%32 %% 34 FRIARFFROARAFIR) 2015 43 J]
Vol. 32 NO.3 J Chongqing Technol Business Univ. (Nat Sci Ed) Mar.2015

doi;10.16055/j.issn.1672-058X.2015.0003.016

HEEGRTENTE"

ok, KR, fEBEBT

(BIheBe st Eoabe , 28 Bl 245041)

B OE A RARBR DR F N, N-ZF KK R, 83 & R A B e R e m T F
A R T RAEERTEE FRETEORFTEE FERTRKAARFERTEE, FRTRAEHAZ R
J 5 e RORL B TA] ik pH A e A B A 2 R T AR 0 # a1 B T RAL S R A AR A IR T R4
ISR o R T EAE R it AR A R Y R B ES DR T RERG, PR AP N N-Z PR S
A 1.3 mL, B EBEH 20 C, 5 et A 2 h, &k pHILA 6, 558 7 A LBk, OBk, R b 54 T, F AR
RS R Tk 87.09% s 7 ik AR XA Ak AL ), FEZ ER T LA =,

KR T A FRA B S A%

R E %K E 0625.64 M FRERG A MEHE:1672-058X(2015)03-0072-06

AR PR B D, A=A 2 AR X — SR M R R B o PP A — P PR B /571, )32 B
FHFAE 7= RRE S S B e A AT LA A A ok 0 o R RO £ 52 I i HE A T 8 Sy A R
FAL A SOV, B B U AR P FEAS SO o PSR AL G 453 T 1 2 1 IE™ , BRIV A X 28 B R A R
Sy SR, IR AL, HE T IR AR SRR A TR R T N N = R A B SR i 75 AT e
FA U2 SRR v, PR RS by ) 2 SRR L A TR 4 R A MUl A5 T T SR S Iy A i R,
5N N- R AR A TR 7 R B B ) 7 S ORI 27 FRT, ST H R S 30 B
IERZ W T 25 U SR> 7 S M (A B R BRE /I SR A% P25 5 P ) S 3 T 1
AKAR AP TS A AR A R o 2 U AR S I, B AR BB, 7 = e . T
G757 T A ol AR LR o R S B R D 1 B DI, TR M RERE L, JEAR G T A RO T
JIFR RS AT LA, SR ST S T SNt BE S W P ) | S R pHL AL A R B 700 X 1 P A 7= R
S, e AR B 15 8 A Y iR R

1 SEIERSy

L1 5

NICOLEF-380 ff ML A e 2T AR AX (AL AL 50 B M AR (4R A1) 22 W] ) 5 DF— 101D £ XA i n A
Jii st (g ST TAE A BRITL A F]) s SHZ=D (D) A FR 7Kk I 25 25 (] pig LT T AR A AR AT BR 5T
fE2AF]) s DHG-9070A HY i B i 5 X MR A (11 =R B A an A BRZA 7)) 3 BST10S L3~ K (bt
TZFI A BRA ) s MR AEHRRIR , N, N- — SR, WA IR SN, Tk CBE, ZBE, MR IR, AL,
VKRR A5 3 o3 A ol ey v ] ] 24 2 T A 2R A PR

o7 B :2014-07-18; & 5] H #:2014-09-18.
« BEE : [ R YR AL AL Z1 205 H (201410375003 .
TEER AT 20 W(1983-) 55 LRI, B, BT AR AR HL A AL A T



F3H # N, WHERART EWFE 73

1.2 SIgRIE
Kol G FE IR itk I AR IVl TR A A R PRV W B A R AL O AR I E AL, 55 N N-TH IR R RS
SN A B A, A Bl B SR 1 B N ] 1 s

H)N, H,N,
CL + NaNO, ——» CL + HNO,
SO;H SO;Na
HO-N=N ©>N(CH3)2 ON_N O
- >
SO;Na (H3C),N SO;Na

1 REZEMRIRE

1.3 /TR
1.3.1  AEgeikb i 7 s

TEREAR R 10 mL 5% SR ANV RN 2.1 g X R AR R PR, 40 0.8 g AN R B4 N A Bl Bk
o RS T (0~5 °C) AW HE, FF 3 mL W ERFR IN A 2 LR TR AW b & AR HE AL R, A E R
Eho FEHLFET 48 1.3 mL N N-"HI LR 1 mL pKES R I A 2 T 2R A b A8 A v, T2 18 A
3 mL 5% EEAENE, TN AL g 0 T A B R AR U DK L LR
TR,
1.3.2 FETART A

