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Nitration of I-cyanoisoquinoline 2-oxide (1) with potassium nitrate and sulfuric
acid gave 5- and 6-nitro derivatives (2and 3). The reaction was affected by the concentra-
tion of sulfuric acid, and 3 was obtained in small yields as the sole product from the reac-
tions in the 859% acid at 70°. Nitration with fuming nitric acid (d=1.50) led to the
formation of 3 in fairly good yields together with small amounts of 8-nitro derivative (7).

Further, nitration of isoquinoline 2-oxide (9) with fuming nitric acid was found to give
5-, 6- and 8-nitro derivatives (10, 11 and 12). The orienting effect of the N-oxide function
is apparently operative in the formation of 11-and 12. ‘

Keywords——fuming nitric acid; orienting effect of N-oxide function; temperature
effect in nitration; effect of sulfuric acid concentration in nitration; naphthoid reactivity;
NMR of nitroisoquinoline derivatives :

1950 4£7% & &L AL, quinoline l-oxide 0 = I r{LIILBERRS R oh, BT s LOMBR Y U LIKRT
FIEXRDE 5B IO 8ALic = b nZEAMA IR DA, 40° DL EEI 656—70° DTk N-oxideF DR
DR A IEL L 4-nitroquinoline 1-oxide NEWEAHE L 70D 2 E HEL T 5.0 LToOKIES, KEXRED
TSR X 0 b1 LARBRRE X » TRE TR, 75—85% DFBOHER 4- = b m hDOARIC
BAERRE LR LN Le® ZhFHBOBENEWHAIIL conjugated acid O TRIGHHETL, b &
XU 8 RLANEM L 7B, B HBERENMEN L free base & LCKIER 51 4 MAAERRLDDEELD
hé.ﬁ) . .

L7 L isoquinoline 2-oxide ® BEAIC X5 = I ribic I\ T2 N-oxide EHOBEHRIRIZR SN T, EHEH
@ 5-nitroisoquinoline 2-oxide & ABD 8-= t e &K T 5.7, . ,

OQ\I\'  H,S0:+HNO; @lz/\ . OON

+N

%) No: O(e%)

1) Part LXII: K. Funakoski, H, Sonoda, Y. Sonoda, M. Hamana, Chem. Phayrm. Bull. (Tokyo), 26, 3504
(1978). :

2) KW%EO—TirEH & LT M. Hamana, H. Saito, Helerocycles, 8, 403 (1977) w=#i& U /.
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4) EEED, MEgE, ER, 70,384 (1950); BAHE, bid., 71, 727 (1951).

5) M. Hamana, T. Nagayoshi, Chem. Pharm. Bull. (Tokyo), 14, 319 (1966).

6) a) J.T. Gleghorn, R.B. Moodie, E.A. Qureshi, K. Schofield, J. Chem. Soc., (B), 1968, 316 b) A.R
Katritzky, C.D. Johnson, Angew. Chem. Int. Ed. Engl., 6, 608 (1967).
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Tasie I. Nitration of 1-Cyanoisoquinoline 2-Oxide (1) with Potassium
Nitrate and Sulfuric Acid

NO
/\ KNOs Osz/\/\
ve O, = 7Ok
H2504 AN “ N \ o
CN
1 2 3
- Reacti . S :
Concentration caction Product,\yleld(%) Recov.
of H,SO, * Temp. Time ' Ny
>2 ¢ (oc) (hr) 2 3 | Other 1
989% 70 2 7.6 3.0 — —
859% 70 2 — 12.8 2 37.6
859% 70 ’ 10 — 7.9 — 35.4

859% 90 2 — 11.4 %) 11.6

a) 1-Cyanoisoquinoline, 0.5%,. b) 6-Nitroisoquinoline 2-oxide, 1.39,.

