Y '

N—R
4
hv N
@NRZ —NR
1
oot Dco
R R
I
6.4.2.3
1.
2.
6.4-2

N—>R
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n—~>mn

T =T
3.0|=
]
]
]
{
[]
f
2.0f=- ‘
7 I
= f :
x ]
@ {}| :
' :
1.0]= : :
| :
[ ]
? /
4/ :
1 1 i Il i 1 1
3.5 36 38 39 2041 42 43 44
v, um™!
6.4—2
6.4-3
6.4-3
nm nm nm
200~250 210 N N- 270
210 210 260
210 210 290
245 215 295
210 210 300~350
200 210 330
11— 235 215 300
235 210 335
14- 225 250~300 305
200 280 350~400
210 265 380
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6.4.3 —

6.4.3.1 —

320 ~1000nm

180~350nm
2.

350 ~2000nm
4.

550nm 250nm
750nm 10%
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M;

20

300 -

80

6.4.3.2

1.
6.4-3
D, W . .
M; i
" > s,
6.4—4
Wa
2tk
N0
PM
6.4—4
W M, M ;
(j M3 Sz Sel
SeZ

PM



6.4.4

6.4.4.1

KCl
6.4.4.2

6.4.4.3

nm

6.4.5 —

6.4.5.1

>\]TJ‘HX EI‘ﬂHX

301 -



200~800nm

210~250nm
260~350nm
250~ 300nm €

S

max

6.4.5.2

>\max

Ar

302 -

max

3~5
10~100
e >2000
255nm
255nm
y
At A
611161 + eyllcy
=&, le, + €y, le,,
€y, xr oy Al
oG

0.005%



Cx 15
“
A, =e [+ cy—cs = €
Cq
A, A, — Ac
Ac cx = ¢+ Ac
6.4.5.3
M L ML,
L M ‘L
cm < n
cpM CL >N
M L ML,
=c c ‘M CL
6.4.5.4
pH pH
L! - K,
6.4—5 HA A
pH=8 A
HA HA A"
6.4-5 358nm
co A An pH=2 o
5.5 HA A~
o A

AA7 = EA,COb

™M

M CL

ML,

cmt oL

pH
>10 *mol

HA Apa pH
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AHA = €HAC()b
A = €A7CAfb + EHACHAb

pH =5.5 CHA’ CA7
Can _ Ax —A
CA7 - A - AA’

Ay - A
PK, = lgm + pH

08

0.64

0.4

310 330 350 370

6.4-5 pH HA pH

6.5.1

6.5.1.1

304 -



6.5.1.2

Vg Vs
0
6.5-1
6.5-1
v 0
g
Vas Y
0 T
5, 0
Oas 1)
cm
em !
A pm
= 10000
A
6.5.1.3
AN
=0
/
—NH, —OH —NGO,
— c—C — C—H — N=N
Vs s m W vw wm
sh
6.5.1.4
1.
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6.5-2

-1

cm cm-
3300~3200 m or s 1760 s
2250~2100 w 1710~ 1680 s
3350~3250 s 1440~1400 m
1440~1320 mor s 960~910 s
680~620 m or s 850~650 m
2830~2810 m 2190~2130 s
2740~2720 m 1765~1720 s
1725~1695 s 1290~1180 s
1440~1320 s 1285~1170 s
2980~2850 m 1140~1020 s
1470~1450 m 1400~1000 s
1400~1360 m 2970~2780 s
CONH, 3540~3520 m 1475~1450 m
3400~3380 m 1400~ 1365 m
1680~1660 s CH, 2940~2920 m
1650~1610 m 2860~2850 m
CONHR 3440~3420 m 1470~1450 m
1680~1640 s 3090~3070 m
1560~1530 s 3020~2980 m
1310~1290 m 2240~2220 m
710~690 m NO, 1570~1550 s
CONR, 1670~1640 s 1380~1320 s
3460~3280 m 920~830 m
2830~2810 m 1480~ 1460 s
1650~1590 s CsHyN 3080~3020 m
1190~1130 m 1620~ 1580 s
740~700 m 1590~ 1560 s
3200 s 840~720 s
1430~1390 s ROSO;R’ 1440~1350 s
3100~3000 m 1230~1150 s
1630~1590 m ROSO;M 1260~1210 s
1520~1480 m 810~770 s
900~650 s RSO;H 1250~ 1150 s
700~550 m SCN 2175~2160 m
2980~2850 m 2590~2560 w
1400~1390 m 700~550 w
1380~1360 s 3095~3080 m
1870~1650 s broad CH—=CH — 1645~1605 m or s
3550 m dilute solution 1000~900 s

3000~2440 s broad neat
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(1)
4000~ 1300cm ! 1300cm '~ 650cm ™!

—CH; 2960cm ' ~2870cm ! 1460cm !
1370 '~ 1380cm !

(4) c—C
1500 ~700cm " 1800 ~ 1600cm
2500 ~2000cm !
(5) O—H O—D
D O—H
3600cm ' O—D 2630cm !

=0 — =C

O—H>N—H>C—H

(8)
2.
6.5-2
6.5.1.5
4000 ~667cm !
COy%~ 1530 ~1320cm ! 890 ~ 800cm !
750 ~670 cm !
3300 cm ! OH

SO2”  1210~1040 ¢m ™! 1030 ~960 cm ! 680
~570 cm !

NO; - 1520~1280 cm ! NO, 1350
~1170 cm ™! 850 ~800 cm !
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PO, 1120 ~ 940 cm!
S04 1175~860 cm !
B,O~ 1480 ~ 1340 cm !
2250~2020 cm !

6.5.2

6.5.2.1

6.5—1

Nernst — glower
®1~3mm L 2~5cm
800C

i
& oAl Frs

L Rah o

SEE Y .

%
Tm-] it

i
it e Hokss

6.5—-1

NaCl KBr LiF
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FT-1IR

6.5.3

6.5.3.1

3710ecm™ ' 1630cm !

6.5.3.2

2900cm ' 1465cm !

Img

1%

300mg

1~3mg

1380cm !

3710cm !
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6.5.4

6.5.4.1
H,0O CO,
113 ” “ API”
6.5.4.2
1.
(1) 3000cm ™! —CH
3~10
(2) 3000cm ! 3000cm ! —CH
3000cm ! 3000 cm ! —CH
(3) 1600 ~
1450cm ! 2000 ~ 1850 cm !
3000 cm ! CH
2.



1740 cm ™!
—0 1300~ 1000 cm ™! c—O
1700~1600 cm !

c=C 1000~ 650 cm ! C—H
—C 2200 cm ! —C=C—
=N
3.
1
u=1+ny+ 3 3T
ny nj3 ny
u=20 u=1

6.5.4.3

10°

5%

6.5.4.4

311 -



6.6

@

EPR

6.6.1

6.6.1

6.6.1

312 -

.1

'"H NMR

2

TMS
bp27C

NMR

NMR
lH 13C
AE
h
AE =1 Z{_ H()
Hy
TMS
@ ®



ppm 9

Brys — B
o= M2 100
Brvs
Brws B TMS
VIMS VIMS Yo
N .
§= "M 18
Yo
0~10ppm &
6.6—1
ppm ppm
CH; 4Si 0 CH;0O~ 3.3~4.0
R,NH 0.4~0.5 RCH,X X=Cl Br OR 3.4~3.8
ROH 0.5 ArOH 4.5~7.7
RNH, 0.5~2.0 H,C=C 4.6~7.7
CH;C 0.7~1.3 RCH=CR, 5.0~6.0
HCCNR, 1.0~1.8 HNC=0 5.5~8.5
CH;CX X=F Cl Br I OH 1.0~2.0 ArH 6.0~9.5
OR OAr N SH RHN 7.1~7.7
RCH,R 1.2~1.4 7.27
RCHR, 1.5~1.8 HCOO 8.0~8.2
CH;C=C 1.6~1.9 ArHN 8.5~9.5
CH;C=0 1.9~2.6 ArCHO 9.0~10.5
HC=C 2.0~3.1 RCHO 9.4~12.0
CH;Ar 2.1~2.5 RCOOH 9.7~13.2
CH;S™ 2.1~2.8 ArOH 10.5~15.5
CH;N 2.1~3.0 HO;S™ 11.0~13.0
ArSH 2.8~4.0 RCOOH monomer 12.0
ROH 3.0~5.2 15.0~16.0
6.6—1
5  4.99 1.96
o 7.27
e
6.6.1.3
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6.6—-1 3.16 1.25  1.89cm 0.63 52 3

5 2 3
6.6.1.4

'"HNMR 6.6-2

8.0 7.0 6.0 5.0 4.0 3.0 2.0 1,0 g_Ps
" 400 O 300 T 200 00 0

O—CHz—&—CHz p

(C){ ®» ©
@ 51.96
(®) 3 4.99 5

(©) 87.20 r

¥ h i i L .
8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0
8 /ppm
6.6—1
3.0 7.0 0.0 5.0 4.0 3.0 2.0 1.0 0
¥ T T T T \amy T Y T
¥ 400 300 200 100 0
CHs— CHs— Br cpe
(@ (b)
(a) 3 1.67

(b) & 3.43 f

A——.an - oy -
80 70 6.0 50 4.0 3.0 2.0 1.0 0
d /ppm
6.6-2
- spin — spin cou-
pling - spin — spin split-
ting J Hz
n n+1
60MHz
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6.6.1.5

60MHz 100MHz
Hz Hz

J vic

6.6.2

6.6-3

gmgate | T SHRET g
R

l — - P <

2354 N 1%
B
I PlicskiE
(PTibe e ) FHNERIE
K54
6.6—3

X
9
o

Y

R

J gem
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6.6.3

6.6.3.1

TMS
DSS
6.6.3.3

Sem

316 -

T™MS

CDCls

T™S

0.5~1mL
TMS

1-2

6.6—-3

22—

T™S

lH ISC

727

20%

1 0()