TERSHRHMA 2.1 g X FERRER 0.8 g WASEREN AN 30 mL /K , AT, e i+ 20 2.
1.3 mL N, N-ZHUESR 0SB PaAt v, 44 20 min, FEA0 3 mL 5% Z AN, 4R 2ediFE 5 min,
RGPS, F B, AU RIS, SO 9, ™ ) K B 45 5 5 g, 9 10 mL 2 sk
W) AR AL R R AR T TR R
1.3.3 B TR T AR T AR

FEAKABA BT, TO T A BR BCH , HoAth 25 (4 A1 1.3.2 # JF A 0 B 68 By 45 1 —#F 38 3 35 R AL R
IR BN 3 A

2 HR5IE

2.1 Rz REX R EETZH R
HERRARIN 2.1 g X R FEARATR 0.8 ¢ MVAHR B , i O FHAFRAY N, N- T F RS  , HoA 2% E 3440
[, ¢ N, N= " HBLIR R 14 P 0) FRREAE 7 R i 0 . SR R LR 1
®1 REYAENREET RN

STk NON-ZHEI I/ mL =5 it/ g e
gk G i F A 1.3 2.41 72.37
1.2 2.47 74.32
WU T — 254 P A 1.3 2.71 81.38
1.4 2.75 82.58
1.2 2.52 75.56
HR R KA BT A R 1.3 2.90 87.09

1.4 2.85 85.59




74 ERIWAFFRCEAHFR) ®32%

I LAl ZEAR IR A A5 0F T, W T KA S ot b 5 10 8 A 7= R A, 25 N, N = SR 1) e
FIEEy 1.3 mL I FRERE 47 S B i T ik 87.09% o £ HAWR 7 1 i SE 30 vh , N, N—= - F BRI 1) de A A
1.3 mL (H FUEAR P R R T A A St £ R A 0 M) X 2 R A i P A B Y R P 5K 5 i
RAL, TEAKAA 5 b e A F SR A S I I, AN B SMINR R A 1805 BA 88 5 A8 F U, T2 ) P G 1 B e
PREIE B S, Tkt A TSP IR AR T REFE, 4 T 5 Jn 1]

2.2 RAEEX R EET RO

HEBAPRIL 2.1 g XTEIEARRR 0.8 ¢ MEAHAREH , B 1.3 mL N, N- " FUER A, 090075 0~ 5 CHI S ~

10 CF BB, HoAth 25 PFIAARIR] , 2 58 S I B FHRERE P R AR IR . SRl R L3R 2,
®2 RAEEXREE R

SR Iy ik RNREC s %
0~5 2.41 72.37

ﬁ%éﬁ{f%ﬁﬁaﬁﬁ 20 1.34 40.32

B R SR 0~5 2.65 79.58

20 2.71 81.38

BT AHIA o 2 T S 03 281 84.38
20 2.90 87.09

H13% 2 AR, B it BT T T — 255 R SR A TR R A 5t rh 5 B R R S e /N (EX T
Geik A T A BRI R, B T 5 CC I, SO A iU T AR A 2 Kl , AR TR S SORLEA T, ot Y
FLRE AR
2.3 Iz i) xof B B A R R A R

WERRFRION 2.1 ¢ B3R 0512 ,0.8 g WEANEREN , S 1.3 mL N, N=- " FSEOR VA T, (B 0 1 & A AR 2
15 0~5 C I, H il T — 25 iU FERE AR T KA A B 1 B AE 20 °C S, HoAth 26 AF AR ], 25
5 SN IS B X PP A SR AN R . SRR R WL 3

F3  RNEEX TR

SEE I S B[]/ h PR/ TR/ %
3 1.69 50.63
gk i R A 4 2.41 72.37
5 2.39 71.95
2 1.84 55.23
WO T 26 B A 3 2.74 82.22
4 271 81.38
1 1.88 56.36
BT ACAHA BT R A 2 2.90 87.09
3 2.85 85.58