— 5 #4K% 1T cinnoline 2-oxide @ﬁﬁ?{V’ LB =1t efb&fI\s, b-nitro-, 6-nitro-3s X 7% 8-nitro-cinnoline 2-
oxide %15, ORI o RIGRE LHRBEELZE 2 THEA DL TRIL, 6-= ¢ r:'{zt BIOS- =t ko
A TAS N-ox1de EOBHIHRIT LD bDERERHL T 5.9

NOz i
O, — e SENENGE
\/\N/ ) \N/ \N/ \N/ \AO

NOz

% & TEEEL cinnoline 2-oxide & [N BAIENIE IR l-cyanoisoquinoline 2-oxide (1) D= r
LR DWW TR ET - 72 :

T 1 RWERCE DS LRI ) ¥ 2% 0L TRl 4 D4&MHETFCRIGZ ATV, Table T 105k Uik R 7.

Tiebb 98% BERE A LA 70° kB 5 RIGTIE 76% ® 5-=1Frfk (2) & 3.0% @ 6-= F nfk (3)
BRI, 85% BMEAFICHT BRI TiE 3 (7.9—12.8%) 2ERMELE LToe L WIRRTCAER L. KIS
REE%Z 90° 12 LIF5 & 3 i+ 7 / fk 6-nitroisoquinoline 2-oxide & MBAR L. MhoBac MISkY
HOERZ M, ENREHERTNE SO LIZV 20D, ShbofRix N-oxide EORAAEN ~v ¥ v
BECETHIATWAZ L, $LORBRHBOBECTRINS Z L2 RLT V5.

Barton 503 benzo[c]cinnoline 5-oxide ¢ = b rAER 1TV, BRES-RYEAIC X » CiE isoquinoline 2-oxide o 5
BIO 8 LIS T HMEIC = b = EAER L 10-= b rfh (4) BXO T-= b ik (5) 2VERT B2, R
WROAT = b e fbafT5 &1 VF/ ) VERD 6 (el T 2B = b v BAMA SN 9-= b e fk (6) i

69% DIFERTHEDLID Z EEHREL TN 5.

X o TR (@=1.50) ¥AVT 1 D= b bk fFolc & 05, 2l ) XL WINET 3 285 o & cmY
L7 (Table II). _ ' ' .

6-= bt r ik (3) AMDOBMEMEDOHRIZIT > TWiedd, RALFIGON 60—70° IR LS4, B 2L
BRVBEORK. 5-=1rfk 2) 12 1 FIOZD L BEHEINE, 8= b el (7) BFSCORIETERL,
ERTOERS 2 OIEL Y b X7, Isoquinoline 2-oxide DEMAIC X % = F r{bTiE, 5-= F = E2SEE
HICS < (90%) 8- =t v EOIEKIH TN 2% KT ERVEEYEET S L, 1 wRlt% N-oxide KD

8) I. Suzuki, T. Nakashima, N. Nagasawa, Chem. Pharm. Bull. (Tokyo), 11, 1326 (1963); idem, ibz’d., 14,
816 (1966).
9) J.W. Barton, M.A. Cockett, J. Chem. Soc., 1962, 2454; J. W. Barton, J.F. Thomas, ibid., 1964, 1265.
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HNO;-H;S04 ”/\/ ot Y
PN 70—80° K/\N’ Mo NN7 MO
Pl ~ 4 NO
8% ;
N ' :
7 N\
\\\‘/\N/ O L f. HNOS ‘ NOz\/\/\/
below 40° i N
N IN7 20 -
6

TasrLe II. Nitration of 1-Cyanoisoquinoline 2-Oxide (1) with Fuming
‘ Nitric Acid (d=1.50)

IEN_%“H/\@ )

4

O:N CN , CN .
7 8
Reacti .
eaction Product, yield (%)
Temp. Time ) .