4%
—-5—



6.6.4

6.6.4.1

2.
3.
t triplet

m multiplet

6.6.4.2

n 1mol

6.6.4.3

6.7

) )
s singlet d doublet
q quartlet n+1
J ]
—OH —NH, —SH DO
A=Ag n C
A
C

20 60
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b i

e
misri | meesg | mrw | SE0RE
LR St
At RN TE B
PEF
Mo
P

s
T . e
sk
i
P

6.7.1

n z

107 *~10 °Pa

6.7-1
6.7.1.1

10 3~10 °Pa
10 °Pa

318 -
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6.7.1.2

6.7—-2
1Pa 150C
6mm
300C
MO
T
B
TR e
. Ve
i
R
6.7-2
6.7.1.3
El 6.7—3
S/ a
5~80V

0.5L

25cm

—100C
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M+e =M" +2e”

45V

800~8000V

0.5mm

j l :l:]mmm
! =
TR
6.7-3
252
6.7.1.4
8000V m v
—4

320 -

n

800 ~
6.7



zU = %mvz 6.7 -1

z U
m
mo’ #@mnzg
R R
Hzv
2
Hzv = % 6.7 -2
6.7—4
H 6.7-1 6
7-2
212
=z = %5 6.7-3
6.7—-3
R m =z HU U H
m 2 R
H R m z 1 U U R
m 2z H? H m z
6.7.1.5
1.
107 °~10 PA 1s
2.
6.7—5
C
D, D, Dy D, — 10*~10°
A 107 7A 1s
3.
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-2.0kv

Le=]

—1.0kv

R A #

6.7-5
6.7.2
6.7.2.1 M
0.1mg
M+1 M+2
6.7-1
17 - OH 47 CH;S
18 H,O 48 CH;SH
26 CH=CH - C=N 49 - CH,Cl
27 CH,—CH- HC=N 54 CH,—CH — CH—=CH,
28 CH,—CH, CO 55 - CH=CHCH,CH;
29 CH;CH; - CHO 56 CH,=—CH—CH,CH;
31 - OCH; - CH,OH CH;NH, " i)
32 CH;OH CH;O0C - CH;CONH,
33 HS - CH;+H,0O 60 C;H,0H
34 H,S 61 CH;CH,S
35 Ct 62 H,S + CH,—CH,
36 HCl 64 CH;CH,Cl
40 CH;C=CH 68 CH,—C CH; - CH=CH,
41 CH,=CHCH; CH,—C=0 71 - GsHyy
43 - GH, CH;CO CH,=—CH - O . (”3
44 CH,=CHOH CO, CH;CH,OC-
45 CH;CHOH CH;CH,O
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18

4. M+1

5.M-1

+ H

RO R >R-OFR =R OFR

M-1

| e |

R—(—0 —> R—(—0 —* R—(=0

> > > > > > > >
N CHO
CHON N
N N
3~14
- CH; 6.7—1
BH A%
fHER BF (5F)
O,
O+
[0, 4®)
a
—HF
6.7-6
M+1
H
/

15
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M+1 M-1

6.7—6 d <lmm
7000 ~ 10000V r =2.5um
10’ ~108V em ™!
6.7-7
33—
6.7.2.2
M+1 M M+2 M
M+1 M+2 M+1 M M+2 M
J.H. Beynon
10¢ r o 100 o

s 80f =80

:fif 60 b "

2 40} 100

20 2 85
0 %l 4080 B0 100
m/z m/z
a. b.
6.7-7 33—
150 m z 150 151
152
M 150 100 %
M+1 151 9.9%
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M+2 152 0.9%

M+2 M=0.9% SBr (l Beynon
150 29 M+1 M 9~11% 7
M+1 M+2
1 GHoNy 9.25 0.38
2 GgHgNO, 9.23 0.78
3 GgH;oNO 9.61 0.61
4 CsHipN; 9.98 0.45
5 GHpO, 9.96 0.84
6 CoHpNO 10.34 0.68
7 CoHaN, 10.71 0.52
N 246
M+1 9.9% 5 CoH,00O, M+2
GoHy0,
6.7.2.3
100 57
6.7-8 80)
&
100 ™ 60 "
H# 40
100 85 e 29 100
Z 20}
: CH3 15 | 515
0 |
57 20 30 40 50 60 70 80 90 100
co 28 m
57
6.7-8
—‘+
CH;
/
C_CH';
AN
CH;,
CH;"
- CH, co 7
—_— C—CH;,
AN
CH;,

CH;—CO—C CH; ;
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41 29 CCH; ;"

1+

CH;
/ i
C\ CH; oHy " CH—CH,
CH; CH,
m oz =41
/LH3 ) )
C(CH\; — (‘:H_CH:; CH—CH, CH,—CH;
CH; CH,—CH;,
m =z =29

MmS K

A l:llnh‘;;l

sl b L]

GC LA

GC B

6.7-9 -

6.7.3 —
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6.7-9

10

1 He

2 He

m z =4

24.6eV

H, N;

15.8eV

CI
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NH; CH;NH, CH; ,NH 1%
150 ~250Pa 5006V
QM"*
CH, 5006V

CH,+e —CH," +CH;" +CH," +CH" +C" +H," +H" +ne"
CI_I4Jr +CH4 —>CI_ISJr +CH3
CH;" +CH,—GH; " +H,
GH," + H,
/
CH,*+ CH4\
GHy*+H, + H
CI‘IJr +CH4 —>C/ZI_12Jr +H2+H

GHs " +CH, —GH; " + H,
GH; " +CH, —GHs " + Hy
GH," +CH, —
CHs* 47% GHs* 41%  CHs' 6%
M

CHs" +M—>MH" +CH, L
N N e M+1

GHs" +M—MH" + GH,

CHs" +M—> M—H " +CH, + H,|

GHs" +M—> M—H " +GH;

CHs" +M— M+CHy * M+ 17
GHs" +M— M+CHs * M+29
QMm* M+1 " M-1" M+17 " M
+29 *
1) QM~™ QM*



6.7.4

6.7.4.1

FAB

CI
6.7.4.2

PFTAB PFK

GC MS
GC
PFTAB
El FAB
MS

CI

GC MS

GC MS

GC

PTFK

GC
99.95%
99.9%
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6.7.4.3

FD

FAB FD

CI
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CI

FAB SIMS

R 5000~10000

FI
FAB ED  SIMS

MIKES

GC MS



MS MS

7.
1
2
GC MS
6.7.4.4
6.7.4.5
20 ~25TC
70%
3Q
6.8 X-—
X - 1895 W. C. Rortgen
0.001~10nm X - 0.05~0.25nm
X_
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6.8.1

6.8.1.1 X-
X X
L—-K M—L
N—M K
X - K L
L
Pl FEREEE
— 5d Ov
5d Ow
5p Ouw
5p Oun
Ss (o3
af N
4f Nw
4d Nv
4d Nw
Nw
:ﬁ N
@ 45 N1
_é%
o M v
® 3:1, M
Mm
w %f) Mu
= 3s M1
2, L
% L
v -t 2s L
B4 ¥3 y4 Bl¥1l v6 n a2 B5 B7
B3 y2 Y5 v8 al B2 B6 PIS
olef 1o 1% AL iod oL feed e Ly ——/
LRl
1s K
al a2 B1 B2 B3
KRB
6.8-1 X-
X —
AL= +1 s pp s
dd p f L K K, M L
La X - NiK, FeKg Snl
UMy, Ni Fe Sn U K LM
KLM a« B
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X_
X - 6.8—-1
Xf
X_
Xf
X_
Xf
X_
X_
99% 1%
6.8-2 X -
b B
i
!
CKE,
t - o
" -— -‘--cx_/ﬂ—;.
AN
BT \\___&ﬁ
free {
- R
E‘
A
6.8-2 X -
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100kV

Cu Fe Mo Ni Pt Rh' W Y

Xf

Xf

6.8.2 X-—

1923

X_

(1) X-

(2) X-
10 °5~10 %g g !

40

X_
Xf
X - 10~
Xf
Ag Co Cr
22 Ti
Xf
X - X -
Xf
1077~10%g g !



(4)
(5)
(6)
6.8.2.1 X-
107 12~10"Ms
Xf
6.8.2.2 X-—-
X_
Xf
X
X_
)\min
U
C >\min A
X_

6.8—-3

6.8-4

Xf
+1
6.8—3
X_
X_
X - X -
X - X—=
X_
12400
U
s ¢ cm- s e
261_—;656 27(3057 48Cd1°9 95Am241
X_
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[rreceit] |i+§§z%§|

|

" X BARE
mﬂu%% ——

| HORER | BtE

i |

£l
Fkmp st e

A6 25
b

Ry

6.8—4 a b
Xf
X_
Xf
X - X —
6.8.2.3 X
X_
A=K Z-5"?
K S X — A
d 20
X - A
2d sinf=n A
d n n=0 +1 +2 0
A X -
6.8.2.4 X
X - X —
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2.
3.
Is

k
k

4
6.8.3 X-
Xf

cs

10%
s
CA_ IiA
Cg B IS
Iy Is
CA
Z+1 Z+2

25%

95 %

CA

CA
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6.8.3.1

B E D
* R
6.8-5 X-
W. L. Bragg X- 6.8—5
OP R
AP + PC = nA
n OCD

AP = PC = dsinf

d 0
nA = 2dsin0
Bragg
X —
sind = nd 2d
6.8.3.2 X-—-
X - 6.8-6
X - X -
X —
0.5mm 0.05mm
X_
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[FE0 X- ST

BB
i
¥
&
: HOATHECRS
A
6.8-6 X-—
0
X —
6.8.3.3 X-
X —
1.
200—300
X —
0
d
2.
X —

20
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X —

6.8.3.4 X-

X_

1.