FIE 3 AT, S I 5] 45 80 Y B AT BRI, 3tk T KA A o v B PP B B R I 8] A 2 b i, P
FERY = A i e N 87.09% , il T — 56 J8 FH BEAG SO NI [8) 0 3 h if, R REAGE ) 7 R b O 82.22% B 5L 14
JUCFR B R T 5 S0 SRS S I ) 0 4 B FRREARE ) 7 AR B R O 72.37% o 25 SN I TR B I, FE AR
SR 5 BOREAN TE 73, P RS 7 R AR 5 394 M0 S5 1oz s 8], 7 T 204 S I RES 45 BT PP A i S 7 4 A, B f
P AR AR
2.4 AW pH EXREET R

WERFREL 2.1 g W& FEPRAERR,0.8 g W AiSARAN, S HL 1.3 mL N, N- " F BEAR UV TR, (5 90 1 & il P 254



F3H # N, WHERART EWFE 75

FE0~5 CILRE 4 h, il T A B SR AN T AN B P iR R A 20 C AR5 SRz 3 h A1 2 b, oA 4%
PERIAATR , %5 540 pH (BN A P R A 2R . SR A R LK 4.
x4 BEBE pH EXT R EZR RN

SER WY pH {E FREn g FEER/ %
4 2.28 62.50
R4 U R 6 2.41 72.37
8 1.95 58.62
4 2.17 65.29
WA T — 6 B R 6 2.71 81.38
8 1.84 55.26
4 2.34 70.16
BT K AHA B G R SR 6 2.90 87.09
8 2.09 62.85

HIZE 4 TR, 0 pH (EDGS RS ™ SRR, 2R pH (B 4 I, W0 B9 1 07 e 3 o e 7 o e,
(KT AR HE 8 PP REARE =3RRI o VA pH (D 6 B, Rk 2 708 AU T R B, T B 11 7 6 I
ey, PR I W vy, U Ak, HIEW] s 6, ORI 34T
2.5 HEBhFIX REE T RMAENRIN

HERARIN 2.1 g X2 B AR ,0.8 g WAHRREN , S X 1.3 mL N, N-Z HIBE IR B IR, A5 58156 i P 1%
15 0~5 CRN 4 h, FE T —20 5 B B AR T K AR b 5 i 7 20 “C A3l St 3 h A2 h, [
DLW pH (ELN 6, 75 55 7] £ BE el LT XT A REAE ™ RMZERE A5 . SEIRERILER S,

RS HHBNFIXS R EAR TR0 4 B AR

S ik MO e PR REG
T
rwr-swann BT e e
LTI o 5 T“;f;ﬂ . o *@fﬁi@

HIZZ 5 Al A, i B 7 £ Il £ T T PR R AL R /N, /D 1) T R L I AR 0 Tk PP 8 7= i, X Y
SRS AR AN, (EUGF PP RS 2 B MR B R 7 S 6 o A TS Tl B 70 e 45 38 194 Y R A ORE R /N AN Y
A1, B B I A B 700 i A 2 P R B Al B AR A N R R AR
26 REESUEFTEEGRREELILR

R L5875 vk St 7 5 G T SR T HLAR, SE R A R L 6.

®6 REEEUHFEGRPEBILLE

PUK=E-E _ L f o) i Wl "
N, N-T R WAHIR S%E A WedhmR  vKEEIR

FONAREE BRI 8]

S KRR 5% /0
TR /C /h 2':/ = Hle/ml /e fbB/mL /mlL /ml PR

g
15554 IR LA 0-~5 4 2.1 1.3 0.8 13 3 1 7237
BT — A B A 20 3 2.1 1.3 0.8 3 0 0 8138

HHR T AR B A A 20 2 2.1 1.3 0.8 3 0 0 87.09




76 ERIWAFFRCEAHFR) ®32%

1% 6 AL, R T — 25 A 0 S TR T /KR A B b A Bl A S 06 1o FRAE I A/ N A A
ERTR KRR , EL SRS 77 A, i 1] 3k 87.09% , T A58 14 I Y 6 Se it i FeAB A I, B B m A
e ER TR A K TETR , EL P LA 7 A A A1
2.7 BEHRLIINIL S

Wi bk 3 by A B F SRS HEAT KBr JE 5 IR AL A6, HLr o eii I an el 2.3 4 s o

B 2.3 .4 AT 1,3 436 em™ 4b Sy Ar—H B4R PR 3045 1 613 em™ 4b SRy 28 98 A B B4R AE 165 1 520 ~
1 630 em™ 4b ok N=N [ ;1 120 em™ kb C-N B HIZE R SR AEIG 5 1 385 em™ kb —CH, 25 il 4k 3h W i
53987 cm™' 4b K-S0, PREHFFAE I ;830 ~ 810 em™ A MRl , A A W —HUR AR IEA A e, i bl Sl 2% 1
H &4 0,8-Ar-N=N-Ar-N(CH;) , 4544, 31X 3 T 75 36 4 i F S8 IO £ 40633 (8] SR v I A — 3