Q) ) 2 3 7 8
40 2 1.5 50.8 5.7 14.7
60 2 — 56.7 13.1 1.5
70 2 — 58.2 3.6 10.1
80 2

— - 46.0 6.6 10.1

Tasre III. Nitration of Isoquinoline 2-Oxide (9) with Fuming Nitric Acid

NO. .
|
f. HNO; 02N /\
——— . .
@ — Q0+ 00, + OQ
\N()’ \N() ' ﬂﬂjz ’\\
9 10 o 11 12
Reaction Product, yield(%) Recov.
HNO4(d) Temp. Time 10’ 11 12 9
(°C) (hr) :
1.38 ) 60 2 — . —_ — %0
1.48 70 2 —_ 1.1 —_ 20.1
1.50 R.T. 18 3.9 — — 30,0
1.50 60 2 — 6.2 Trace 35.8
1.50 70 2 — 4.1 2.5 7.0
1.52 40 2 3.5 1.2 2.3 9.0
1.52 60 0.5 3.1 . 7.2 2.3 10.0
1.52 80 0.5 — 1.8 1.4 —

B 6 fZDREDT 8 fINBRA TS EELRTIER STV R OB 6 LOFNELMICKE
V. Ff l-cyanoisoquinoline (8) 23 COPFACAER LIcH, T HIXRBEWNERC X 1 OB A + K
CEBLDTHS. '
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LA EDfERD b, iz isoquinoline 2-oxide (9) HEHDRMAGMAIL X 5 = b =Ll o\ TOKE% T\ Table
I iR Ui Ra B,

Z DR, 9 RIEMEE (@=1.38) & 60° T 2 REEVALEE LC %4 & FRHEI T & » 7oAy,  FEERE (d=1.48,
1.50, 1.52) % JH\5 & 9 oY DYEHRES B 5, 6-B L 8- =+ mfkdMERT B = L BB LT 5T,
ZZCh-= etk (10) OERIBEAFOF 7 M4 FIERC I B30 TH D, 6-= b rik (11) oA N-oxide
EOEFHTLOMRTHS. 90 8 LR OWHRYZIBE2, 9 OBy ) ¥ 210 L5 = b {LoOf
B LT B L, COBAIIY BT N-oxide DEMATIR D IEA LT 5 E#2 R huie b\, &
7o N-oxide DELAMEDFERIITBEEDRPFETHZ LWL THS. LERIGEEYRYHTFD L, HBK
TSR S PERIER » T X et oo, INED AT E DD TR TH B4 WL RIGAME T T 6- = b
Bk (11) BERBHEE LTESRALL LREZHIHR LS 2 ENHE LS.

9 D=t ribics\ T quinoline 1-oxide D = + r{L L FAKIT, 5- F LV 8-= b n fhDAERILF D conjuga-
ted acid DRIGE SR TV 205, 1 XV 9 OREREEIC X 5 = b vl TRAEMEHBOE BIEED 720
conjugated acid Z3EpE L#E<, free base D=t vfbhiER LB VLD LHEEINS.

LOLEAE 1 & 9 0= b efbE B LIS, = b e LRREFRIGTH 25, 1 L) 9 O EEA
R LTRSS HBS, MEDOATIZ 9 OFDAMCS T s, Chug 1 OBEIIE Y 7 / HOBTR i
FoTEY oY FROBTHEN WY LHEIC X 5BIE ZTH O L, 9 Tk € ) VERBOBRILA A
Z<$ MRELT= P rLOEMETTH 0L EL NS, HE I ORIETIRT X A HhE LUK 7 % VR

NOz NO;
/\/\\ KCN? /\/\’ HO: /'\/\|
\/\/ “PhCOCI ‘\/\/ AOH \/’\ Ny,
¢N eN O
10 13
AN KCN AN PCls A
CY ) - Oy — OO
NN o PRCOCL - NN NN
NO» 0 0.N N 0N CN
12. ) 14 7
0:N_AA PCls  ONUAUA.  conc. HCI  ONUAUAL
O =2 P00 =2 20
\/\/ “o NN
3 CN 15 CN 16 COOH
heatl
AN ENO 0N HOAD O A
Aoe mso. NAom T T AU
-+ 17
N PCL |
0NN\ ANH 0N A
Hg(OAc):!» l | ’
A s
Y
0NN\ N
18
Chart 1

10) J. Gleghorn, R.B. Moodie, K. Schofield, M. Williamson, J. Chem Soc. (B), 1966, 870.
11) E. Ochiai, T. Nakagome, Chem. Phaym. Bull. (Tokyo), 6, 497 (1958).