NaCl
(1)
NaCl NaCl
S0y, = 22 p2 4 g2 2
hkl Za
P 1 h+k+1
F 6.8-1
6.8-1
h+ B2+ 2 P I F W+ B2+ 2 P I F

1 100 14 321 321

2 110 110 15

3 111 111 16 400 400 400
4 200 200 200 17 410 322

5 210 18 411 330 411

6 211 211 19 331 331
7 20 420 420 420
8 220 220 220 21 421

9 300 221 22 332 332

10 310 310 23

11 311 311 24 422 422 422
12 222 222 222 25 500 430

13 320
(2)

K, A=0.154nm 2 R =57.3mm
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6.8—-7 6.8-8 0=L 0 6.8-2

0 sin®0 sin®0 0.01875 sin®0 3:4:8:11
112:16:19:20:24 6.8—1 NaCl
F
(3)
NaCl 6.8-1 111
200 6.8—2
NI
i
:
6.8—7 NaCl
(4)
Gt0= Ao gy gt
4a?
2
0.056= 142‘2‘ 3
a =0.562nm
a® =0.1775nm’
a
(5) NaCl *“ ?
NaCl M, = 58.5 d = 2.16g cm’®
ZI\; =5 1o % SSOSZX 105 X 10*'nm® = 0. 045nm® lem® = 10* nm?
0.1775nm’ NaCl
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111

311

200

220

420

400
331

511,333

440

531

00,442

20°

30°

40° 50° 60° 70 80°

20

o
S

100°

6.8—8 NaCl
L 01775,
0.045
6.8—2 NaCl
0 sin?0 sin'd__ R+ b2+ (2 N fc hkl I
0.01875 Na Ja

13°41°00" 0.0560 3 8.9 13.1 111 3
15°51°00” 0.0740 4 8.6 12.2 200 100
22°43'30" 0.1492 8 7.5 10.2 220 90
26°56'12" 0.2052 11 6.8 9.4 311 1
28°14'18" 0.2239 12 6.6 9.2 222 15
33°6'54" 0.2984 16 5.9 8.6 400 4
36°32°00" 0.3544 19 5.4 8.2 331 1
37°38'54" 0.3731 20 5.3 8.1 420 10
41°59'54" 0.4477 24 4.8 7.7 422 10
45°12/36" 0.5036 27 4.4 7.5 511 333 1
50°36"24" 0.5972 32 4.0 7.2 440 2
53°54'12" 0.6529 35 3.8 7.1 531 1
55°2/00" 0.6715 36 3.7 7.0 600 442 2

2.

CaCO;
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X —
d I I,
d I 20 < 90°
100 I, I I
The American Society for
Testing and Materials ASTM Joint
Committee on Powder Diffraction Standards JCPDS
PDF PDF
PDF ASTM 6.8-9
10
d la 16 lc 1d
7 8
I 1, 2a 2b 2¢ 2d
3
4
9
5
6
6.8—9 PDF ASTM
a la 10 1c 1d
d
b I I, 100 2a 26 2c¢ 2d
c 3 rad A fil-
er dia cut off diffrac-
tometer visual
d 4 Sys S.G.
ap by ¢ a
B z
e 5 sign
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f o
g 7
h
i 9
j 10
Xf
3.
(1)
(2)
(3) X—
| F |

D, mp color

Hanawalt
d
d I I,
0.1% ~10%
0.1~1Imm

100

I hkl

I I

I hkl

abcalfy



A_z

001

A3

60° 90° 120° 150° 180°

6.8-10 B-

0 30°

6.8-10
6.8-10

51°

6.8—12

6.8—11
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6.8—-11

6.9

6.9.1

6.9.1.1

1500C  2400C

346 -

0.08A

2

1.25A1.82A

O—e—o—0

3)

6.8-12

1 O 2 CgHs ;PO OH , 3 Ag,C, 4 PsS;

—150C



6.9.1.2

13
2.
3.
ICTA 9 17
TG DTA TG-DTA
DSC
TG—-DTA TG DTA
DTA DSC TG
TG-DTA TG-DSC
X —_
6.9.2 TG
6.9.2.1
1.
Thermogravimetry TG
W=/T 1
TGA tg T.G. TG
Thermogram 6.9-1 TG m
mg T K t
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Tl -
\
Thermobalance -
£}
Sample N &
@ 1 Tr
1 \ Tonset
Plateau TG /AT
T
T, Initial temperature
T ; Final temperature 6.9-1 TG
Reaction interval T,~ T,
TG
TOnSel
2.
TG
3.
P205
6.9.2.2 TG
1.
a.
1.18mg  1000T 0.28mg
) 273
W=VXd1l1 T
w \% d
273K T 300C 1 2 900C
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14 \%

Al Pt

TG

ALO;

5~10C min 5~20C min

b. 6.9-2 DTA

TG

6.9.3 DTA

Differential Thermal Analysis
TG

6.9.3.1 DTA DTA
1.DTA
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T, T

S T

DTA

6.9-2

T &

"
Lz el

350 -

AT

€. 0.

ICTA

DTA

T,-T, =
T
—AT
T,
Te,n.
PERIE A

] LT e B L D

[T t
t
+AT
DTA
TP

e N |

o fh

PRI
FAAG

W
X
W
HhE

6.9-3

0.5~20C min

AH



6.9-3

DTA DTA -
900C DTA - 1500°C -
— DTA DTA
6.9.3.2 DTA
1.
2.
DTA
DTA
DTA 2~20mg
6.9.4 DSC
DTA
1964 Watson O Neill
DSC DSC
DSC DTA
6.9.4.1 DSC
DSC DSC
dH dt mJ s t T
DSC DTA DSC DTA
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6.9.4.2 DSC

1.

DTA
DSC DTA
2.DSC
DSC
DTA
DTA
DSC Du Pont 1090
DSC 98 %
DSC
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600C

DSC

DSC
AT—0
DSC

10%
DSC DTA

AH



7.1

7.1.1

7.1.1.1

KNO;
KNO; KCl  NaNO;
Na * Cl - N03 B

KNO;

NaCl
KNO;

K+
KCl NaNO; KNO;  NaCl

7.1-1
KCl  NaNO;

353 -



NaCl

KNO, KNO,
7.1-1 g 100gH,O
t C 0 20 40 60 80 100
KNO, 13.3 31.6 63.9 110.0 169 246
KCl 27.6 34.0 40.0 45.6 51.1 56.7
NaNO; 73.0 88.0 104.0 124.0 148.0 180.0
NaCl 35.5 36.0 36.6 37.3 38.4 39.8
7.1.1.2
CuSOs 5H,O CaCly; 8NH; NH, ,SOs FeSO,; 6H,O

Cu NHg 4 SO4 Hzo

K,SO, Al SO, ;

NH, K,SO; Al, SO, 3 24H,0 NH,; ,SO,
- Al, SO, 3 24H,0
(2)
Cu NH; 4 SO, NH; H,O
NH,; ,S0; AL, SO, 5 24H,0O Al, SOy, ;
NH, ,50,
Al, SO, 3
(3)
NH, ,SO; Al, SO, 3 24H,O NH,; ,S0O,
Al, SOy 3
(4)
K,SO; Al, SO, 3 24H,O NH, ,S04 FeSO;s 6H,0
Cu NH; 4 SOs H,O Naz Co NO, ¢
NiSO, 31.5TC
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NiSO; 7TH,O 31.5~53.3C NiSO; 6H,O 103.3C NiSOy

7.1.1.3

PCI'; S1C14 SI’ICI4 F€C13

(1)

v
v

F€C13 A1C13 SI’ICI4
2Fe s + 3ChL $2FeC13 g

2AI1 + 3CL—>2AICL g
FeCl3 A1C13

Sn 1 + 2CL—>SnCl, 1

SI’IC14 SHC14

(2)

+ — +

NGY
NG
)
©) TiO,
TiCl, TiO, C 800~900°C
TiO, +2C + 2CL —>TiCl, + 2CO
(3)
A
CI‘203 + 3CC14 HZCI‘CB +3CO+ 3C12
CI’C13

(4)

SOCl,
355 -



FeCly 6H,O SOCL,  FeCly 6H,O FeCly SO,  HCI

A
FeCly 6H,O+6S0Cl, —>FeCl; + 6S0, A + 12HCI A
HCl NH,Cl SO,

7.1.1.4
MHOZ' nH2O T102

FeO TiO, FeO Cn0; CaCO5 MgCO; BaSO,
CuCO3z Cu OH , FeS,
CuFeS, ZnS HgS

1.

(1)

@

NO;~ ClI° F~
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©) NaOH Al Zn

s
N
©) K, S04 >300C
SO;  SO; TiO,
TiO, + 2K, 5,04 Ti SO , +2K,S0,
KHSO, K;S,0;, KHSO,
SO;
A
2KHSO, SO; + K, 50, + H,O
@ Na2 CO3 K2 CO?, NaOH KOH Naz OZ
Na,O,
FeO CI”QO3
2FeO Cr,O; + 7TNa,O, 2NaFeO, + 4Na,CrO, + 2Na,O
Nazoz
Na2C03 VI

4FeO Cr203 + 8N82CO3 + 702 8N82CI‘O4 + 2F6203 + 8C02
NEL2CO3 NaOH

NaNO3

2FeO CI‘203 + 4N€L2CO_7, + 7N8NO3 4N82CI‘O4 + F6203 + 4C02 + 7NaNOZ

6~12
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pH pH
<10 "mot L7}
pH
(2) Cu Ag Cd Bi Sn Pb
ZHCO3 ZHSO4' 7H20 HzSO4
NiZ" Cd*" Fe*" Mn** Fe*" Mn?"
N2t Cd** Zn
3.
3.5
7.1.2
7.1.2.1
1.
3,0, + Fe H,O ¢*"— Fe G0, ;5 * + 6H,O
2.
a b.
c. d.
CrCl;+ 6 NH; | —>Cr NH; ' + 3Cl1-
3.
A
2 Co HzO 6 C12 —>Co COC14 +12H20
Cl™
7.1.2.2
2 Co H,O 4 CL+ 10NH;+ 2NH,Cl + H,O,—>2 Co NH;  Clh+ 14H,0
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O, H0O, O;
Pb02 5602
NH4 2C€ NO3 6 KMI’IO4 chrzo7

7.1.2.3
@
N CHO (”3H Y
Ni2+ +4©i LHzO» N N=CH
NH2 /Nl\
CH=N T
CH
@
N\
N *
7.1.3
7.1.3.1
1.
7.1-2
T
1060
1400
1540
1700
ThO, — CeO, 1900
7r0, 2400
2500
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7.1-2

95% —LaO; 5% ZrO, 85% —Y,0; 15%

2.
(1)
MgO s + A1203 S *’MgAlel S
(2)
Nb205 +5 H2—) 2Nb + 5H20
860C Nb
2MgO + Si —>Si0, s + 2Mg g
1200C
(3) Chemical transport reaction
A
A
523K
Tis +L g Til, s
_ 1 623K ,
TIIZ S +312 g TII3 S
, 1 653K
TII3 S +§Iz g TII4 g
1000°C
_ =1273K
TII4 g Tl s + 12 g
Ti
7.1.3.2
1.
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e="»