Q
<
N
o =N
i 3
~ 2
53 ; W ol ol 2
50 2 P a I S
<+ 15} 70 < « 9
45+ el — 68 3] =15
4000 3000 2000 1000 4000 3000 2000 1000
Wavenumbers/(cm™) Wavenumbers/(cm™)
2 BSREGHBREBILIILE 3 BETAMBEENLIME
&
S
4000 3000 2000 1000
Wavenumbers/(cm™")
4 ERTKENRHPEHRPEERLLIEE
+ \YSS
3 4 it

VIR B A RAR AR A AT N, N B LR O SOk i o o a4 S b ME & S 45 1 Y24 L
BT ARGT A U R LT 5 O R R R A B R A T SRR . B T RO TR L SR
JEE RS E] R pH (BRI BRI iR B A8 TG AR R SRR L R KARAY B
TN S S T 3o R P e 2 | S IO B A Ty 4 A L AR e, 7 e R s LR N N - R R



F3H # N, WHERART EWFE 77

1.3 mL, SR EE g 20 °C, S REF )R 2 h, 79 pH BN 6, Rl BIGHI N L W ol L1, fE L AR PR T, F R 1) o
1 AL 1K 87.09% 5 7 AR L ORI A BERE A, 7 dE A T A A

S Xk
CU] P R, 2220, AR G P SR i TS [T ] 55 FF I AR R 27241k, 2005,21(2) : 16-18

(2] skadtmm , o BTLL. 4 55 R H R R BHR R [T ] sl LB ,2010,21(2) - 76-78

(3] skadtmm, B, HoRc. B Al 5 S s i sk [ ] A2 5% ,2009,31(1) :75-77

(4] gifa, 8P — ik P R SR AR A PEAL LT ] B R BR 727 - A SR BH# R, 2007,26(4) :25-26

(5] By, /D, fh— o A il 46 D7 EA I R [T ] 5 B RS R 22441, 2003,23(3) :57-59

(6] FRoE,JH -, At 55 AR A S S i ot [ 1] 5830 W0 548 %K ,2002,21(3) 189,96

(7] EA0FH, F35h, FI, 55—k A BT SR I SE et [ T]. = B R AE 2440 A AR B4R, 2004, 13(4) :325-327
(8] LM, 225 L HH RS B — et Tk [0 ] IR B 4 - | SRl , 2000, 13 (1) :63-65

[9] 22K, S BR A2 R A DU A HE A PRSI0 [ M2 2 AL AT @ S5 20 ok, 2006
[10] BB AP A5 [ M ] LAt m 28 40R it , 2000
CI1] A SOy, it e RS ILIRL , 2. & e X W AL & s 7 T5 AR ek J [ T ] J R TR R 222441, 2009, 26 (3) :305-310

Studies on Synthesis Method of Methyl Orange

HUANG Fei, QU Fei-giang, REN Xiao-qiong

(College of Chemistry and Chemical Engineering, Huang Shan University, Huangshan, 245041, China)

Abstract; As raw material, p-aminobenzene sulfonic acid, sodium nitrite and N, N-dimethylaniline is used to
synthesize methyl orange by diazotization and coupling reaction. The traditional method for the synthesis of methyl
orange, synthesis of methyl orange at room temperature and at room temperature in water phase medium are
compared. The dosage of the reactant, reaction temperature, reaction time, pH value of the solution and the
adjuvant effect are studied and the optimized condition for the syntheses is found out. The experimental results show
that the reaction time of synthesis of methyl orange at room temperature in water phase medium is shortest, reaction
temperature is easily controlled, the yield is highest, and the product purity is highest. The dosage of N, N-
dimethylaniline is 1.3ml., the reaction temperature is 20°C , the reaction time is 2h, pH value of the solution is 6,
the adjuvant is ethanol or ether, under which the methyl orange yield is up to 87.09%. The method can be applied
in industrial production for easy operation with less reagent and energy consumption.

Key words : methyl orange; diazotization; coupling; synthesis