NII-Electronic Library Service



No. 1 " ; , : o7

\

TasLe IV. NMR Spectra of Isoquinoline Derivatives

NMR Spectrum

No. Solvant ' Chemical shift () ‘ / Coupling constant (Hz)
C-H C-H C~H C;-H CeH C;-H Ce-H Jl-.3 J3.4 ]5,5\ ]6.7 ]7,8 ]5.7 Je,s ]4.8

10 CDCl, %f;%ﬁ%%f} %ﬁ?%ff%ﬁ? 1.8 7.7 — 8.0 80 — 1.0 —
11 CDCl, %(f)z %ﬁ? 7(-53? %gg‘ — %ﬁ? 7(-(?35‘ 1.8 7.2 — — 9.0 2.1 — —
12 cDCl %}f? %&§§ ‘E}f? %aé§ 'Z]?; %agf — 1.6 7.0 8.1 81 — 1.0 — —
17 CDCl, %g? %g? zf§ %f? — %&g %&? — 57 — — 9.0 2.2 — —
18 CDCl, %}f§ ol %dg§"%1?§ | %&3? — % — 60090 — — — 2307
2 DMSO-d, — OO0 8 _ %ﬁf %-t‘);"s(&ﬁf — — '— 80 80 — 13 —
3 pmMsod, — UL — S - — - — 0.4 2.3 — —
7 DMSO-d, — (9Y (dy S8 sy sw  C esese = mm s
(m) (m)
138 DMSO-ds  — (35 (4y — @ (63 @@ — 60 — 80 80 — 1.0 —
15 DMSO-d, —,jf?%§§%§§ — %ﬁ?%f;l—— 55 — — 9.3 20 — —
14 DMSO-d, — %ff%;?%ﬁ? %f?%ﬁ? —  — 55 80 80 — 13 — —
8.65 7.7-8.0 81— — 55
1 cpal, _ & 618 30

DERNREDLRE. ¥l l O=1tefboFn 9 D=t (oL L h N-oxide ZOHENE & 5 h 5
DH, LU D7 ) EOBHMBIC L - T 1 © N-oxide FDMHEHMEIRA L, conjugated acid DARA X H
st icd L E X ERET S LIRS,

P EOEBR AR RIGRAGOMET, TRAW, FARIN IR) A7 br, BBEHE (NMR) <7
/via;zﬁﬁﬁz&ﬂ rv (MS), 7o 0Nz Chart 1 P?_H‘Ltﬁ:-?«ﬁﬁklofﬁ@;?gbt 7ot NMR =~2 b1
DT — &% 1- mtrmsoqumohne (18) 3 & TableIV It & HThH 5.

,% B o @

1-Cyanoisoquinoline (8) Isoquinoline 2-Oxide-2H,0 (4.5g) % X0t KCN (5g) o H,0 (100 ml) ¥ ic
K% T PhCOCL (4g) R4 iMT 5. 1hr AHULARR OB A KT L, FHHEBLYAK, Kkl 83.7g
B, EtstR &, mp 86—88° (EtOH-H,0). Anal. Calcd. C,gHN,: C, 77.90; H, 3.93; N, 18.17. Found:
C, 77.84; H, 3.74; N, 17.78. IR »33' cm—1: 2260 (C=N). . . , :

1-Cyanoisoquinoline 2-Oxide (1) 8 (4.5g) % AcOH (14 ml) &M L 30% H,0, (Tml) %Mz T 63° 1
1hr iR, =5k 30% HyO, 3ml) %inx 14hr fET5. WESHFTHEEL K, Kk, REL 1445g
B, REASGRE, mp 207—208° (EtOH-CHCI,). 4nal. Caled. C, HN,O: C, 70.58; H, 3.55; N, 16.46.
Found: C, 70.45; H, 3.53; N, 16.24. IR »33' cm~1: 2250 (C=N), 1235 (N—O). 7o 1 % Raney Ni ofFz
TRLTTHEL 8 2HETS.