173K —100C 173~4.2K

7.1-3

4.2K

+ 0C
3 + CaCl, 3 —40C
3 + NaCl 1 -21T
—34C
* -78C
—183C
-196C

Na + NH; | —>NaNH, + 1 2H, ¢

Fe3*
CaCl, + 4NH; —>Ca NH, , + 2NH,Cl

BCl; + 6NH; —B NH, ;+ 3NH,CI
10S + 4NH; —>S,N, + 61L,S
405+ 2NH; —>NH,NO; + H,0 + 40,

NH;
CrCl; +6 NH; —>Cr NH; ¢°* + 3Cl°

2800V 12mA
Xe+2F, ————>Xely

-78C
140 — 192K
XeF, + OF, — > XeFy + O,

X€F6
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XGF(, + 3H20 HXGO:') + 6HF
3XeF, + 6H,O—>XeO; + 2Xe +3 20, + 12HF

®)
/
F, + Kr—> KrF,
7.1.3.3
1.
7.1-4
Pa
10°>—10°
10°—10 "
10 '—107°
10 > ——10"12
<1012
2.
(1) MVS
N 177k N N
Ti+2 | — | Ti
/ 2 250K / /
B r TR AE R
O-MHEZHH /
KRBT
WHIBE
( 200mL )
7.1-1 MVS
7.1-1
MVS
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(2) LPVCD

920~1200K 1.33kPa

Si OGHs 4 SiO, +
LPMOCVD
880K H, 1.33kPa
CH3 3G8. + ASH; GaAs+ 3CH4
(3)
Fe;0, +8HCl g ==2FeCl; g +FeCl, g +4H,0 g
7.1.3.4

Le Chatelier

1.
2.
(1)
C Ni Fe Co C
4GPa 950C 20
0.2mm
(2> ° ° °
LiFeO, 35.5A + 2Fe,05 2%50.28 —> 2Liy sFey, sO; 2X72.3 A
Le Chatelier
Fe;-,O + xFe—>FeO
BaCrO; + Cr,O; —>BaCrO; + 2CrO,
(3)
4Ca0+ 2Fe,05+ Oy > 4CaFeOy
2Th,0; + 0, — 28 THO,
(4)
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H,O 400K

CrO3 + CI‘203
H,O 550K

3CrO,

3KF + CoCl, KCoF; + 2KCl

7.1.3.5

1.
hy 365 ~ 506nm

Cr NH; 5Cl " +H,0 cis — Cr NH; , H,O Cl " + NH;

Cr NH; s H,O 3

hy 313nm )
cis — CoCN, HbO , ———— trans — Co CN , H,O , ~
2.
LnH, IO, ™ 2 LnH, IO, "2 *
2 LaH, IO, »2 * +%02+H20*>2 LnH, 10, "' +20H"

7.1.3.6
1.

(1)

2000 BCl;
2BC13 + 2Cu HBzCL; + 2CuCl
(2)
O;
5~20kV
302 4’203
2.
12v
Ed" +S0,7 +e EuSO; |
Sm** Ed’T YBP' Ed? Ed*
Edi"  Ba®' Eu
7.2
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~ ~ ~ NaOH A ~ N, HZO ~ ~ N,
CH;CH,CN CH;CH,COONa —>CH;CH,COOH
1 OH A ,
CH;CH,CN —————CH;CH, COOH
2 H,0
7.2.1
7.2.1.1
Wittig
1.
Zaytzeff
R’ /\/R/
K] K
X
2.

>
Zaytzeff
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5. Wittig

Horner

7.2.1.2

KBr NaBr

366 -

OH

H,SO,

Wittig — Horner

O
| |

O PhyP= CH, O
B

47.5%
Br

OH _NaBr | \ A/
A Thso,

Sul

Pd Lindlar

Wittig —

S\2



BI’Z CC14
3.
o
NCS
NBS
o
4.
F€X3 AIX'; 12
FCC13
Sandymer

7.2.1.3

Grignard
1. Grignard
Grignard

R—X R MeX

ether or THF g
RI>RBr>RCI>RF
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R Re—R R

2.
B
3. -
—OH
H ! H
I_. F‘\ B S OH
SN N
NaBH, g H;0,/NaOH
—_— —_—
BF; - Et,0O
4.

|
/k NaBH,

R R

Ry R,
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O LiAIH,

YN K
OR, OH
7.2.1.4
HzSO4
21’1 - C4H90H n— C4H9 2O
Williamson
7.2.1.5
T
NN MnO, VA YN
R OH —— R H

R
A MnO, *\

Ar OH— Ar O

OH
A0
HIO,
R

Pb Ohc . R—CHO + HCHO
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Jones

- Brown
H 0
NaBH, OB mGo, /
BF; - E,,O '
B —
B —
B —
B- B-
B- B—
B —
B —
8 8 B
PaVAaN NaOEt NaOEt
OEt RX MOEt RoX %OEI
R, R R
O
)k(RZ
1.NaOH
2.H"
R
R, X + EtONa—>R,OEt
o« B-
a -
14— Michael

a B— 12—
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14~
0 ¢

Cu(DI
E,O

14—

7.2.1.6
1.
(1)
10% ~20% NaOH
H,S0,
(2)
(3) CO,
CO, H;0*
RMgX —>RCO,MgX ——RCOOH
CO, H;O"
RLi —>RCO,Li ——RCOOH
2.

35% ~70%
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Py
R OH +PCI34’ R Cl +H3PO3

O O

| |
N\ N\

R OH +SOCL—> R Cl +S0,+HCl

T T
K PhCOCI N\

R OH —— R (I +PhCOH

T @
AN AN /NN
R Cl + R ONa R O R

O O O

A A A

R OH R O R

7.2.1.7
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NH; < RNH, < R,NH< R;N

Gabriel

NH+RX N—R NH:-NH, | +RNH,

7.2.2
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Clemmensen Wolff —

Clemmensen
Wolff —
Gattermann Vilsmeier Reimer — Tiemann
Lewis
Raney Ni Pd—C
Cu I
7.2.3
Acetoacetic Ester Synthesis
03
O O O O
T2 XA
OEt OEt
O O O 0O
A e O e L
OEt OEt 2.H' &
R
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O 0 O O
/k\/”\ R”ﬂ‘/Cl ‘ ” 1.0H" ‘ ”
OEt OEt 2.Hq" & R’
0O K
Aldol Condensation
a— B—
B «p-

OHO

0 0O
N TP N (RPN
H H H

Baeyer — Villiger Baeyer — Villiger Oxidation
Baeyer — Villiger
Baeyer — Villiger

o) O
==}

Beckmann Rearrangement

OH
/

N o)

Cj — @JH

Benzoin Condensation
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Cannizzaro Reaction

a—H
a— H
a— H
CHO COOH
O 0% KOH_ ¢ N . Q\OH
Vi
Claisen Condensation
B- Claisen
Claisen
O
| Na_ |
AN
OEt OEt
O 0 OO0 @)
M RX EONa || NaOH | Ry
Ot Ok
R;
Clemmensen Clemmensen Reduction
Clemmensen
c—=C
O

7Zn Hg
—_—
HCl A
R

Diels — Alder Diels — Alder Reaction
47 2 Diels — Alder 41
2w Diels — Alder

COEt
CO,Et
¢ =
EtO,C

CO,Et

Friedel — Crafts Friedel — Crafts Reaction
Friedel — Crafts Lewis
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Friedel — Crafts
Friedel — Crafts

AlCl;
Friedel — Crafts
Friedel — Crafts
OH o OH 0
I |
)ku | A\ | A\
AICL . * Y,
HO
Gatterman — Koch Gatterman — Koch Synthesis
CuCl T AICl CO HCl g
Gatterman — Koch
(H)
_coma A\
(u(l AlCl; / H
Grignard Grignard Reaction
Grignard
R— Me R—MgX
ether or THF g
C—Mg
O Rion
i X
R AR LRMEX o 7N
2 I 2 3
Malonic Ester Synthesis
(03
COEt Lona R,X R,  COEt | NOH R;  COOH
< a .HCIl Hea
CO,E EtONa R,X R COE 2.HC! Heat R,
Michael Michael Addition
a B—
Michael B-
T T
2 VAN R; /kA
R, R, R, R,

Perkin Perkin Condensation
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Perkin
CHO COOH

Ac,O | \ N
AcONa /

Reimer — Tiemann Reimer — Tiemann Reation

Reimer — Tiemann

-
cHCL 2>l

OH OH
CHO
H +
CClzz + - —

Sandmeyer Sandmeyer Reaction

Sandmeyer
N," CI° Cl
| A Culcl
/ N
Skraup Skraup reaction
Skraup
OH CHO
OH — H/
OH
OH OH 1 OH
NH CHO N
/
OHC
Vilseier Vilseier Reaction
DMF Vilseier
CHO
/<>\ P()(‘l; DMF
HO OH
Williamson Wllhamson Synthe51s
Williamson
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Wittig

R,0ONa
R,—X R—O—R,

Wittig Reaction

Wittig — Horner

Wolff — Kishner —

Kishner
| OH
Y
V4 o}
R
7.3
7.3.1
10*~10°

Wolff — Kishner — Huang minlon Reduction

180C Wollf —

Wolff — Kishner —

OH
ILN—NH, KOH 200C | AN |
HOCH,CH,OCH,CH,OH Y 0
R
10°~10°
1T
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7.3.2

7.3.2.1
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7.3-1
7.3—-1

10%

80~85C 33~35%
100C 220C

7—11%

15~30%
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20~70%

70% ~—40%

30% ~60%
0.2~5.0%
0.1%~0.3%

Na® K" NH,"
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7.3-2

75~80
40

50

7.3-3

7.3-27.3-3
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7.3.2.2

10~25C

— 606

HCl

7.3-4
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7.3-4

1h—

—1h

—1h

7.4

7.4.1

385 -




7.4.2

7.4.2.1

7.4.2.2

pH
pH

7.4.2.3

1907 Buchner

CeHi9Os , —>CioHp O —>CeHppOg + CeHpOg —>C,HsOH + CO,
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25~35C
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8.1