12) BARBE. IR x<7 iz BASE DS-701G, BA4 % IR-E %\, NMR 27 b it BAET
JNM-PS-100 % /v, TMS %Pyl e LCHIE, %7 MS A7 bz HABRT JMS-0ISG & k o
THIE L . ’ ' o ' '
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1-Cyanoisoquinoline 2-Oxide (1) OREIC LB = ba(k —BRIZRDOFER L Y RIEHET - .

1) 1(1g) % 85% H,SO, (6 ml) wiFfL, MELANBERAI KNO, (1g) %inz TableI o £HCRIG
&, REREDCRIGE L KKRCES, STHEBEREIAR, kit BEL 7+ vHbBERTS & 1-
cyano-6-nitroisoquinoline 2-oxide (3) 23 #& G HIK f, mp 224° (dec.) & LTHE & h . Anal. Caled. CoH N,O,:
. C, 55.82; H, 2.34; N, 19.53. Found: C, 55.92; H, 2.33; N, 19.26.” TR »¥2' cm—1: 2280 (C=N), 1530 (NO,),

1340 (NO,). BERBK I OBHEEEEL, BERX 7L IFONITA IR < b V57 4 —CHERTZ L, v

VIH S5 3, ot CHCL il 425 1 B s hte.

SOLRKISHE S L OWH % Na,COy THfntg CHCl, THiH, MBS %2 74 I 7D h 5427 ~< 75
74 -RhTDE, RYEVEHALSIEK 8 & 3 4, T CHCL WMHS25 1 A8 R,

2) 98% H,SO, (6ml) ic 1 (1g) %% M, ME Licsbiee KNOy(1g) ¥ 70° i 2hr MET 2. K
BB ERKCEET T 5B LR A, Kk BREESVEYBEKELT7Z v $ FREBTLORBO L L
T 1-cyano-5-nitroisoquinoline 2-oxide (2) 38 Hiiz. I G SRS mp 227—228° (MeOH). Anal. Caled.
CioHN,0,: C,55.82; H, 2.34; N, 19.53. Found: C, 55.76; H, 2.29; N, 19.62. IR vt cm—t: 2260 (C=N),
1520 (NO,), 1335 (NO,), 1270 (N—O). MS mjfe: 215 (M+) 199 (M+-0), 169 (M+-NO,). o\ 3 AEH L.
KSR R L O Na,COy © it CHCL, THEL, FRE7AL I FD AT A 2R ~<b 757 4 —%

T3 EEBI 2 & 3 ABELRB.

1-Cyanocisoquinoline 2-Oxide (1) QREBEHERIC LD = b 01k —RICKDFERIL L Y RIE®{T » . Table
IT R L KIBRE R Ui £ HNO; (d=1.50) (Tml) = 1 (1g) % EFomz, 2hr AEECRIEIS
TRRIGE 2RKCEE, FHLkBE A2, Kt BRESE7 2 vhbBERTSLE 3 M BN, BER
B EEE BEY SVEYBERLLTCT7A I +BE2BTE 2 0T l-cyano-8-nitroisoquinoline 2-oxide (7)
DT D, MEEKRE, mp 230—231° (dec.) (7« b v). Anal. Caled. C,oH,N;0,: C, 55.62; H, 2.34; N,
19.53. Found: C, 55.57; H, 2.28; N, 19.46. IR »X3! cm1: 2240 (C=N), 1525 (NO,), 1345 (NO,), 1270 (N—O).
MS mfe: 215 (M*+), 199 (M+-0), 185 (M+-NO), 169 (M+-NO,). .

BRAORE L NagCO; 7 45 VL L, CHClL, THH, 8% 74 370 5 a27r~1t 757 4 — TR
DEET D LR vE VA S 1-cyanoisoquinoeline (8) L 2, vouvt CHCl; JEHIZ 5 7 2B SR,

Isoquinoline 2-Oxide (9) ORFHBRICL D= bOL —BicKOFER LI RIEZFF 7% -HNO; (7 ml)
i 9(1g) wmz Table IT R LeLBTRIER TS, RIEKEKKCEE, Na,CO, ¥ T sl L CHCL,
THIH, HMHESESVEVTIBL LRES LT 5.

RYEVHBEPETAIFONTAIv< 7T 7 4 —CHERBET 2. <v¥vilans isoquinoline %
&, o\t CHCl, {5 5 6-nitroisoquinoline 2-oxide (11) BB o h. 7 & b v bEE LT 2 & mp
241—242° OTEWK LB, Anal. Caled. CHgN,0,: C, 56.84; H, 3.18; N, 14.73. Found: C, 56.84 H, 3.18;
N, 15.11. IR »E% em~1: 1515 (NO,), 1350 (NO,). MS mje: 190 (M+), 174 (M+-O), 160 (M+-NO), 144 (M+-
NO,).

RVYEVRESET7 2 YO LEKRT S L BEAHEK, mp 220° o 5-nitroisoquinoline 2-oxide? (10) #3178
Biie. IR oMt cm=t: 1535 (NO,), 1345 (NO,). MS mfe: 190 (M+), 174 (M+-0), 144 (M+-NO,). - ,

FHEABEE2EELBER7AVIFOITFI A 2 v < b 757 4 —hld, CCL,-CHCl, (1:1) THHX®5 &
8-nitroisoquinoline 2-oxide? (12) A B LI, 7 P VIV EERKE TS & mp 188—189° oBEEEWK LIns.
IR oo om=1: 1520 (NO,), 1340 (NO,). MS m/e: 190 (M+), 174 (M+-0), 160 (M+-NO), 144 (M+-NO,).

Isoquinoline 2-Oxide (9) & RIERML ORISIC & BEULAMEORSE 1. HNO, (d=1.50, 7ml) LHET
9 (1g) #HRAEM, DWT 70° & 2hr fniE. HNO, %RETFEE, B H,0 2z CEOBMECEE;
ToBEEEETY, B Lc#ERv REo HO THOWEEIAEKR, AEL 72bvIhEHELHLIEO 7 2
NEEE B, H,O B E v E v Tl L, HMES L MEAETZ L mp 128° oMK 7 2 L F 200 mg (20%)
BB COBFCIs TR =t vl X0 Y Ova AR VBT BEE I g » .

. 1-Cyano-5-nitroisoquinoline (13) ® N-#F< k{k 13 (1g) % AcOH (30 ml) =B fE L 30% H,0, (3 ml)

ink 65° winiE3+ 5. 50min BFiww 30% H,0, (2ml) Mm% 12hr iR %7 WET AcOH % w#,

e HoO %2 MEREM Na,COy BB M LK T2 B 42 %5 AR, KEHEER EtOH Tw 7 +

FPYBBLSHEERETS. T VEBYELLTS515mg © 13 %85, v vEEWEE T I FOH

Sarzr<b ST 7 4 —THE, vEvEHSH5 1380mg, oW\ C 230 mg k.

8-Nitroisoquinoline 2-Oxide (12) ¢ Reissert-Henze ﬁ}iﬁ(‘ 12 (250 mg) % CHCl, (5 ml) L KCN
(380 mg)-H,O (5 ml) %%, K& T PhCOCIL (310 mg) %y L 1 hr T 5. RSB K,COp B % n
27An ML L CHCL BR#HRL, WESERvyEVIRENL 74 3 7B LES. MeOH »oFiELL
1-cyano-8-nitroisoquinoline (14) 235 mg (89%) %% 7. MESHRGE, mp 193°. 4dual. Caled. C;,H;N; O,: C,
60.30; H, 2.53; N, 21.10. Found: C, 60.31; H, 2.48; N, 21.18. IR »Nut cm~1: 2260 (C=N), 1525 (NO,), 1340
(NOy). MS mje: 199 (M*), 169 (M+-NO), 153 (M+-NO,). .