Ag" Pb*" Hg?" Cu®" C&" B*" Hg?" As III V! Sb Il
V Sn’" Sn IV Fe*" Fet APT CFPY Mn?' Zn?" Gt Ni#© Ba?™ S Ca”
Mg?* Na® K* NH,"

SO~ SO~ S,037 COF POPI~ AsOf~ SiO3~ CN™ ClI° Br-
I $° NO; NO;

1.
K2CrO4 Pb2+
Ba?" ST B ST PH
PbCrO4
NH,  NaOH
NH; NH,
®
AsO*~ As V
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NaOH NH, *
CN™ NaOH NH;

CN™ + 2H,0—>HCOO + NH; 1

CN~ Hg’" CN-
NH, Hg?*
NH,;
HgCl, + 2NH; —>HgNH,Cl ¥y + NH, + Cl~
(@) CrOf - Ba>* BaCrO, St
HAc— NaAc CrOF
SrCrO, BaCrO, SrCrO,
@) SCN™ Co*" Co SCN 7~ Fe?*
Fe** SCN™ Fe SCN %- Co**
F FeF§~ Feo*
® COF Ca®* CaG, 0y Ba®*
CrOf~ Ba>" BaCrOy
2.
O @) ©)
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4. —_—
HCl NH,SCN
Fe’”* Fe3*
HCI
Fe3*
5.
PbZ + SZ -

390 -

10 °mot L1

Fe3*

NH,SCN

ng

pg mL

Fe3*



K* Na® C1~ NO;~ KCl + NaNO; KNO; +
NaCl

Na * SO32 B SO42 B Na2 SO3 SO42 B
SOy~
8.1.1
1.
8.1-1
8.1-1
C2* CAY Cr,02~
NiZ* Fe' Pt YR
tore M MnO,>~ CrO, CR" N&* EF*
PPt
Fe! Fe CN 4 4 B
. . CrO,2 .
Cett Al Sm’T El” MnO,
Fe CN 6 4
Hot
2.
©) 10~ 15mg
@) Na,B,0O; 10H,O
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Na NH, HPO; 4H,O

HCl
®)
HCI
8.1-2
8.1-3
8.1-2
8.1-3
Na Ba
K Cu
Sr B
Ca Pb Sb
@
HCI HNO;
HCl HNO; HNO;
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8.1.2

8.1.2.1
8.1.2.2
8.1-4
8.1.2.3
8.1-4
Agt Hg,?* PRt | B C** ™ HZ' [As I [Sh I [ Sn 1l |Sn IV
HCl AgCl ngclz Pbclz
v v v
HS AgS HeSv + | PbSY |BSsv | CuSy | CdSY | HeS | AsSy | ShSy | SS | S
0.3mol L 'HCI| ¥ Hgy v v v v v
HeS? ™ + 2- 3- 3- 2-
NS He' HgS,” ™ | AsS3” ™ | SbSs SnS3
AgS Hg5¢ + PbS BiS; CuS CdS HgS 3= szs3 SnS SnS,
S AsS
N2 Vol v e e Ly S
Ag, (05 Hg,CO;
Y Y
NH, ,C0s N ¢ ¢ ¢ ¢ ¢ Hfboz Sn ¢OH 51Sn ¢OH 4
- HgO+ Hg
Ag NH; 5" v
Ag,0  HgOvy +Hgy|Pb OH »Bi OH 5| Cu OH , | Cd OH » | HgO Sb OH 3/Sn OH ,/Sn OH 4
Y Y Y Y Y v Y Y v
NaOH
Pb0O,%~ 0,2 ShO, ™ [Sn0,2 " [Sn052~
NH, Y Hey Y v Y Y Y Y Y v
2+
Ag NH; »* "N 2
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Ag" He?t | P2t | BT | G2t CE* | HP* [As I |ShIIT | Sn Il |Sn IV
Az, S04
Y Hg,S0, | PbSO,
H,S0,
. Agt v Y
AP* cet Fel* Fe?* Co** Ni2* " Mn?* Ba?* St Ca" | Mg®"
NI, s |AUOH S| Cr OH sFesSi v+ RSy | assy | Nisy | 7Sy MnS
‘2 ' v FeS Y
v
< MHCO3 B&CD} SrOO; CaC03 +
v v v
AlOHsCrOH3FeOH3FcOH2 ZnOH”MnOI-Iz CaC0; Mg OH ,
v v v v
v v v v v
NaOH
A, CrO,~ Qi()H 5| Ni ¢()H 2| 70072
Al OH 3| Cr OH 5|Fe O 4| ¢ O 2 7n OH |V OH 2
v v Mg OH ,
v v v v v v !
NHs (o NH3 62
- Ni NH; 627 .
CoNHy /| "N
BaSO; | StSO; | CaSOy
H,S0,
o v v §
(1) HCI 2 0.1mol L 'HCI Ag" Pb*" Hg?" HCI
PbCl, PH** HCl
Ag + H gzz + @ PbZ +
AgCl HCI HCl+ NaCl AgCl, ™
Hg2C12 NH';
Hg2C12 + ZNHg :Hg NHQCI ¢ + Hg ¢ + I\H_L:r + C17
@ 10 3mot L7!
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(2) H,S0O,

SI”SO4 Hg2504
NH4 2 Ca SO4 2

BELSO4 SI‘SO4

Bt Sb" Sn?2t  Sntt
Ba?" S Ca?" PR*' Hg'  H,S0,

CaSO, Ca®*
CaSO, PbSO, NH,Ac BaSO,
NH, S0,
CaSO, Ca®"  Ba®® SP"  Hg?"'

BaSO4 + Na2CO3 =BaCO3 ¢ +N 82504
BaCO; + 2H"=—— Ba*>" + H,0 + CO, t

(3) NaOH NaOH @
Cu’ Hg?" Agt  Au’
Ca?t SP' Ba?t NaOH
Pb*" St Bt Zn®t
NaOH PbO,>~ SnO,>~ BeO,>” ZnO,%~
@
AP CPt oSht Galt o Indt NaOH AlO,
CI’Ozi Sb027 G8027 In027
pH
Sn OH , NaOH SnO;~
HSbO3 HNbO3 HTaO3
HNO; H, WO,
H, MO,
NaOH
©) NaOH
Cu?* CuSO; 3Cu OH ,
@ OH~ Pb OH ,>~ AlOH ,~ Cr OH ¢~
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AP AlOH 5 | AIO,
e’ Cr OH I CrO,
Zn?" Zn OH , ! Zn02 "~
Pb** | NooH JPb OH, OB by,
Sb** SO OH | ShO, -
Sn3+ Sl’l OH 2 l Snozz,
4+
(S:Ilz+ SI] OH 4 H451’IO4 l SI’IO327 2
) Cu O NaOH CuO,
2 NaOH
l\/[gzJr Mg OH 2 l
NaOH
Fe3+ Fe OH 3 l E—— Feoz—
O
F€2+ Fe OH Zl /] Fe OH 3l
Mn?* o
n Mn OH 2 l MnO OH 2 l
2+
d  NOH_JCd OH , 4
Ang Ag2O l
Hg** HeO |
Hg,*" HgOd  +Hgd
NaOH
Co** |———>Co OH , |
1 NaOH
N12+ l—a>N1 OH 5 l
NaOH CO, NaOH
N82CO3
(4)  NH;
@
Ag NH; 5
Ag"’ (Ag,O ) g NH; »
Ca? Cu NH; 3°
2
Cd** | N1y [Cd OH , NH, Cd NH; 3*
It Zn OH , | Zn NH; 3*
? (@)
COJr CONH3 %+ ZCONH3 ng
Ni** . ..
Ni NH; 2
2 NH;
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AP* Al OH ;|

' Cr OH 3}
Fe'! Fe OH ;|
Fe?’ Fe OH , } & Fe OH 5 |
Mo | M OH , | MO OH 5 |
st [ |Sn OH , 4
Sn** Sn OH , |
PH** !
Mg?* Mg OH , |
H? ' HgNH,Cl |
Hed* HgNH,Cl{  +Hgl!
NH; — NH,CI Ccrt Cr NH; ¢**
Cr OH ; Fe?* Fe NH; 2'
Fe OH ;
Mg OH , NH; OH™
Mg OH , NH,Cl OH™ Mg OH ,
CcO, COs2~
Agt Cu*" Zn*t C&' Gt NP NHz
H,0O
10 3—~5 0.lmot L' NaOH 0. Imol
L !'NH; H,0 2mot L~ 'NaOH
2mol L™ ! NHy H,O
(5)  NH, ,CO;
K" Na" NH," As III V NH, ,CO;

O Ba** ST Ca?t Mn?t Ag' NH, ,CO;s

AngO3 NH4 2CO3 Ag NH3 2+
@ PR BT ' CET HE' FSt R Zndt CoPt N2 M2t @
NH, ,CO; Zn*" Co?t Nt

NH,; ,CO;5
@ AP CPF Sn?t Sn*t SK*t NH, ,CO;

O Mg"
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@ Hgs"  NH, ,CO; Hg,CO;