1-Cyano-8-nitroisoguinoline 2-Oxide (7) & PCl, QKRS - 77 (100 mg) % CHCL, (70 ml) i L, B
Lie2is PCly (500 mg) %L 5hr B, RISK 2 KKK EE Na,COy 72 » v E L CHCL B4 405K,
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B EVEVRERL7AI FRLEL 1475 mg (81%) #87. o b nitskic 12 » Reissert-Henze
RIETHBd0 LEMB X IR A—F Li. : :
1-Cyano-6-nitroisoquinoline 2-Oxide (3) & PCl, & DRI 3(1g) % CHCI; (450 ml) i ¥ f%# 280 ml &
WA, B L2 s PCl; o CHCL; (20 ml) B¥ AWML Shr B T5. RISK%E KKLE, Na,COy T7 v
#YEEL CHCL B4R LTABI L 7LIFOITAI v = + & 9 v 4 —TES. RvEV-BliRvev
(8:1) %25 1-cyano-6-nitroisoquinoline (15) 465 mg (50%) »3iBbhie. MESHR S, mp 190—191°
(MeOH). A#nal. Calcd. C,H;N,;0,: C, 60.30; H, 2.53; N, 21.10. Found C, 60.55; H, 2.68; N, 20.98. IR yNu
cm~1: 2240 (C=N), 1530 (NO,), 1350 (NO,). MS mfe: 199 (M), 169 (M+-NO), 153 (M+-NO,). DTV v
WA 5 390mg (9%) #EUR. b MeOH ik hHH LicWBE%L MeOH whifhiR <%, MeOH 7
LS & L 1-carbamoyl-6-nitroisoquinoline 2-oxide 50 mg (4.6%) %87, BWEERE, mp 251—252°
(dec.). =% Dk 3 %7 %« b v Hy0p-NaOH TS B L CBAER & —FK L. 4nal. Caled. CygH,N3O,:
C, 51.51; H, 2.83; N, 18.02. Found: C, 51.59; H, 2.90; N, 18.00. IR »X2 cm-1: 3320 (NH,), 3150 (NH,), .
1690 (CONHz), 1620 (CONH,), 1530 (NO,), 1350 (NO,). MS mfe: 233 (Mt), 216 (M+-OH), 190 (M+-CONH),
NMR (DMSO-d,) 6: 9.04 (1H, d, J;-,=2.5 Hz, C;-H), 8.20—8.55 (5H, m), 7.88 (1H, d, J,-;=9.3 Hz, C4-H).
1-Cyano-6-nitroisoquinoline (15) OhKS#Bd LV BKEE 15 (300 mg) % conc. HCL (10 ml), H,O (5 ml)
LR EHE PR 130° 1 Shr L, BHE H,0 2z +5EEE2 2]+ 5. ﬂ?&?rﬁﬂib%‘m’ﬁ?é EERIE
R5. MEEZAL HO 2bF/ERT 5L mp 167° (dec.) oEASRELES. =0 d 0ix NaHCO, AW
HEBLTEMRL, T IR A7 AN 6-nitroisoquinoline-1-carboxylic aicd (16) & % L. INE 180
mg (55%). IR »Xuet cm=1: 2440 (OH), 1700 (C=0), 1530 (NO,), 1350 (NO,). _
16 55 mg % 170° & 1hr jn#F 5 & 6-nitroisoquinoline (17) 23 mp 124—125° DEmESIRG L LTHREC
FELTLB. 20 b oIk 1,2,3,4-tetrahydroisoquinoline ® = b vk, HWARLIC X - THRERLEERW
E—FK L. IE 25 mg (556%). IR »E5: cm~1: 1520 (NO,), 1350 (NO,).
6-Nitroisoquinoline 2-Oxide (11) & PCl, QK 11 (100 mg) % CHCl; (15 ml) B LK 2/3 Bl
M3 %. X&T PClL (150 mg) o CHCly (5 ml) B AWM T % L WB2A il Lg%, 1hr BEKKLE,
Na,COy 74 » Y& L CHCl; B4R, AHESE XY ¥ vERLL7 A I 7REYEL, RHAEHVY
YL EERT S E 17 75 mg(82%) A3 mp 121—122° oEESRELLTHELhAE. Z0b Db HRAR L
o 17" L HBFE L .
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