Hg " +CO;" —>Hg,CO;s ¥
|

HgOV + Hgvy + CO,

NH, ,CO;
H,0O
NH, " + COs> == NH; + HCO; "~
NH, ,C0;3
2NH, " + CO;>-==NH,COONH, + H,O
® H,S NH, ,S
H,S NH, ,S
NH, ,S
Na25
H,S S
S S
A.  ~0.3mol L™ HCI H,S
IAgJr Ag25 l
P PbS |
Cu** CuS! HNO;,
c#t CdS |
Bi** Bi,S; |
Hgg " y HgS| +Hgl
Hg2+ 0.3mol L™ "HCI ] HgSl
s AsSsh )
As V > HCI NaOH
A53 + ASQS3 l f
SR Sh,Ss l
Sh** ShyS; | HCI NaOH
Sn** SnS, § {
Sn2t SnS | HCI NaOH
HgS Ast3 ASZSS Sb253 Sb285 SHSZ NaZS
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ASQ SS ASS43 B
As>S; AsS;3
SbZSS A\ISZSV SbS437
Sh,S; ShS;* ™
SHSZ SI’IS32 B
HgS HgSzz -
NH,; ,S Na,S HgS
B. ~0.3mol L '"HCI H,S NH, »S
H,S
Mn** MnS ¥
Fel " FeS v
Fe?* Fe,S; v + FeSy HCl
Zn*"t NH, S | ZnS ¥
Co>* a—CoS J B—CoS HCI
N2+ a— NiS | B—NiS HNO,
APY Al OH ;v | HCl
Pt Cr OH 3 v J
8.1-5
HCI
Ba2* BaCrO, HNO;
St SrCrO4
TI* TLCrO, HCI
HNO;
Cd™ CdCrO,
Ph>* PhCrO, HNO;
ZI’]Z +
B3t BiO ,CrO, PhCHO,
Ae’ AgCrO, FINO;
Hg,*" Hg,CrO,4
Hg® " HgCrO, ﬁﬁg*
C™* CoCrO; Co OH , 3
Ca2t
Ni2*
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@) 1 1 0.1lmot L' K,CrO,
8.1-5
At SB*t St Rt Cr*
@ 1 1 0. 1mol LleaZHPO4
8.1-6
8.1-6
pH=3 Ag® FeT U0
Nazl_IP()4 F()‘q’Jr
CPt
Ni2*
Ce?t
Co?*
Mn2+
pH=3 AP BT Gt Ce''t Hg?' In't La’”
St Sn*t Th*T TRY Tzt
0. lmol L™ HCI 20% | BP* Ce**t L& Sn*t Sn*t ThYt Tt
HCl Ztt
0.2mol L™ "HNO; Bzt
Ag" CE* Zn?*
AP Bt PbT SBYT Sn?t Sntt zZn?t
NazHPO4 A13+
8.1.2.4
8.1-7
8.1-7
18
0 - pH 0.16 | ca?*
1% =6~7 NH4 2CO3
A13+ @ 1 0.15 Fe3+ C02+ CUZJr
NH; H,0 K4 Fe CN ¢
Fe3+ CO2+
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Mg

o) 2 1 0.5
NH3' Hzo 2
‘ HNO;
A | kg, e
oL NaHCO, oH=8 5 Sh Il Snll
@ 7n 20% 2 AgNO;4 2.5
As [l | AgNO; Zn 2
NaOH
1 20%AgNO;
O 0.25
0.2% HCI
B2* | @ 1%K,CrO, 1 3.5 P Ag" Hg'
2mot L 'HAc 1% Fe?* EDTA
K,CrO, 1
DH,S0, CaSO; 2H,0 0.04 | B2* S2+
@ 2- 1 CHCl 0.05 | C2* cPt CRt
Ca®™* NN 4 12_ Ni2* Mn?*
aLIN 2+ LT
NaOH lg | NaCN—NaOH 1 U0, - (“Huj
NaCN  1g NaOH | NayCO3 3~4  CHCly B SP
10mL NayCO;  Sn**
2- 2 2 | CHCL Lo KL+
5;)(%) KI 2 2 N82503 Fe3+
B POS~ P&
C 20% CHCLS U0,2" PO,
Na2503 20%
NaF
O1- “2- 1 0.05 | C2* Kl +
1 S0mL 1 Na2503 Fe3+
g m POAS* Pd2+
Rt 1L Uo,*" PO
@ Imol - L~ ! 1 0.5 V02 } C20427
NH,SCN Imol L™ Nay$,05 1 CN™ EDTA
1 mol- L™' NH,SCN 1 Fe CN 4 3~

5~10
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Mg

H,0, 2 NaOH 2.5
H,0, 2
CI‘SJr H2S()4
pH=2~3  H,80,
1 3
0) 0.02
0.04% 2% H,0, 0. 2mol L7}
HClL  0.03% 2 2-
Cr VI
QEDTA Cr,07~ EDTA pH CrY~ 3 Co?" N2* C?’
=3
) 22— pH>3 0.05
CUJr @ 2 9 _ _
pH>3 0.001
47— -110
0] 0.1
0.1%
Cu?t
@K, Fe CN 4 2 HAc— NaAc 0.02 | F&* KF  C**
1 Ni2+
K4 F(:‘ CN 6 2
D110~ pH3.5 1% B Agt
0.25%
@22- 0.03 | F&* KF
Fe?? 2%
1% K; Fe CN ¢ 0.1 Agt N2t Zn?”
1 1 Mn2+
) 7= - pH=3.5 0.5
8- - -5
0.1%
Fe3*
@1%KSCN 0.25 | H" F POS
] 1 C,042" NO,~
0] 0.2mot L™ ! HNO; 1 Cr0,2~ H,90;
1% HCI
Hg?*
@ KI—CuS0, 0.003 WO,2~ MoO,>~
4 4

CqugI4
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Mg

o - 2= ‘ _ 0.5
g27 1% 80T 2min
Hg**
@Na3(‘n N02 6 4
K+
) 2% pH 0.09 NH,* NaOH
=5.4 Ag+ Hg2+
KCN
D 2 NH, ,CO; 0.1 ABY P RSt
- a - 2 Sn4+
0.001g NaOH NaNO; Cd
100mL 2mot L1 1 2t NP2
KOH - 2+
Vi CN Mn
$°  NH,Y
® T pH=9~10 0.02 ABY FST AT
Ni2* Zn?t Ccd?t
C* PRt Hg?*
O 10% 1+1 0.02 0.2mol L7!
EDTA  10%
4mlL
37%
Mn2" | @ NaBiO; 2 0.8
HNO; 1 NH;- H,0
NaBiOs HNO;
cet o
Br I H0,
O 0.4 K*
U02 Ac 2
@4 5- -4 pH=1~12 1.7
- =123~
Na*
©) 2 12.5 K" Agt
HAc NH, ,CO; 2 Hg,?* Sh**
;e POS ™ A,
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Mg

@ 2 0.0l | CN™ HeCl
pH 2mol- L' NaOH 1
NH, *
Smin
) 0.05
O 0.15 | ST P&t Cu?
2% NH, ,HPO, 2% C*" AT M2t
1
Ni2* Fe’
Fe3+
@ 0012 Fe3+ CU2+ COZ+
0 ccl, 0.04 KCN
1~2mL
100mL CCl,
PR+
@1lmot L™ K,CrOy 1 20 Agt NH; Hg**
HAc 1mot HAc NaOH KCN  Ba2*
L 'K,CrO, 1 HNO; NaOH
B 1 0.25
% I KNO; HCl
: ~2
Sh IV 0.2% B
1 3
0 4- 1 HCl 1~ 0.05 | MoO,~
_1 2 —
0. 2¢
100mL 1% NaOH
H,0,
Sh Il HCl
S V| @zn+Hl 5 SmL 1
HCl 1
1 4
0.2% K,CrO,
St Imn 1
0.2%
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18
0 1 pH4.0~5.5 | CCl, 0.025 Alt C2t PP
0.01% CCly 2 10% NapS,05 1 ~0.06 | g2t
2mol L™ ' NH,CN CN~
5
@K, Fe CN 4 + 1 2
72t + B 0.1mot L1 1
0.05% B 1
0.005mol L !
K4 Fe CN 6 1
® NH, ,Hg SCN 4 H,S0, Fe’* KF
= CuS0O, HAc
8.1.3
S S
SO%" SO5%~ S04 SCN-
CI’O427 MHO47
8.1.3.1 —_—
(1) S SO S,0427 COs2T CIOT NO, -
CN~™
(2) 8.1-8a
8.1-8b 8.1-9
8.1—-8a
MHO47 CI’O427
1~2 1mot | CO?~ NO,” ClOy~
L' H,S0, ClO-  BrO; 103
KI CCly 1~2 10,/ Fe CN 4 3
Imot L' KI A0, H0,
4 2 3
MnCl, 10 MnCl, Lr(){ Ff CN G
ClO;~ NO;~ NO,
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9 g FeSOy 7H,O
| 50mL 1+1
1 7Zn 5¢g
Fe?* —SCN~™ NaSCN
7n 1
Zn
8.1-8b
1 I 0.1% 2+ - Rt Y@t
Imol L1 Snet VO, Feo' U
@ 5 SO S057 § A0
3mot L™ H,80, NO,~ CN™ FeCN ¢4 4~
0. 5mL 2 SCN™ 1™ Br~ G0i”
3mol L™ H,S0, 0. 02mot C,H,02" Cl-
L™ 'KMnO; 12 Fe2t Sn2'
KMH()4 Ti3+
) 6mot L™ | SO;2° S,05%~ -
NaOH 3mot L™ 'H,S0, AsO33" 17 Fe CN 4 47
5 5 3mob | SO S Fe (N g+
L'HCI1 0.5mol L™'FeCl; 1|1 NO,  NHOH 0. lpg
FeCly— Ks Fe ON ¢ Imol L™'K; Fe CN ¢ ShO, ™ C4HeOs 0. 1pg
4 SnClL 0. 5pg NaN3 Spg
3min H,O, Spg HeCl, ZnS CdS
Na,$,0; 0. 1pg
: : SO3~
NaHCO; 1 3
3 1] 808 Q- AR 1.3g I, 4gKI
e e e 100mL
Fe CN ¢ *7 CN™ SCN
MHOZ
KMHO4
Ml’lOz 1
MHOZ
KMI’IO4
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1 5% AgNO;

NH2 OH N2 I_I4 Na3 ASO";
K4 Fe CN 6" 3H20 Pb0227

1—2min
- Tl * NaHZP ()2 Nazsl’l()z
ShCl; Cr OH 5
Ag 0,2~
8.1-9

Cl- MnO, ClO;~ CIO™ MnO,~
£ Br CI7 SCNT SO S,0:27 GO AOS2
ClOs~ | HyPO,~ o s 507 GOS A,
Fe CN 6 H2P()2
S04 I° CN™ SCN
) 382 ) S ST 8027 B O 1T SONT ONT A0S (02
CIO ASO3 S()3 NOZ H PO _ SO 2-
H,PO, - LU 3
Br~ Fe CN 6 3 Mn()47 Fe CN 6 3 CIO37 0107 Mn(){ CI‘20727
Fe CN ¢ * ClO;~ ClIO” MnO;  Cr,042~ NO,~
I~ Fe CN 4~ ClO;~ CIO e 3 G 2
AsOy
. Fe CN 4 3 ClO,~ ClO;~ CIO™ MnO;  Cr,07%~
@ | FeCNg?® MO, CIO O o M s L T R
NOZ \103 ASO4‘ SO3 5203
SCN7 Fe CN 6 3- Mn()47 01037 Fe CN 6 3= Mn047 C1037 Cr20727 N027 ASO437
S0;%° §° Fe CN 4 3 ClO;~ CIO° MnO;  Cr,02" NO,~
P FeON 3 MuO, c e 3 n0 - CrOm NG,
$,05 NO;~ H,PO,
ASO437 Fe CN 6 4 527 I~ FeCN 6 4 C1037 C107 S()327 520327
AsO;*” | Fe CN ¢ 37 MnO,~ Fe CN ¢ 37 ClO;~ ClO™ MnO,~ Cr,0%~ NO,~
7 17 SCN™ 8027 $,027 G027 Fe CN 4 37
N027 MHO47 < 2- — ,3 — S‘Z %, (JZ ¥ ¢ °
Lr207 MHO4 L103 LIO
780577 $0.27 A0
MO, WHOZ™ B C0 10 | $7 B C7 10 SCN™ CON™ 80327 S,0527 0,27
THOLSONT N Fe ON g 4 | FeONg* NO,~ ASOS
NO, -
717 FeCNg* SO2° SCN™ Br™ S,0527 G027
02 | A0S e 3 ro%07 GO,

NOZ B ASC)}";3 B H2P02 N
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8.1.3.2

N32CO3 K+ 1\18.+
NH4 + ASHI \
N82CO3
N212CO3 MA
MA + N82CO3: MCO3 + NazA
MCO; MA MA
MCO; N82CO3
MA MCO;
N82CO3
Sn Sb Al Cr N82CO3
N32CO3 Na2CO3
Na,CO; HAc COs*™ Ac™
HAc
S PO X HAc
Zn H,S0, S X
HgS + Zn + 2H'=——Hg + Zn®" + H,S
2AgX + Zn=—=2Ag + Zn*' +2X°
HzS PbAC2 X7 HzS
HNO; PO,*"
NaOH
HCl BaCl,  CaCl, HNO; AgNO,

408 -



HCI CO2™ SO5%° S,0:2
NO,” CN~  ClO~
BaSO, CaF,
Ag SO,  AgF HNO;
PO SO2 BO, BO? SO F GO AsO2 AsO2 SiFg~
CrO,%~
Ag’ HNO;
Cl- Br- I" SCN™ Fe CN 43 Fe CN 4 4~
NO;~ CH;CO0~  ClO;~ C¢HsCOO™ C4H, OH COO~

8.1.3.3
8.1-10
8.1-10
8042 B 5032 B 82032 B CO32 - PO43 - AS043 B Si032 B
Ba$,05 v 3 3i
BaSO, ¥ BaSO; ¥ BaCO; ¥ Ba PO, 54 By ASO; ¥ BaSiO; ¥
BaCl,
AgS05 ¥ 0-
AGSO Y | ASOs ¢ 2505 AgCO5 ¥ | AgsPO, ¥ AgzAsO; ¥ ABSOs ¥
AgNO3 -
HNO;,
S
2- 2- .
H2 g 04 _ SOZ SO2 +S C 02 HPO4 ) HASO4 ) H25103 ¢
H,PO, H,AsO,
H,S0, — SO, SO, €O, H;PO, H;AsO, HaSi0; ¥
80,2 80,2
KMnOy,
S0,%” S402”
I,
KI
_ S _ _ _
Al Mg Iz
ASO337
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CN Cl Br I < NO; ™~ NO, ™
BaC12
. AgCly Bry Agly AgSH
AgNO; | AN ¢ he ¢ _ B
HNO; KCN
KCN HNO;
H,S0, HCN HCI HBr HI H,S — NO+ HNO;
HzSO4 NH4 T+ CO HCl HBr Br2 12 HzS SOZ NOZ NO+ \IOZ
S SO, SO,%°
KMHO4 Clz Bl‘z 12 1037 HNO3
KMnO4 —
KMnO,
L o KMnO, S
CNI™ I I
NO, NO | NO N,
Al Zn - - - - - N, NH; NH;
8.1.3.4
Ag”
(1) ¢ H,SO; = 1mol
L* 1
8.1-11
(2)
8§.1-12
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8.1-11

CO, 02~
SO, 80527 $,05%° $,05%°
P b AC 2 NaHPb02 HzS 527
SOs%7 $057°
HCN | CN™ Fe CN 4 4~
Fe CN §° H,S0,
HAc Ac™
KI N02 N027
Bl’z Bl’ -
I, I
8.1-12
HF F~
SiF, Sio, F~
S0, H,S0,
SO,
SO,
CcO
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HCI
HBr
ANO; Cl~ Br
S
Pb Ac ,  NaHPbO, S 1,50,
H,S
. CN~ Fe CN 4 %
o Fe CN 4 °~
o,
0 MHO47 CIO47 C107
2
NO, NO; ™
Br Br
I I
ClO, ClO;
\ Cl-
Ch Clo;~ Clo,
CI’OZ Clz C17 Cl’20727
(3) HCI CcO,
1 1  0.2mot L !'BaCl, Ba NOj; ,
HCl HNO;,
8§.1-13
8.1-13
HCI HNO; SO SiF?™ 105
HCl F O 02" S0279 5,027 09

POS"  ASOST  AsO?T BO, U S0P @

DS,052” BO,” F~ AsOy*~
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@B&S()4 BEIS203 BaOO; BRSZ()g
(4) AgNO, 1 1 0.1mol L™ AgNO;
1~2 4mol
. L’lHNO3 8.1—-14
8.1-14
1 BO; @ O3~ 07~ CgH, 03~ PO~ A0}~
dmol- L~
P2 - ) - R-®
HNO,® AsO3 SO%‘ 057 CrOf Sios
NO; SO}~ 10, @
Cl”™ Br~ . CN™ 105 BrO; Fe CN ¢ 3~
4mol- L1 Fe CN 4 7 SCN™ &~ HNO;
HNO; S0;~ Clo~ AgNO;
AgCl
Br~ SCN™ Fe CN 4 *~
I S
@ Ag3PO4 Ag3ASO3 AgHOz AngOg,
©) BO,” CO2~  AsO*”  AgNO; AgNO;
NO,” SO 10,” AgNO;
©) AgNO; 520327 - 520327
S
@ AgSIO;  HNO; H,SiOs
(5) 8.1-8
8.1.3.5
8.1-15
8.1-15
g
5
AC7 5
CH3C00 HZSO45
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g

)
10
BO{ HzSO4 10
H;B0;
BO: | ©
pH7.8~9.2
D a - 1
0.1% 3
50% H,S0, 1
Br 30%H,0,
@) I I
2 CHClL 3
-1
BiO; 6mot L™ " HNO; 0.5
2% AgNO; 1 HNO; 1 Br 1~
ol 2% AgNO; 1
NazAsO; 2~3
Clo™ 29 Tl2SO4 1 NaOH 1 0.5 XO~
2% TLSO, 2
. MnSO, 2 MnSO, 0.05
ClOs~ | 85%H,PO, 1 85% HyPO, 1
0] 0.3
1O - 1 0. SmL
Clo, 50% ZnSOy
7H,0
0.2%
O - + 1 +1 0.25
— — + 1
PdClz -
3mol L™!' KOH
CN~™
0.5mot L1
NH,CI
@ 0. 1% CuSO, 1 0.1% 1.25
HZS CUSO4 1 NH@ HzO
H,S
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g

@ BHCIZ BaClz
CO,
HCl
, | OO, 2 6
COS HzSO4
3
NaZCO3
@ - 1 8042*
HCl HAc 1+1 Sz()gz P()43
()3~ 2-
0.5mg Zr A0 GO,
@ -3- pH4.3  HAc— NaAc 0.2
F* - N N -
0. 001mol- L1
0.001mof L !
Ce NO3 3
La NO3 3 pH
5.4
@ KzCr207 K2CI‘207 0.5
H,SO, H,S0, | HSO4
ImL
2g 0.5
10g NaOH 5g Zn
20mL
Fe (N6 37| 24
S0mL
Zn
s Imol - 1
Fe CN 6 L71
0,
105 3% 0.5
2 | CHCl - SO3
I CHCl; 3 S,0%
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g

10,~

a.2mol L1
HAc

b. 10% MnCl,
a b

0.5

NO, ™

Da 1%
3%
b. 0.03g o —
70mL
30
mL
@ 2mol L1
HCl  FeCly

1

HAc

HAc
2 2 2mol

“LT'HCL 1 FeCly

0.01

0.01

SCN™ 1™

NO;

O 10%BaAc,

&)
0.05% H,SO,

@ F 6804

1 HAc

pH=4~5

1

10% BaAc,

H2 S()_q

S
FGS()4
H,SO, 1

0.2

2.5

I” B NO,
SO5*" $0477

PO,

0] a. 1%
b.

20g

150mL 35mL

10mol L~ ! HCl

@ 12g

150mL

35mL 10mol: L°!
HCl

0.1

0.7

Si052

D 1%

@ NaZPb ()H 4

1

6mot L1

HCl 1
Nazpb OH 4

SCN™

2% FeCl;

HCI 1 1
2%FeCls

0.5

QOS2 F
FCC13
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g

0] 2.5% 1
Imot L1
02 @ 1% K; Fe CN 4 1 2
3 SO, 1 1%
1
1
D1% 1 0.5
80,2
@CaCl 1 I
e CaCly
D 2% AgNO; 1 2% AgNO; 1 - CdCO;,
5
505" | @FeCy 1 FeCl 2
2 0.2
H,S0, HNO;
Si052 H,0 2
1mL 1
st()4 HAc
8.2
1.
2.
3.
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8.2.1

8.2.1.1

0.1

8.2.1.2

3.15
8.2.1.3

418 -

pH



NaCN
Na,S
NaCNS
NaX

CHOSNX 1
NaOH

(1)
NaCN Nay; Fe CN ¢

2NaCN + FeSO, —>Fe CN , + Na,SO,
Fe CN ,+4NaCN—>Na, Fe CN g4
3Nay; Fe CN ¢ +4FeCl;—>Fe; Fe CN ¢ 5V + 12NaCl

HN=®=NH- H2NNH2 - HOAc

Na,S+Pb OAc , —>PbSy +2NaOAc
419 -



S
Na,S+ Na, Fe CN sNO —>Na, Fe CN sNOS

3,
SCN-
2+ CNS™ +Fe"— Fe CNS © °
CNS~
5,
(1)
5%
NaX + AgNO; —>AgX ¥ + NaNO;
(2)
6.
(1)
yeet .
C12+21 —>Iz CC14 +2Cl
I +5CL + 6H,0—> 2 105~ +10C1" + 12H"
CCly
CL+2Br —Br, CCl, +2C1°
(2)
(3)
)



HNO;
Brm Im ——— BI'Z 12

8.2.2

5% 5%
5%

8§.2-1

ST TR IS i
BAEIAE ! Oy TR |
Mo | TSR —

LR A |
| s rmnbtray |
| S AR TR B R B RS MR BR. BF.
BESL. BENE. BF. M. WS
i 71<ifé§fn-’é| SR, LN, WG RAM. EUEM . @RINE |
£ B s g . MR S B |
5%NaHCO: ) — . ]
% Fism | B, p-TM. B-TAE. B-MiE. MEMe. fOAAbENR
= ﬁgg il ARG N BN
i
L L P
S
e | S#HC e | PRI CKEHSE), AR,
Y| grosEm SR B B, BT, BY. Bk BR.
g e . . B
ﬁn e HSOy

At LAY beit . . AREEE . WIRIE
R G, )5

8.2-1
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pH

pH
1.
NaOH  NaHCO; NaOH NaHCO;
ArOH
RSO;H
RCO.H RCH,NO, R,CHNO,
R
OH 8- R—CCHCR
O,N NO,
P
B-— RO—C—CH,—C—OR
NO,
OH | |
NO, R-C NH C R
| N
/ Ar 8()3 NH2
NO, ArSO;NHR
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2. 5%NaOH 5% NaHCO;

NaOH NaHCO;
pK,~5

NaOH pK,~10

3. 5%HCI

5% HCI RNH, R,NH
R;N
RNH, + HCl—>RNH; " CI~
AI‘Z NH AI 3 N
4. H,SO,
Lewis
8.2.3
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(1) 50~200C

8.2.3.1

=C =C
AN / AN /
—C +Bp,— C—C
/ AN AN
Br Br

—C=C—+ ZBI‘Z_CBI”Z - _CBrz_

N NS
3 —=C +2Mn0O; +4H,0—>3 C—C +2MnO, } +20H"
/7N N

4

OHOH
DN /
c—C — (—0+0=C
TN \
OHOH

R—C=C—R’ +2KMnO; —>RCOOK + R"COOK + 2MnO, ¥

Agt Cu'

R—C=C—H R—C=(C—Ag! R—C=C—Cul

8.2.3.2
Sul

RX + AgNO; —>AgX v + RONO,
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RI>RBr>RCI>RF
S2

RCI+ Nal —>RI+ NaCl {

RBr+ Nal —>RI+ NaBr |
8.2.3.3

CH;COCl+ ROH —CH;COOR + HCl

10

NH4 2C€ NO3 6+ROH4) NH4 2C€ OR NO3 5+HNO3

5s

H, 504

HzCrO4 + RCHon RzCHOH CI‘Z SO4 3 + RCOzH R2C=O

— Lucas

Zan
ROH + HCl —RCl+ H,0O
35—
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8§.2-1

8.2—-1
bp C 1- mp C 35- mp C
65 124 109
78 79 93
82 106 122~123
83 101 142
97 108 ~109 48~49
97 80 74
99 97 76
102 72 116
108 104 87
3- 116 95 101
118 71 64
1- 138 68 46
1- 156 59 62 58
161 129 113
172 130 81
1- 195 67 61
205 134 113
297 mp66~67 136~139 141
COCl COOR
N
| /\ +ROH — + HCl
O,N NO, O,N NO,
8.2.3.4
pH
OH
6 + F€C134’6H+ + 3C17 + Fe OC()HS 6 3-
a— B—
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OH OH
Br Br

Cu*t

N
| +3Br, —> + 3HBr
J
Br
8.2.3.5
24—
24—
24— 8.2-28.2-3
R
/
NHNH, NHN=C
R N
N H R
—0 + NO, NO,
./
R H
NO, NO,
24— 24—
24—
24—
24—
24—
Tollens
Tollens
RCHO+2Ag NH; ," +20H —>2Ag ¥ + RCO,NH, + H,O+ 3NHj;
Tollens Tollens
Fehling Benedict
Cu” Cu,O
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8.2-2

2 4-
bp C ]
mp C mp C

21 162 168

49 82 148

52 171 165

75 95 123

2- 102 106

162 202 212

179 222 237

195 153 121

197 231 248

204 234 234

8.2-3
bo 1 © 24—
p T e mp C mp C

56 187 126
80 146 117
3- 102 138 156
106 157 125
4 - —2- 130 164 205
131 210 146
2- 151 123 89
156 166 162
202 20 198 238
218 21 182 191
305 48 167 238
225 51 208 230

RCHO + H2C1’207 + 3H2$O4 4’3RC02H + Cr2 SO4 3 + 4H20

2 4-
CH;CO—
CH;CH OH —

RCOCHj; + 3NalO —>R COCI; + 3NaOH
} NaOH

RCOONa + CHI; ¢
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8.2.3.6

Hinsberg
N —
N N-

o - N:OH — -
CH; @ SO,Cl+ RNH, — — CHs @ SO;NHR = CHy @ SO,NR- Na*
NaOH
CHs@SOZCI + R,NH —> CHs@SOZNRZ N

O @)
H ” OH
R3N+ CH3OF_CI - CH;@ﬁ_NJr R3C17 -
O @)
I
R3N + CH;j |?*OH + ClI™
O
@) @)
I OH- I
ArNR, + CH3OS|)C1 —> ArNR, + CH;j F*OH
O @]
Hinsberg
B —
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430 -

HNO,
ArNH, —>ArN" =N

HNO,
R,NH

i |
RyN—N=0

8§.2-4

0
||

N=N—Ar

0
I

RNH, R,NH + CgHsCOCl —>C4HsCNHR CHsCNR,

8.2—-4
bp C mp C mp C
17 58 80
49 36 84
55 42 42
63 70 76
69 53 57
105 93~94 48
116 168 249
128 96 40
130 118 75
134 89 149
133 112 160
184 88 105
a— 185 120
N-— 192 79 102
B- 198 69 116
199 124 143
203 95 125
N-— 205 60
207 129 99
Hinsberg 95%

R3N+ CHSIH R3N+CH3 17



OGN O,N

R3N + HO—QN(b —> R3N* HO@NOZ

O2N OZN
8.2.3.7
= mg
NaOH mot L™ X NaOH mL
8.2.3.8
0 0
o / ,
R—C—OR’ + NH,0OH —> R—C—NHOH + R'OH
)
)
|| /S
3 R—C NHOH + FeCl; —> R*C\ Fe+ 3HCI
N—O
H 3
8.2.3.9

Molish a—
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HOCH—CHOH o,

| —
CH, CH—CHO @CH@ + 3H,0
-

OH OH

HOCH—CHOH 50,

— [
HOCH,—CH CH—CHO /E ; CHO + 31,0
R HOCH,

OH OH
OH
OH HO5S " Nso,H
V4
N HS0,
I cHo T2 | y — [ C=—O
Fehling Benedict Tollens
8§.2-2

8.2.4

432 -



H——FO
H—1—OH

HO——H
H—7—0OH
H——OH
CH,OH

T

CH,OH

HO~—1—H

H—T—'OH

CH,0OH
HHE

H—T=N—NH—CH,
[—:N—-NH—CZHF
HO——H
H——OH
H——OH
CH,OH

RS (SRR )

143~145C

433 -



2 4-

8.2-3
1750em™!  1230cm ™! /C:O C—0—C
'HNMR 3.1 33.5 53.3 52.0
16 16 24 24 2233 .0 §3.3
53.3
53.7~4.1
a
CH;0— 1050 cm ! C—O0—C 3.1
53.5 X—CH,CH,—Y

0_ 5.0 6.0 7.0 80 9.0 10
400 300 200 100 )
T 5
r—-
}4

i |

. (2 (2)(3) (3) {

8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 [

8.2-3
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O

CH;0CH,CH,0CCH;
2- 145°C
35— 1-
2 1- 13T
C50.83% H8.53% O 40.63%
CHO=1.67 3.33 1.00 CHO~5103 2-
8.3
8.3.1
CHONSP
8.3.1.1
1.
2.
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pg pm

8.3.1.2

8.3.1.3

8.3.2

8.3.2.1
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ne
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8.3-1

PR, M |— CEma e — e e

il 1
B — R B—T&
————
WK . A [EoEsndi] [ Fuks o
T 7¢O H 9
BT 8 EEES
na a
U s Sk L
) AES.XPS.XRD.IC
GC,LC.TLC.PC
23:
E o
=2 5
4 E
EEaHT UV, | | T iy
IR.NMR MS 5y
T W
R
HIHIE
Bk, LR
PR

8.3.2.2
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5

(2) -

4
(3)5% NaOH
(4)5% HCl
3.
8.3.2.3
1.

X XFS
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5% NaOH

5%HCL

EDAX



AAS  AES

8.3.2.4

GC MS LC MS

100 ~200
5~10 mmX 150~200 mm

2. TLC
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TLC

TLC
TLC
HPLC
3. HPLC
HPLC
HPLC
4.
5. GC
GC
8.3.2.5
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TLC

HPLC
HPLC



CHN

CHN

IR

0.5%

HPLC

99 %
ng
99 %

5C



1% ~5%

NMR

95%
mg—pg
(3) MS
(4) NMR NMR
NMR
NMR
pg NMR 8.3-2
8§.3-2
13 C—NMR 'H— NMR IR
(n) H
(1) 13C
(2) 3C (2) 'H m e
IH IH
3 IH
'H
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3 C—NMR 'H—- NMR IR
Img 0.5mL mg~pg 0.5mL | mg—pg }Ez
13C lH
6300 ol15 4000 ~400cm ! 1~10000Da
1% ~ Ing
1% ~ 1% ~ 1pg
GC MS 10~ Bg
% 10 2~5 1-5 5~10
ne
0.5~5mL 0.1~0.5mL mg
vg
8.3.2.6
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GC MS

8.3.2.7

© O

8.3.2.8
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ICP — AES

HPLC

GC
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